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Fra Loboratorias, Inc.

24 R 2t avenug West
Dokl MR E5ED620)

March-9.:22004

Ms. Susan Beach Co: Ms. Tina Galloway

Minnesota Y\’Iiﬂlﬁg and T\-’Ianufacmring 3M Cottage Grove
Environmmental Technology and Safety 10746 Inaovation Read

955 Bush Avenue, Building 2:30=0¢ Building 145

St Papl MIN 535106 Cotiage Grove, Minnesota 330196

Ms. Beach,

The tables below summarize the chemical and toxicological results for the tests concucied with

the: 3:Cottage Grove facility samples receved by Erason:Februare 26, 2004 The tests were
conducted as outlined in the 3M GPO dated February 9, 2004 and the LIMS number =04-0126.

Briefly, each sample was fested at 100% concentration with two replicate test chambers per
sumple Ten 15 day old fish were exposed per rephicate and tesl emperature was mzintamed a0
2570 4 170 s Solutions were renewed atithe 48 hour test interval using the original sample that

O oy and per vour b:i{.’mynm‘ he

had been stored 1n darkness at 1-4°0.  lest duration w

testswereconducied 1 darkne

tefluent 172 1252004 046 2612004 Wiz 4.5 4 “0.02
Part 1A Jfsaanpa LR IIEI2004 10:12 5 L “EO2
‘oIt aA ZI2SZ00 I 22672004 HEi2 0.5 5 {02
‘ort 1B 2/25/2004 s 2/26/200¢ 10:12 0.5 .5 =00
Port 4B | 2252004 e 2GI2004 12 (15 05 .07
Combined Effluent 272572004 [ 1RT G004 101 0.5 .8 o2
None:ot the ‘qﬁﬁlﬂm contained total residnal chlorine (j ';:]",k‘/\\ concentrations above the method

detection limit of 0.02 me/lL. Ammonia concenirations for the samples ranged from 0.5 me/l 1o
18 mpo/l. The measured ammonia con franons werse not anticinated to cause acule adverse
effects 1o the fish and therefore the tests were vot pH adjusted. - Areival temperature for each of
the semaples was 0.5°0

CRADBCHemy M Congs Grave U4 Darbon Sd v 1TeRI BT 126 Reculs dae
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Results for the tosicity exposures are shown in the table selow,

_ Nose of the routine chemmﬂ paramewrb QpH ciz:,%f}h:% {;:wger ¢
 the test were abnormal for this bype of study '
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The modera: i }mn} reconstituted water ( MHRW} supportf:d 100% fish survival for the duration
01 the test indicating the fish and test methods were acceptable [l assessing toxicily,
Influent 172 sample was observed to cause complete (100261 fish movtality sathin 24 hours of
test inibiation.  The sample identified as Port 1A was found to support mean 96 hour fish survival
- of 80% and the sampie identificd as Port 44 was observed to support mean 95 hour fish survival |
Portl B and Port 48 samples Guppﬂrted mean 96 hour fish survival of 90% and .
The Combined Effluent sample supported mean 96 hour fish civivalef U504
 Intermediate fest interval mean fish survival values are shown in the table above.
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EraLab

=t

4

sratones, Inc.

Era Laboratories, Inc.

Q76
Client: 3M ( EG -t >

Era Project#: (17983

Test: Fathead Minnow Acute Toxicity Tests

Test Initiation Date: 5 /-

Test Termination Date: 3/ /oY

Page 1 of 6
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Zro Laboratories,

ENVIRONMENTAL SAMPLE TEST INFORMATION

Date. 2/2G/s4

Chent: 3M

Era Project # 5{ 1963

Dilution Water: Not Applicable, MHRW Control

Test Chamber: .8 Liter Beaker

Food: Artemia prior to 48 hour renewal

Temperature; 25°C

Test Organism(s)/Age: Fathead Minnow/ | ¢ day

Comments:

Test solutions renewed (@ 48 hours using stored/refrigerated samples from sample receipt.

#

Brpt i €Y

" i; f‘:‘ 21 fsd’j d :
Ttk et hess
7

Page 2 0of 6
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Era Laborgtories, inc.

TOXICITY TEST RENEWAL FORM

CLIENT: 3M ERAPROIECTH 4134 < g; 7
TEST: Acute Toxicity BEvaluation TEST INITIATION DATE: {o6/0 / Y
ORGANISM: Fathead Minnow TEST TERMINATION DATE: 3/ jo '
A 0 5 . 4
TEST DAY Test Initiztion 1
DATE At ; - . ) 2 ot
2Eere 22%-2% 112808 | 7-74-04 | 7
TIME OF RENEWAL | 1y 32 1240 16 5 1300 225
"
TIME OF FEEDING WA WA 12200 VA VA
CONTROL WATER MHRW MHRW MHRW MHR W MHRW
. P : ki
A D M ST p
INITIALS L7 .
Page 3 of 6
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Laboratory Report -

SUSAN BEACH Project Number: 017983
MINNESCTA MINING AND MANUFACTURING COC Mumber, M
ENVIRONMENTAL TECHNOLOGY AND SAFETY Temperature (°C); o5
935 BUSH AVE, BUILDING 2-38-0¢ Date Raceived: 2i28/2004
ST. PAUL MN 55105 Report Date; 37 B/2004

Site: INFLUENT PHABSE 1/2 Date: 02/25/2004 | Matrix: Wastewater
Parameter: Results: Units Date Analvzed: QC Comments:
Acute, Fathead Minnow done 3 TI2004
Nitrogen, Ammonia 0.58 mg/L /262004
Residual Chiorine dons 31712004
Bite: UNIT 1 PORT ALEAD Date: 02/25/2004 Time: 10:56 Matrix: Wastewater
Parameter: Results: Units Date Analyzed: QC Comments:
Acute, Fathead Minnow done 37 7/2004
Nitrogen, Ammonia 0.48 mg/l 2/28/2004
Residual Chiorine done 3/ 7/2004
Site: UNIT 4 PORT A LEAD Date: 02/25/2004 Time: 11:11 Matrix: Wastewater
Parametier: Results: Units Date Analyzed: QC Comments:
Acute, Fathead Minnow doneg 37 742004
Nitrogen, Ammonia 0.50 mg/l 2128/2004
Residual Chiorine done 37 712004
Site: UNIT 1 PORT BLEAD Date; 02/25/2004 Time: 11:03 Matrix: Wastewater
Parameter: Results: Units: Date Analyzed: GIC Commenis:
Acule, Fathead Minnow done 3f T7/2004
Nitrogen, Ammaonia 0.52 mg/L 22812004
Residual Chiorine done 317712004
Bite: UNIT 4 PORT B LEAD Date: 02/25/2004 Time: 11:28 Matrix; Wastewatser
Parameter; Results: Units: Date Analyzed: QT Comments:
Acute, Fathead Minnow done 3172004
Mitrogen, Ammonia 0:50 mg/t 21262004
Residual Chiorine done 3/ 712004
Siter COMBINED EFFLUENT PHASE 1/ Dale: 02/25/2004 Time: 11.27 Matrix: Wastewster
Parameter: Results: Units: Date Analvzed: QC Comments:
Acute, Fathead Minnow done 372004
Nitrogen, Ammania 0.78 mag/L. 212612004
Residual Chiorine done 3 712004
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Conventional Pollutants
FINAL REPORT
EVENT 2

F04-0126
February 25, 2004
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INTER-REGIONAL WORK ORDER # / i

{To be compiated hy sending region)

=
Date Prepared 0L 0 DL

o ey Bending Project Mo, ‘

{

' Senging Fegion® §
i M

Recaiving Region | . $ Sending Project Mgr. |

Lo i sosmet B o AR SRR W 0 U T A 2w

Extarnal Cont | Chient Ko, |

I

All guestions should be addressed to sending project manager.

frrmm——
I Type of Work | Avalytical .. Permiting .. Sonsuling ... Other Adertity

Hn ul Y

I

TOTAL

Inorganic Crrganie Diher (Speoity) Total
Hevenue Allocation

To Receiving Begion

To Sending Region

Reguested Completion Date:

Reguested By,

Chain of Custody Included il ves [] Mo Disposal of Samples:
Humber of Samples: d . - Return 1o Sending Region ) ves o
Matrix :

e Bl S Water Bir . _Other {Identify) e

Level Turmnaround Requested:

Confirmation of Work Completed

Receiving Project Manager

:fi.. Date Completed ..w..,,.m_,:? g”,/(’f%,

Parr 1.2, anel 3 Fecsiving Region Part 4. Sending Region

ib

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539165
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COOLER RECEIPT { SAMPLE LOG-N SHEET

COOLER RECEIFT { SAMPLE LOGHN SHEET { 115-ATTZ WET) ¢ SWL-GA-118 BEY 5.0/ GA-T15-TRLOGING

ce é‘%{qa NAME: PAGE ANALYTICAL SERVICES, INC. PAGE Z OF [

i

RECEWED BY i'?R}NT NAME] JASON SPRIGGS

RECTDANIE 3/03/04
i . TIME RED'D B9 4E
RECENVED BY (SIGNATUREX 5 2 B
- ! 004-03.03 128
LOGGED IN'BY (SEGN&?LAK&TY/ e LOoGHN paTE 2004-03-03 12:51
PROJECT INTERAAB 22 Z * : | REMARKS:
, ACIDY i
Sampie @ Assigned pH SASE ¢ CORDHTION
SAS :
Client Sample #  Fraction = LAB# Coaler 1.0 (Chack LOT# OF SAMPLE
SAMPLE DELIVERY GROUP 53888 @ ; . SHIPMENT, ETC
Remarks 105362743 jf:" 5396801 |0MO3/04-1 [ 3.85
| 4. CUSTODY SEALIS):  PresentAbsent ; =
Intact/ Broken s
2. CUSTODY SEALS NOS. 105362788 5308607 |D3I03/04-1
MNIA

EBISODE: 53088

105362750 B308802 0303047

Y

105362778 5308B.04 OI0BGA-1 i8¢

105362784 H34E8.05 030H04-1 l6c

Z O E| Z} &= & Z

2, CHAN-OF CUSTODY. Present/Absent
Seated in Plastic? Yes/ Mo .
Taped To Lig? Yesi No 105362800 SAR88.07 (0303041 N 3&c
Prapetly Filled Out

{ink, Signed, ETC )7 Yes! No \
4. AIRBILL AjrBY Sticker

™,
Preseni/Absent '\
5 AIRBILL NO:

483891945140 \\

5. COOLER CONDITIONS \
Enough loe? Yesi Ho

1058362792 £3088.06 Q303041 3.8

Type of ioa? Wt

Type of Packing? “Bubble Wrap \\\
T SAMPLE TAGE Absent
8. SANPLE CONDITION: \
intacl/ PresentBroken™ Laaking \\

Bottles Sealed In
Separate Plastic Bags?

YesiNo
Correct Containers Used \\
For Tests Indicated? Yes/ No R

Corract Presarvative? Yes/ No \\
Sufficierd Sample? Yosu! Mo

Labeis Complete (LD, Date, '
Time, Signature, Preservative?  Yes!/No \\

VOA Samples Without Bubbles? Yes/No~

4. Does Information on Custody : \\
Fecords, Labels Tags Agrea?  Yes/MNo*

10, RAD SCREEN WITH GIEGER
COUNTER? Yes! Ho

11. B.O. Called? Yes/ No i N

* Coract PO and attach record of resulution
@ Sample Frections: B=5v GCMS, V= VOA GOASS or GC, P=Pesticide, HeHerbicide, D=Diosin, A=arr, I=inorganica, C=Cyanide, M=Metals, R=Radiochemisty
~ Note samples with bubbles under remarks section.

L

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539166
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FPace Analytical Services, Inc.
1700 WastAlbany

1 4 & Brokerr Arfow, OK 74017
a g e Ana jyn Ca / FPhone: 8T8 2512858

www. gacelahs. com Fax: 91825125899

March 8, 2004

Roxanne Patterson

Pace Analytical Services
1700 Eim Strest

Suite 200

Minneapolis, MN 55414

Project: Inter Lab/ 1085104
SDG: 53988

Dear Ms. Patterson:

Enclosed please find our standard tabular report for samples received by our
laboratory on March 5, 2004. Please see the enclosed SDG Narratives for additional
information regarding analysis of these samples.

If, in your review, you should have any questions or require additional information,
please do not hesitate to call.

Sincerely,

Randy Staggs
rancy.stagas@pacsiabs com
Project Manager

RESis

Enclosurss

"We certify that the following report meets all required NELAC reporting standards as
specified in NELAC 5.13, July 1, 1999. Any deviation or variance is noted in the case
narrative(s). Estimated uncertaintics regarding these analyses are presented in the Quality
Control Seetion of this report.” - - : ‘

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539167
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

- 1939.0016



Pace Anaiylical Services, inc.

1708 West Albany
i £ @& e
Broken Arrow, OK 74012
. 7 QCEAH a{w fca / Phone: 918.251.2858
wivw pacelabs. com S D G N A R R A T I V E Fax: 818 251 2559

CLIENT: PACE-MN DATE: March 8, 2004

PROJECT: INTER-LAB EPISODE NO.: 53988

INORGANIC FRACTION:

Seven water samples were submitted for dissolved total organic carbon analysis. No major problems occurred
during the analysis of these samples. The sample’s analyses were completed according to the following:

SWLSOP# Method Reference Parameter
SWL-IN-310 SM353108B Total Organic Carbon

Please refer to Cooler Receipt / Sample Log-In Sheet for details of sample conditions at receipt.
There were no hold time violations noted. Samples were filtered using a teflon filter prior to analysis.

Preparation Blank: No target analytes were detected in the preparation blank above the PQL.
Lab Control Spikes: Al laboratory control spikes were within QC limits.

Matrix Spikes: No matrix spikes were submitted with this episode.

Duplicates: All LCS and matrix duplicate results were within QC limits.

No further data usability limitations exist for this Inorganic Analysis Data Package.

Explanations of the forms are the following:

Form 1 Sample results
Form 3 Blanks ~ Provided by the LB Quality Control Data Sheets.
Form 7 Laboratory Control Sample - Provided by the LCS/LCSD Quality Control Data Sheets.

I certify that this data is technically accurate, complete, and in compliance with the terms and conditions of the
contract, for other than the conditicns detailed above. Release of the data contained in this hardcopy data
package has been authorized by the Laboratory Manager, or his/her designee, as verified by the following
signature,

Sincerely, o

et o —
T
I ,/;‘::;, T e

Wet Chemistrv Supervisor

REPORT OF LABORATORY ANALYSIS

This raport shallnol be reproduced: excent in: full,
without the wriflen consart of Pace Anabtical Services! Ing

el

B AELg.
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Pace Analytival Serviges, nc.
170¢ West Aibany

_Pace Ana Mfc al® Braken Arrow, OK 74012
- Fhong: 918.251.2858

wiew. pacelsbs. com Fax: 818.251.259%

/ Sample Results

i

REPORT OF LABORATORY ANALYSIS

Thizreportshal not be reproduced excentin full,
without the writter: consent of Pace Anaiviical Services, ine.

L

‘nehc:

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539169
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Py

LB ID 53388.01
SAMPLE : E04-01Z6~67
e : 53888
MATRIX @ W

SITE ;1085104

ace Analytical®

wiww. gacefshs.com

WS

Face Analytical Sarvices, lnc.

1700 West Albany

Broken Arrow, OK 74012
Phone 918 251 2858

Fax: 918.251.2599

REPORTED 370872004
SAMFLED Q2/20/2004
SUBRMITTED 03/03/2004
DATE/TIME METHCD
RESULTE y ANBLYST REFERDNCE
jile ) 57.0 03/04/04 19:59 KAL SWY06D

COMPOUND* = RESULTS REPORTED AS RECEIVED

N2 = NOT DETECTED ABOVE
® = SURROGATE RECOVERY OUTSIDE OF

M/A = NOT APPLICABLE

5M = 3TANDARD METHODS,

¢ Rev. 4 1996

QUANTITATION LIMIT

OC LIMITS

1B8TH EDITION,1982/19TH EDITION, 1395

W

‘nelac:

| Bervices, Inc.

REPORT OF LABORATORY ANALYSIS

This reportshalt notbe reproduced, except in fall,
withoui the written consentof Pace Andviics

i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0019
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Pace Anaiytical Services, Ing.
1700 West Albany

c?C 8 Ana M fc a / N Broken Arrow, OK 74012

Phone: 918.251.2858

wwiv.paceiabs.com Fax: §18.251.258¢8

LAE ID 53988.02 REPORTED 33/08;2904
SAMPLE E04-0126-67610 SAMPL E“ o 0Z2720/2004
506G 535848 SUBMITT o 03 CH"ZC“ui
MATRIX W
SITE 1085104

REPORTING DATE/TIME METHOD
PARAMETER LIMIT OUNITS RESULTS ANALYZED ANALYST REFERENCE
TOTAL ORGANIC CARRON 1.0 mg/ 1 58,0 03/C4/04 20:38 KAL SWS0&D

COMP

CUND* = RESULTS REPORTED AS RECEIVED

ND = HOT DETECTED ABOVE QUANTITATION LIMIT

* = SURRCGATIZ RECOVERY QUTSIDE OF QC LIMITS

N/A = NOT APPLICHBLE

METRODGLGGY : SM = STANDARD METHODS, 18TH EDITION,1992/107H EDITION, 199%
EPR = $EPAGQD/4-79~020, MARCH 1985

SW o= ZW B46 Rev., 4 19%9¢

REPORT OF LABORATORY ANALYSIS

This report shallnot bereproduced, axcept i full,
wihoutthe wrten consant «:f Bace Analytical Sewmes, inc.

ﬁ@&nf‘*

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539171
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

oy
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Pace Analylical Services, Inc.
Analytical® o o 35

roken Arrow, OK 74012

P dace Alld yHCQ Erone: 918.251.2858

www.paceiabs.com Fax; 918.251.2589

L&aB ID ‘0B/2004

SAMPLE SAMPLED 272042004

556 SUBMITTED. : 03/03/2004

MATRI

3ITE
REPORTING DATE/TIME METHOD
LIMIT UONITS RESBULTS ANALYZED BMALYST REFERENCE

TOTAL ORGANIC CARBON 1.0 mg/l 57.1 03/04/04 20:53  KAL SW9080

COMPQUND*
WD = NOT
* = SURROGATE

N/A = NOT I

£
T )5, 18TH EDITION,1992/19TE EDITICN, 1995
EPA = #EPR60D/4~79-02
41

ot o h e s
SW = EW 846 Rev.

REPORT OF LABORATORY ANALYSIS

Thisrenart shell not be reproduced. sxcept in full b
without the written consent of Pace Analytical Semvices; Inc.
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539172

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0021



_PaceAnalytical”

wWWw paceisbs. com

53988.04
E04-0126-67612
539€8

W

1083104

Pace Analyfical Ssrviges, ing.
1700 West Albary
Broken Arrow, OK 740142

Phone: 918.251.2858
Fax; 918,251.2589

PARAMETER
TOTAL ORGANIC CARBCH

COMPOUND»

ND

.

N/A

METEQROLOGY .

EP4

W o= 5W

MOT
SURROGATE RECCVERY
NOT :"%PPLICE&BLE

3M = STANDA
#EPRROL/4-T78~ O”’E"
B46 Rev., 4 19%¢

= RESULTS REPORTED AS RECE
DETECTED ABOVEZ QUANTITATION LIMIT

REPORTED 0370872004
SAMEPLED 0272072004
SUBMITTED 03/03/2004
DRATE/TIME METHOD
RESULTE ANALYZED ANALYST REFERERCE
57.3 03/04/04 21:04 KAL SWO06LD

GUTSICE OF QC LIMITS

8D METHZDS,
MARCH 1985

REPORT OF LABORATORY Anms:s

This report shaltngt bereproduced. exceptin full
withoutthe writien consent cf Pace Anaivtical Services, Ing

mnhr- .

-

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0022

3M_MNO01539173



ace Analytical®

www.pacelabs com

Pace Analyfical Services, Inc.
1780 Wast Athany
Broken Arrow, OK 74012

FPhane: 518.251.2858
Fax: 9187512699

LAB ID 535688.05 REPORTED  : 03/08/2004

AMPLE E04~0126-€7613 SAMPLED 1 G2/20/2004

e 53988 SUBMITTED 03/03/2004
MATRIZE i
SITE 1085104

REPCRTING DRTE/TIME METHEOD

PRRAMETER LIMIT UNITS REZULTS ANALYZED ANALYST REFERENCE
TOTAL CGRGANIC CARBON 1.0 mg/l 58.5 02/04/04 21:18 KAL 8W9040
COMPOUND* = RESULTS REFCRTEZID A5 RECEIVED
5D = NOT DETECTED ABCVE QUANTITATION LIMIT

* = SURROGATE RECCVERY CQUTSIDE OF QC LIMITS
NYAR = NOT APPLICABLE
METHODODLOGY: 8M = STANDARD METHO S5TH EDITION,1992/1¢TH ZDITION, 1895

De, 1
85

EPA = #EPAGUC/4-73-020, MARCH 19
SW = 5W 846 Rev. ¢ 1998

REPORT OF LABORATORY ANALYSIS

This repott shall not be teproduced except in full,
without the writtan consent of Pace Analylical Services, Inc,

g

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0023

3M_MNO01539174



Pace Analytical Bervices, Inc.
. & 1706 ﬁisst étjsgf*y
- 206 A nng e / Sroken Arrow, OK 74012

Phone: 918.251.2858

f www. gacelabs.com Fax:-918.257 2598
53988.06 REPORTED G2/08/2004
E04~0126~67614 SAMPLED 0272072004
: 53388 SUBMITIED O3/03/2004
r W
;1085104
REDORTING DATE/TIME METHOD
PARAMETER LIMIT ONITS RESTULTS ANALYZED ENALYST REFERENCE
TOTAL ORGANIC CARBON 1.0 ma/ 1 5B.3 03/04/04 21:34  KAL -SWS060

COMPOUND> = RESULTS REPCRTED AS RECEIVED

KD = NCT DETECTED ABOVE CUARTITARETION LIMIT

* = SURRCGATE RECOVERY CUTSIDE OF QC LIMITS
N/A = NOT AFPLICABLE
METHODDLOGY: SM = STANDARD METH
EPA = $EPRGOL/4-79-020, MARCH 1
SW = SW 846 Rev, 4 1998

S
s
1.0y

0DS, 18TH EDITION,1982/16TH EDITION, 1
985

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced. except in full. 2
without the written consent of Pace Analylical Services, I

B3R5

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539175
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0024



Pace Anaiylical Services, ine,
' . ® 1700 West Albany
o 08 Ana Mf{;& ©e Broken Arrow, OK 74012

Phone: 918.251.2855

Www.pacelabs.com Fax: 818.251.2588
LAB ID : 53888.07 REPORTED : 03/10/2004
SEMPLE : EQ4-0126-67622 SAMPLED $02/20/2004
5he : 53988 SUBMITTED « 03/03/2004
MBETEIX : W
SITE 1085104

CATE DETE REFERENCE

PEREMETER RESULTS** UNTTE PREPARED ANBLYZED METHOD
TOTARL QRGANIC CARBON 1.0 t mysL 03/04/04 21:47 SWL0ED

COMPOUND* = RESULTS REPORTED AS RECEIVED

REPORT OF LABORATORY ANALYSIS

This report shall notbe reprodused. excepbin full,
without the written consent of Pace Angivticel Services, Inc.

i iREEgy
WPy
St b
g

‘nelac:

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539176
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0025



_Pace Analytical”
www. pacelabs. com QC RESUHS

e

REPORT OF LABEORATORY ANALYSIS

Thie report shall not be teproduced, sxospt in ol
without the wnfter consent of Pace Analytical Services, Ing.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0026

Pace Analdtical Servicss, inc.
1700 West Albany
Broken Arrow, OK 74012

Fhane: 318.251.2858
Fax 918.251.2588

3M_MNO01539177



aceAnalytical®

Wwiw.gacefabs.com

/
!

LAB ID PEWOQ403040452 LBL

0RQC 0403040451

MATRIX ¥

Pace Analytical Services, Ino.
1700 West Albany

Eroken Arrow, OK 74012
Phang: 918.251 2858

Fax: 978 251.2589

BREPCRTED 03/08/2004
ANAL" ED 03/04/2004 14:34
DITUTION 1
REPORTING DATE/TIME METHOD
PRRAMETER LIMIT UNITS RESULTE ANALYZE ENALYST REFPERENCE
TCTAL ORGANIC CARBON 1.0 mg/l ND 02/04/04 14:34  KAL BWS06C

COMPOUND* = RESULTS REPORTED AS RECEIVED
HD = ROT DETECTED ABOVE QUANTITATION LIMIT

*

SURRCGAETE RECOVERY
N/A = NOT APPLICABLE

i

OUTEIDE OF OO LIMITS

METHODOLOGY: =M = STANDARD METHODS,
EPY = $EPR6D0/4-73-020, MARCH 1983
SW = 5W 846 Rev. £ 1996

18TH ZDITION, 19%92/19TH EDITION, 1985

REPORT OF LABORATORY ANALYSIS

This report shall not be repraducad, sxceptin full,
without the weitten consent of Pace Analytical Bervices, int.

sc((

‘nelac-

12

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0027

3M_MNO01539178



Pape Analylipal Services, inc.
1700 West Albany

__Aace Ana M ical” Broken Arrow, OK 74012

) Fhone: 918,251 2858
www. paceiabs.com Fax: 918.261.2599
LARORATORY CONTROL SPIKE/SPIEE DUPLICATE RECOVERY

MATRIX : W REPORTED @ 03/08/2054

AR ID . QC BATCH ANRLYZED

LOWH403040450 0403040451 2004-03-04 14:50

TOWCA03040450 0403040451 2004~03-04 15:0%

SPIKED SPIEE SPIEE pup DUp MAX LIMITE
Parameter mgll AMCUNT CONC. FEec CONC. tRec RPD~-- RPD %Rec.
TOTAL ORGANIC CARBON 50 4%.8 100 49.3 89 1 20 80-11C

REPORT OF LABORATORY ANALYSIS

This report shall not be resroduced, exceptin full,
wilnout te wetten consen: of Pace Analviea Sevices g,

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539179
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

it

e

1939.0028



Pace Analytival Services, inc.
" _PaceAnalytical®

1700 West Albany
Broken Arrow, OK 74012
Phone: 818257 2858
www pacalabs.com Fay G1B.251.2858
| Chain of Custody / Cooler Receipt
REPORT OF LABORATORY ANALYSIS b4
This report shalt not ke reprodused sxeaptin ful,

without the wiltten nonsent of Pace Analyticel Services, Ine.

58
o R

‘nebc:

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01539180
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862



INTER-REGIONAL WORK ORDER # i
{0 be comploted by sending region)

DatePrépared 200 002 pd i

i Sending Rogion j 1"‘: Lo s o, Sending Projort Mo, | ’

s - . SN b SN i o - . —— = -
Receiving Region | ) Sending Project Myr, ' S wler v P T
Extemal Chent ‘ : Cler Nﬁ.g

Ail qéesﬁons should be addressed to sending project manager,

i.......; e ﬂ,m.,\.; Ii »
| Type of Wt‘rij e APl Permiting .. Consulting ______ Cither {ideniiy)
IR
ORE BED D 2
et e R O O R i ST
(i l' "m S ,'
i
t -
|
TOTAL 7

inorganic Orgabic Ciher (Specify) Totat
Revenue &llocation

To Receiving Region

To Sending Region o . e R

fiequesied Complation Date

Faguesied 8

Chain of Custody Included E Yes [ ] Mo Dispasal of Samples:
NumberoiSamples: ../~~~ e oo BV 16 Sending Begion {7} Yes E ]

Watrix ;
DO Waler AR Other {iderity)

Level Tumamund Requestad: et J—

Canfirmation of Work Completed s

- Dale Compigted ,_mj/g 53{{5 .

Receiving Project Manager .~

. Risrosoion

Part 1. 2. and & Raceiving Regian . Par 4. Sending Region

ik

TR B R R O

9182
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO0153

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0031



COOLER REGEIFT { BAMPLE LOG-IN SHEET [ T15-ATT2 W) I SWL-EA.115 REV 5.0, GA11 B CRLOGINF

"UAB NAME: PACE ANALYTICAL SERVICES, ING. pase | oF [

RECEVED BY (PRINT MNAMEY ASON SPRICGS RECD DATE 020004

. e S —
. T OTINE RECTD .
RECEWVED BY, (SIGMATUREY): (%__/ ??*,45

LOGGED INEY (SIGNATUREY e2 =7 : LOG-NDATE 208-03-03 12:51
PROJECT INTER-LAB 2 2 ACID! REMARKS:
S ————. Sample | Assigned oH g CONDITION
. : Client Sample #  Fraction | Lagg Cocler 1.D. Check LC;T 4 OF SAMPLE
SAMPLE DELIVERY GROUSEIEES [& ' SI—!?F’S‘&E!@T‘r ETC.
Remarks 105362743 <5 B3e88.01  [0M03/04-1 N 380
[ 1. CUSTODY SEAL(S);  DissentiAbsent | =t = - :
Intact/ Broken | |05383750 53988.02  [oa0a041 | N 36e
;2 CUSTODRY SEALE NOS: 105362768 5398803 T30304-1 M 380
PONA
108362776 G3988.04 DRO30A1 M 3.6e
TO53627E4 H308B 05 0303049 M 3.6¢
3. CHAIN-DF CUSTODY. PresentAbsent - B =
Seated In Plastic? Yos/ No 105362752 1 53588.06 03/04-1 N +aee
Taped To Lid? Yoz No TOS3GZH00 B38ER.07 303041 N A6e
Properly Filled Out
(Ink, Bigned, ETC)? Yes! Mo \\.
P4 AIRBILL ATBIV Sticker
; Praseni/Absent
5. AIRBILL MO
483851945140 ‘\
& COOLER CONDITIONS \
Enough lee? Yes/No
Type of lce? Wat \
Type of Packing?  "HibBle Wrap \
- ,
B N
7. BAMPLE TAGS Absent
8. SAMPLE CONDITION, \\
Intact PresentBroken™ Leaking \
Bottles Sealed In R \ i
Separate Plastic Bags? Yes/ No \ |
Correct Contginers Lsed LN
For Tests Indicated? Yes/No N
Correct Preservative? YesiNo ™,
Sufficient Sample? YasiNo \
Lebels Compiste (.0, Date, -
Time, Signature, Presencative?  Yes/No \\
VOA Bamples Without Bubbles? Yes/ No~ \
§. Does Information on Custody i { .
Records Labels, Tags Agree? ves/Ng* ‘
{10, RAD SCREEN WITH BIEGER - ~
[ COUNTER? Yes/ N : >
11. P.O. Called? Yes/ Mo i i - N

* Cortac! PO and atfach record of resslution
@ Serple Fractions: B=SY BOMS, Vs VOA GOMS or G5, FePeslicide Heterbicide, D=Dinxin, A=Alr, I=inorganics, Cslyanide, M=t , B=Radiochemistry
~ Maote samples with bubblés under remarks section.
y -
£
b

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539183

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0032



Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

March 11, 2004

Mr. Brian Mader

3M Environmental Laboratcry
935 Bush Avenue

Bldg. 2-3E-09

St. Paul, MN 55144

RE: Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test
D2ar Mr. Mader:
Enclosed are the analytical results for sample(s) rasceived by the laboratory on February 25, 2004. Results
raported herein conform to the most current NELAC standards, where applicable, unless otherwise narrated in the

body of the report.

If you have any questions concerning this report please feel free to contact me.

Sincerely,

R fanmsPestToom.

Roxanne Patterson
Roxanne.Patterson@pacelaks.com
Project Manager

Minnesota Certification §{: 027-053-137
Wisconsin Certification #: 9999407970

Enclosures
REPORT OF LABORATORY ANALYSIS
This report shall not be reproduced, except in full,
without the written cansent of Pace Analytical Services, Inc.
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539184

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0033



Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362743 Project Sample Number: 1085104-001 Date Collected: 02/25/04 10:46
Client Sample ID: E04-0126-67609 Influent Phase 1/2 Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BOD, 5 day 14 ng/l 6 03/02/04 JPH1 1

Date Prepared 02/26/04 10:30 02/26/04 10:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 03/05/04 08:41 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 11. 03/03/04 19:12 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 11. 03/03/04 19:12 KSK 111-44-4
2-Chlorophenol ND ug/1 11. 03/03/04 19:12 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 11. 03/03/04 19:12 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 11. 03/03/04 19:12 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 11. 03/03/04 19:12 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 11. 03/03/04 19:12 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 11. 03/03/04 19:12 KSK 621-64-7
Nitrobenzene ND ug/1 11. 03/03/04 19:12 KSK 98-95-3
Isophorone ND ug/1 11. 03/03/04 19:12 KSK 78-59-1
2-Nitrophenol ND ug/1 11. 03/03/04 19:12 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 11. 03/03/04 19:12 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 11. 03/03/04 19:12 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 11. 03/03/04 19:12 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 11. 03/03/04 19:12 KSK 120-82-1
Naphthalene ND ug/1 11. 03/03/04 19:12 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 11. 03/03/04 19:12 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 11. 03/03/04 19:12 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 11. 03/03/04 19:12 KSK 88-06-2
2-Chloronaphthalene ND ug/1 11. 03/03/04 19:12 KSK 91-58-7
Dimethylphthalate ND ug/1 11. 03/03/04 19:12 KSK 131-11-3
Acenaphthylene ND ug/1 11. 03/03/04 19:12 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 11. 03/03/04 19:12 KSK 606-20-2
Acenaphthene ND ug/1 11. 03/03/04 19:12 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 55. 03/03/04 19:12 KSK 51-28-5
4-Nitrophenol ND ug/1l 55, 03/03/04 19:12 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 11. 03/03/04 19:12 KSK 121-14-2
Diethylphthalate ND ug/1 11. 03/03/04 19:12 KSK 84-66-2

Date: 03/11/04 Page: 1 of 33

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written cansent of Pace Analytical Services, Inc.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539185
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0034



Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362743 Project Sample Number: 1085104-001 Date Collected: 02/25/04 10:46

Client Sample ID: E04-0126-67609 Influent Phase 1/2 Matrix: Water Date Received: 02/25/04 18:00

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 11. 03/03/04 19:12 KSK 7005-72-3
Fluorene ND ug/1 11. 03/03/04 19:12 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 55. 03/03/04 19:12 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 11. 03/03/04 19:12 KSK 101-55-3
Hexachlorobenzene ND ug/1 11. 03/03/04 19:12 KSK 118-74-1
Pentachlorophenol ND ug/1 25. 03/03/04 19:12 KSK 87-86-5
Phenanthrene ND ug/1 11. 03/03/04 19:12 KSK 85-01-8
Anthracene ND ug/1l 11. 03/03/04 19:12 KSK 120-12-7
Di-n-butylphthalate ND ug/1 11. 03/03/04 19:12 KSK 84-74-2
Fluoranthene ND ug/1 11. 03/03/04 19:12 KSK 206-44-0
Pyrene ND ug/1 11. 03/03/04 19:12 KSK 129-00-0
Butylbenzylphthalate ND ug/1 11. 03/03/04 19:12 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 22. 03/03/04 19:12 KSK 91-94-1
Benzo (a) anthracene ND ug/1 11. 03/03/04 19:12 KSK 56-55-3
Chrysene ND ug/1 11. 03/03/04 19:12 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 11. 03/03/04 19:12 KSK 117-81-7
Di-n-octylphthalate ND ug/1 11. 03/03/04 19:12 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 11. 03/03/04 19:12 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 11. 03/03/04 19:12 KSK 207-08-9
Benzo (a) pyrene ND ug/1 11. 03/03/04 19:12 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 11. 03/03/04 19:12 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 11. 03/03/04 19:12 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 11. 03/03/04 19:12 KSK 191-24-2
Hexachlorcethane ND ug/1 11. 03/03/04 19:12 KSK 67-72-1
Nitrobenzene-d5 (8) 85 % 03/03/04 19:12 KSK 4165-60-0
2-Fluorobiphenyl (8) 91 % 03/03/04 19:12 KSK 321-60-8
Terphenyl-d14 (S) 92 % 03/03/04 19:12 KSK 1718-51-0
Phenol-dé (S) 1 % 03/03/04 19:12 KSK 13127-88-3 2
2-Fluorophenol (S) 0 % 03/03/04 19:12 KSK 367-12-4 2
2,4,6-Tribromophenol (S) 7 % 03/03/04 19:12 KSK 2
Date Extracted 03/01/04 03/01/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane 10. ug/1 1.0 02/27/04 03:08 RJS 74-87-3
Vinyl chloride ND ug/1 1.0 02/27/04 03:08 RJS 75-01-4
Bromomethane 7.8 ug/1l 1.0 02/27/04 03:08 RJS 74-83-9
Chloroethane ND ug/1 1.0 02/27/04 03:08 RJS 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/27/04 03:08 RJS 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362743 Project Sample Number: 1085104-001 Date Collected: 02/25/04 10:46
Client Sample ID: E04-0126-67609 Influent Phase 1/2 Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride ND ug/1 1.0 02/27/04 03:08 RJS 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/27/04 03:08 RJS 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/27/04 03:08 RJS 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/27/04 03:08 RJS 75-34-3
Chloroform ND ug/1 1.0 02/27/04 03:08 RJS 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/27/04 03:08 RJS 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/27/04 03:08 RJS 56-23-5
Benzene 2.0 ug/1l 1.0 02/27/04 03:08 RJS 71-43-2
1,2-Dichlorcethane 11. ug/1 1.0 02/27/04 03:08 RJS 107-06-2
Trichloroethene ND ug/1 1.0 02/27/04 03:08 RJS 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/27/04 03:08 RJS 78-87-5
Bromodichloromethane ND ug/1 1.0 02/27/04 03:08 RJS 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/27/04 03:08 RJS 10061-02-6
Toluene 4.2 ug/1 1.0 02/27/04 03:08 RJS 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/27/04 03:08 RJS 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/27/04 03:08 RIS 79-00-5
Tetrachloroethene ND ug/1 1.0 02/27/04 03:08 RJS 127-18-4
Dibromochloromethane ND ug/1 1.0 02/27/04 03:08 RJS 124-48-1
Chlorobenzene ND ug/1 1.0 02/27/04 03:08 RJS 108-90-7
Ethylbenzene ND ug/1 1.0 02/27/04 03:08 RJS 100-41-4
Xylene (Total) ND ug/1 3.0 02/27/04 03:08 RJS 1330-20-7
Bromoform ND ug/1 1.0 02/27/04 03:08 RJS 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/27/04 03:08 RJS 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/27/04 03:08 RJS 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/27/04 03:08 RIS 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/27/04 03:08 RJS 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/27/04 03:08 RJS 110-75-8
Dibromofluoromethane (S) 129 % 02/27/04 03:08 RJS 1868-53-7
Toluene-d8 (S) 104 % 02/27/04 03:08 RJS 2037-26-5
4-Bromofluorobenzene (S) 105 % 02/27/04 03:08 RJS 460-00-4
1,2-Dichlorcethane-d4 (8) 120 % 02/27/04 03:08 RJS 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362750 Project Sample Number: 1085104-002 Date Collected: 02/25/04 10:56
Client Sample ID: E04-0126-67610 Sample Port Lead 1A Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 6 ng/l 6 03/02/04 JPH1 1

Date Prepared 02/26/04 10:30 02/26/04 10:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 03/05/04 08:41 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 11. 03/03/04 20:05 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 11. 03/03/04 20:05 KSK 111-44-4
2-Chlorophenol ND ug/1 11. 03/03/04 20:05 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 11. 03/03/04 20:05 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 11. 03/03/04 20:05 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 11. 03/03/04 20:05 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 11. 03/03/04 20:05 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 11. 03/03/04 20:05 KSK 621-64-7
Nitrobenzene ND ug/1 11. 03/03/04 20:05 KSK 98-95-3
Isophorone ND ug/1 11. 03/03/04 20:05 KSK 78-59-1
2-Nitrophenol ND ug/1 11. 03/03/04 20:05 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 11. 03/03/04 20:05 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 11. 03/03/04 20:05 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 11. 03/03/04 20:05 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 11. 03/03/04 20:05 KSK 120-82-1
Naphthalene ND ug/1 11. 03/03/04 20:05 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 11. 03/03/04 20:05 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 11. 03/03/04 20:05 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 11. 03/03/04 20:05 KSK 88-06-2
2-Chloronaphthalene ND ug/1 11. 03/03/04 20:05 KSK 91-58-7
Dimethylphthalate ND ug/1 11. 03/03/04 20:05 KSK 131-11-3
Acenaphthylene ND ug/1 11. 03/03/04 20:05 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 11. 03/03/04 20:05 KSK 606-20-2
Acenaphthene ND ug/1 11. 03/03/04 20:05 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 54. 03/03/04 20:05 KSK 51-28-5
4-Nitrophenol ND ug/1l 54, 03/03/04 20:05 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 11. 03/03/04 20:05 KSK 121-14-2
Diethylphthalate ND ug/1 11. 03/03/04 20:05 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362750 Project Sample Number: 1085104-002 Date Collected: 02/25/04 10:56

Client Sample ID: E04-0126-67610 Sample Port Lead 1A Matrix: Water Date Received: 02/25/04 18:00

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 11. 03/03/04 20:05 KSK 7005-72-3
Fluorene ND ug/1 11. 03/03/04 20:05 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 54, 03/03/04 20:05 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 11. 03/03/04 20:05 KSK 101-55-3
Hexachlorobenzene ND ug/1 11. 03/03/04 20:05 KSK 118-74-1
Pentachlorophenol ND ug/1 25. 03/03/04 20:05 KSK 87-86-5
Phenanthrene ND ug/1 11. 03/03/04 20:05 KSK 85-01-8
Anthracene ND ug/1l 11. 03/03/04 20:05 KSK 120-12-7
Di-n-butylphthalate ND ug/1 11. 03/03/04 20:05 KSK 84-74-2
Fluoranthene ND ug/1 11. 03/03/04 20:05 KSK 206-44-0
Pyrene ND ug/1 11. 03/03/04 20:05 KSK 129-00-0
Butylbenzylphthalate ND ug/1 11. 03/03/04 20:05 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 22. 03/03/04 20:05 KSK 91-94-1
Benzo (a) anthracene ND ug/1 11. 03/03/04 20:05 KSK 56-55-3
Chrysene ND ug/1 11. 03/03/04 20:05 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 11. 03/03/04 20:05 KSK 117-81-7
Di-n-octylphthalate ND ug/1 11. 03/03/04 20:05 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 11. 03/03/04 20:05 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 11. 03/03/04 20:05 KSK 207-08-9
Benzo (a) pyrene ND ug/1 11. 03/03/04 20:05 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 11. 03/03/04 20:05 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 11. 03/03/04 20:05 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 11. 03/03/04 20:05 KSK 191-24-2
Hexachlorcethane ND ug/1 11. 03/03/04 20:05 KSK 67-72-1
Nitrobenzene-d5 (S) 88 % 03/03/04 20:05 KSK 4165-60-0
2-Fluorobiphenyl (S) 89 % 03/03/04 20:05 KSK 321-60-8
Terphenyl-d14 (S) 89 % 03/03/04 20:05 KSK 1718-51-0
Phenol-dé (S) 0 % 03/03/04 20:05 KSK 13127-88-3 2
2-Fluorophenol (S) 0 % 03/03/04 20:05 KSK 367-12-4 2
2,4,6-Tribromophenol (S) 36 % 03/03/04 20:05 KSK 2
Date Extracted 03/01/04 03/01/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane 8.4 ug/1 1.0 02/27/04 03:35 RJS 74-87-3
Vinyl chloride ND ug/1 1.0 02/27/04 03:35 RJS 75-01-4
Bromomethane 8.5 ug/1l 1.0 02/27/04 03:35 RJS 74-83-9
Chloroethane ND ug/1 1.0 02/27/04 03:35 RJS 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/27/04 03:35 RJS 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362750 Project Sample Number: 1085104-002 Date Collected: 02/25/04 10:56
Client Sample ID: E04-0126-67610 Sample Port Lead 1A Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride 2.1 ug/1 1.0 02/27/04 03:35 RJS 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/27/04 03:35 RJS 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/27/04 03:35 RJS 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/27/04 03:35 RJS 75-34-3
Chloroform ND ug/1 1.0 02/27/04 03:35 RJS 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/27/04 03:35 RJS 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/27/04 03:35 RJS 56-23-5
Benzene ND ug/1l 1.0 02/27/04 03:35 RJS 71-43-2
1,2-Dichlorcethane 5.3 ug/1 1.0 02/27/04 03:35 RJS 107-06-2
Trichloroethene ND ug/1 1.0 02/27/04 03:35 RJS 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/27/04 03:35 RJS 78-87-5
Bromodichloromethane ND ug/1 1.0 02/27/04 03:35 RJS 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/27/04 03:35 RJS 10061-02-6
Toluene ND ug/1 1.0 02/27/04 03:35 RJS 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/27/04 03:35 RJS 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/27/04 03:35 RIS 79-00-5
Tetrachloroethene ND ug/1 1.0 02/27/04 03:35 RJS 127-18-4
Dibromochloromethane ND ug/1 1.0 02/27/04 03:35 RJS 124-48-1
Chlorobenzene ND ug/1 1.0 02/27/04 03:35 RJS 108-90-7
Ethylbenzene ND ug/1 1.0 02/27/04 03:35 RJS 100-41-4
Xylene (Total) ND ug/1 3.0 02/27/04 03:35 RJS 1330-20-7
Bromoform ND ug/1 1.0 02/27/04 03:35 RJS 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/27/04 03:35 RJS 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/27/04 03:35 RJS 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/27/04 03:35 RIS 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/27/04 03:35 RJS 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/27/04 03:35 RJS 110-75-8
Dibromofluoromethane (S) 114 % 02/27/04 03:35 RJS 1868-53-7
Toluene-d8 (S) 104 % 02/27/04 03:35 RJS 2037-26-5
4-Bromofluorobenzene (S) 106 % 02/27/04 03:35 RJS 460-00-4
1,2-Dichlorcethane-d4 (S) 110 % 02/27/04 03:35 RJS 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362768 Project Sample Number: 1085104-003 Date Collected: 02/25/04 11:03
Client Sample ID: E04-0126-67611 Sample Port Lead 1B Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 7 ng/l 6 03/02/04 JPH1 1

Date Prepared 02/26/04 10:30 02/26/04 10:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 03/05/04 08:41 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 11. 03/03/04 20:58 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 11. 03/03/04 20:58 KSK 111-44-4
2-Chlorophenol ND ug/1 11. 03/03/04 20:58 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 11. 03/03/04 20:58 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 11. 03/03/04 20:58 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 11. 03/03/04 20:58 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 11. 03/03/04 20:58 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 11. 03/03/04 20:58 KSK 621-64-7
Nitrobenzene ND ug/1 11. 03/03/04 20:58 KSK 98-95-3
Isophorone ND ug/1 11. 03/03/04 20:58 KSK 78-59-1
2-Nitrophenol ND ug/1 11. 03/03/04 20:58 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 11. 03/03/04 20:58 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 11. 03/03/04 20:58 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 11. 03/03/04 20:58 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 11. 03/03/04 20:58 KSK 120-82-1
Naphthalene ND ug/1 11. 03/03/04 20:58 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 11. 03/03/04 20:58 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 11. 03/03/04 20:58 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 11. 03/03/04 20:58 KSK 88-06-2
2-Chloronaphthalene ND ug/1 11. 03/03/04 20:58 KSK 91-58-7
Dimethylphthalate ND ug/1 11. 03/03/04 20:58 KSK 131-11-3
Acenaphthylene ND ug/1 11. 03/03/04 20:58 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 11. 03/03/04 20:58 KSK 606-20-2
Acenaphthene ND ug/1 11. 03/03/04 20:58 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 56. 03/03/04 20:58 KSK 51-28-5
4-Nitrophenol ND ug/1l 56. 03/03/04 20:58 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 11. 03/03/04 20:58 KSK 121-14-2
Diethylphthalate ND ug/1 11. 03/03/04 20:58 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362768 Project Sample Number: 1085104-003 Date Collected: 02/25/04 11:03

Client Sample ID: E04-0126-67611 Sample Port Lead 1B Matrix: Water Date Received: 02/25/04 18:00

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 11. 03/03/04 20:58 KSK 7005-72-3
Fluorene ND ug/1 11. 03/03/04 20:58 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 56. 03/03/04 20:58 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 11. 03/03/04 20:58 KSK 101-55-3
Hexachlorobenzene ND ug/1 11. 03/03/04 20:58 KSK 118-74-1
Pentachlorophenol ND ug/1 26. 03/03/04 20:58 KSK 87-86-5
Phenanthrene ND ug/1 11. 03/03/04 20:58 KSK 85-01-8
Anthracene ND ug/1l 11. 03/03/04 20:58 KSK 120-12-7
Di-n-butylphthalate ND ug/1 11. 03/03/04 20:58 KSK 84-74-2
Fluoranthene ND ug/1 11. 03/03/04 20:58 KSK 206-44-0
Pyrene ND ug/1 11. 03/03/04 20:58 KSK 129-00-0
Butylbenzylphthalate ND ug/1 11. 03/03/04 20:58 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 22. 03/03/04 20:58 KSK 91-94-1
Benzo (a) anthracene ND ug/1 11. 03/03/04 20:58 KSK 56-55-3
Chrysene ND ug/1 11. 03/03/04 20:58 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 11. 03/03/04 20:58 KSK 117-81-7
Di-n-octylphthalate ND ug/1 11. 03/03/04 20:58 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 11. 03/03/04 20:58 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 11. 03/03/04 20:58 KSK 207-08-9
Benzo (a) pyrene ND ug/1 11. 03/03/04 20:58 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 11. 03/03/04 20:58 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 11. 03/03/04 20:58 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 11. 03/03/04 20:58 KSK 191-24-2
Hexachlorcethane ND ug/1 11. 03/03/04 20:58 KSK 67-72-1
Nitrobenzene-d5 (S) 83 % 03/03/04 20:58 KSK 4165-60-0
2-Fluorobiphenyl (S) 84 % 03/03/04 20:58 KSK 321-60-8
Terphenyl-d14 (S) 86 % 03/03/04 20:58 KSK 1718-51-0
Phenol-dé (S) 1 % 03/03/04 20:58 KSK 13127-88-3 2
2-Fluorophenol (S) 6 % 03/03/04 20:58 KSK 367-12-4 2
2,4,6-Tribromophenol (S) 24 % 03/03/04 20:58 KSK 2
Date Extracted 03/01/04 03/01/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane 7.8 ug/1 1.0 02/27/04 04:03 RJS 74-87-3
Vinyl chloride ND ug/1 1.0 02/27/04 04:03 RJS 75-01-4
Bromomethane 4.1 ug/1l 1.0 02/27/04 04:03 RJS 74-83-9
Chloroethane ND ug/1 1.0 02/27/04 04:03 RJS 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/27/04 04:03 RJS 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362768 Project Sample Number: 1085104-003 Date Collected: 02/25/04 11:03
Client Sample ID: E04-0126-67611 Sample Port Lead 1B Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride 2.6 ug/1 1.0 02/27/04 04:03 RJS 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/27/04 04:03 RJS 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/27/04 04:03 RJS 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/27/04 04:03 RJS 75-34-3
Chloroform ND ug/1 1.0 02/27/04 04:03 RJS 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/27/04 04:03 RJS 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/27/04 04:03 RJS 56-23-5
Benzene ND ug/1l 1.0 02/27/04 04:03 RJS 71-43-2
1,2-Dichlorcethane 3.6 ug/1 1.0 02/27/04 04:03 RJS 107-06-2
Trichloroethene ND ug/1 1.0 02/27/04 04:03 RJS 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/27/04 04:03 RJS 78-87-5
Bromodichloromethane ND ug/1 1.0 02/27/04 04:03 RJS 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/27/04 04:03 RJS 10061-02-6
Toluene ND ug/1 1.0 02/27/04 04:03 RJS 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/27/04 04:03 RJS 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/27/04 04:03 RIS 79-00-5
Tetrachloroethene ND ug/1 1.0 02/27/04 04:03 RJS 127-18-4
Dibromochloromethane ND ug/1 1.0 02/27/04 04:03 RJS 124-48-1
Chlorobenzene ND ug/1 1.0 02/27/04 04:03 RJS 108-90-7
Ethylbenzene ND ug/1 1.0 02/27/04 04:03 RJS 100-41-4
Xylene (Total) ND ug/1 3.0 02/27/04 04:03 RJS 1330-20-7
Bromoform ND ug/1 1.0 02/27/04 04:03 RJS 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/27/04 04:03 RJS 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/27/04 04:03 RJS 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/27/04 04:03 RIS 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/27/04 04:03 RJS 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/27/04 04:03 RJS 110-75-8
Dibromofluoromethane (S) 123 % 02/27/04 04:03 RJS 1868-53-7
Toluene-d8 (S) 7 % 02/27/04 04:03 RJS 2037-26-5
4-Bromofluorobenzene (S) 105 % 02/27/04 04:03 RJS 460-00-4
1,2-Dichlorcethane-d4 (S) 117 % 02/27/04 04:03 RJS 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362776 Project Sample Number: 1085104-004 Date Collected: 02/25/04 11:11
Client Sample ID: E04-0126-67612 Sample Port Lead 4A Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 7 ng/l 6 03/02/04 JPH1 1

Date Prepared 02/26/04 10:30 02/26/04 10:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 03/05/04 08:41 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 10. 03/03/04 21:51 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 10. 03/03/04 21:51 KSK 111-44-4
2-Chlorophenol ND ug/1 10. 03/03/04 21:%1 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 10. 03/03/04 21:51 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 10. 03/03/04 21:51 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 10. 03/03/04 21:51 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 10. 03/03/04 21:51 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 10. 03/03/04 21:51 KSK 621-64-7
Nitrobenzene ND ug/1 10. 03/03/04 21:51 KSK 98-95-3
Isophorone ND ug/1 10. 03/03/04 21:51 KSK 78-59-1
2-Nitrophenol ND ug/1 10. 03/03/04 21:51 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 10. 03/03/04 21:51 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 10, 03/03/04 21:51 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 10. 03/03/04 21:51 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 10. 03/03/04 21:51 KSK 120-82-1
Naphthalene ND ug/1 10. 03/03/04 21:51 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 10. 03/03/04 21:51 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 10. 03/03/04 21:51 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 10. 03/03/04 21:51 KSK 88-06-2
2-Chloronaphthalene ND ug/1 10. 03/03/04 21:51 KSK 91-58-7
Dimethylphthalate ND ug/1 10. 03/03/04 21:51 KSK 131-11-3
Acenaphthylene ND ug/1 10. 03/03/04 21:51 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 10. 03/03/04 21:51 KSK 606-20-2
Acenaphthene ND ug/1 10. 03/03/04 21:51 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 51. 03/03/04 21:51 KSK 51-28-5
4-Nitrophenol ND ug/1l 51. 03/03/04 21:51 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 10. 03/03/04 21:51 KSK 121-14-2
Diethylphthalate ND ug/1 10. 03/03/04 21:51 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362776 Project Sample Number: 1085104-004 Date Collected: 02/25/04 11:11

Client Sample ID: E04-0126-67612 Sample Port Lead 4A Matrix: Water Date Received: 02/25/04 18:00

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 10. 03/03/04 21:51 KSK 7005-72-3
Fluorene ND ug/1 10. 03/03/04 21:51 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 51. 03/03/04 21:51 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 10. 03/03/04 21:51 KSK 101-55-3
Hexachlorobenzene ND ug/1 10. 03/03/04 21:51 KSK 118-74-1
Pentachlorophenol ND ug/1 23. 03/03/04 21:51 KSK 87-86-5
Phenanthrene ND ug/1 10. 03/03/04 21:51 KSK 85-01-8
Anthracene ND ug/1l 10. 03/03/04 21:51 KSK 120-12-7
Di-n-butylphthalate ND ug/1 10. 03/03/04 21:51 KSK 84-74-2
Fluoranthene ND ug/1 10. 03/03/04 21:51 KSK 206-44-0
Pyrene ND ug/1 10. 03/03/04 21:51 KSK 129-00-0
Butylbenzylphthalate ND ug/1 10. 03/03/04 21:51 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 20. 03/03/04 21:51 KSK 91-94-1
Benzo (a) anthracene ND ug/1 10. 03/03/04 21:%1 KSK 56-55-3
Chrysene ND ug/1 10. 03/03/04 21:51 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 10. 03/03/04 21:51 KSK 117-81-7
Di-n-octylphthalate ND ug/1 10. 03/03/04 21:51 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 10. 03/03/04 21:51 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 10. 03/03/04 21:51 KSK 207-08-9
Benzo (a) pyrene ND ug/1 10. 03/03/04 21:51 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 10. 03/03/04 21:51 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 10. 03/03/04 21:51 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 10. 03/03/04 21:51 KSK 191-24-2
Hexachlorcethane ND ug/1 10. 03/03/04 21:51 KSK 67-72-1
Nitrobenzene-d5 (8) 90 % 03/03/04 21:51 KSK 4165-60-0
2-Fluorobiphenyl (8) 94 % 03/03/04 21:51 KSK 321-60-8
Terphenyl-d14 (S) 93 % 03/03/04 21:51 KSK 1718-51-0
Phenol-dé (S) 0 % 03/03/04 21:51 KSK 13127-88-3 2
2-Fluorophenol (S) 0 % 03/03/04 21:51 KSK 367-12-4 2
2,4,6-Tribromophenol (S) 0 % 03/03/04 21:51 KSK 2
Date Extracted 03/01/04 03/01/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane 7.1 ug/1 1.0 02/27/04 04:30 RJS 74-87-3
Vinyl chloride ND ug/1 1.0 02/27/04 04:30 RJS 75-01-4
Bromomethane 3.9 ug/1l 1.0 02/27/04 04:30 RJS 74-83-9
Chloroethane ND ug/1 1.0 02/27/04 04:30 RJS 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/27/04 04:30 RJS 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362776 Project Sample Number: 1085104-004 Date Collected: 02/25/04 11:11
Client Sample ID: E04-0126-67612 Sample Port Lead 4A Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride 3.0 ug/1 1.0 02/27/04 04:30 RJS 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/27/04 04:30 RJS 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/27/04 04:30 RJS 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/27/04 04:30 RJS 75-34-3
Chloroform ND ug/1 1.0 02/27/04 04:30 RJS 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/27/04 04:30 RJS 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/27/04 04:30 RJS 56-23-5
Benzene ND ug/1l 1.0 02/27/04 04:30 RJS 71-43-2
1,2-Dichlorcethane 3.9 ug/1 1.0 02/27/04 04:30 RJS 107-06-2
Trichloroethene ND ug/1 1.0 02/27/04 04:30 RJS 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/27/04 04:30 RJS 78-87-5
Bromodichloromethane ND ug/1 1.0 02/27/04 04:30 RJS 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/27/04 04:30 RJS 10061-02-6
Toluene ND ug/1 1.0 02/27/04 04:30 RJS 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/27/04 04:30 RJS 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/27/04 04:30 RIS 79-00-5
Tetrachloroethene ND ug/1 1.0 02/27/04 04:30 RJS 127-18-4
Dibromochloromethane ND ug/1 1.0 02/27/04 04:30 RJS 124-48-1
Chlorobenzene ND ug/1 1.0 02/27/04 04:30 RJS 108-90-7
Ethylbenzene ND ug/1 1.0 02/27/04 04:30 RJS 100-41-4
Xylene (Total) ND ug/1 3.0 02/27/04 04:30 RJS 1330-20-7
Bromoform ND ug/1 1.0 02/27/04 04:30 RJS 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/27/04 04:30 RJS 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/27/04 04:30 RJS 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/27/04 04:30 RIS 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/27/04 04:30 RJS 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/27/04 04:30 RJS 110-75-8
Dibromofluoromethane (S) 124 % 02/27/04 04:30 RJS 1868-53-7
Toluene-d8 (S) 7 % 02/27/04 04:30 RJS 2037-26-5
4-Bromofluorobenzene (S) 107 % 02/27/04 04:30 RJS 460-00-4
1,2-Dichlorcethane-d4 (S) 117 % 02/27/04 04:30 RJS 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362784 Project Sample Number: 1085104-005 Date Collected: 02/25/04 11:25
Client Sample ID: E04-0126-67613 Sample Port Lead 4B Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 6 ng/l 6 03/02/04 JPH1 1

Date Prepared 02/26/04 10:30 02/26/04 10:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 03/05/04 08:41 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 11. 03/03/04 22:44 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 11. 03/03/04 22:44 KSK 111-44-4
2-Chlorophenol ND ug/1 11. 03/03/04 22:44 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 11. 03/03/04 22:44 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 11. 03/03/04 22:44 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 11. 03/03/04 22:44 XKSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 11. 03/03/04 22:44 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 11. 03/03/04 22:44 KSK 621-64-7
Nitrobenzene ND ug/1 11. 03/03/04 22:44 KSK 98-95-3
Isophorone ND ug/1 11. 03/03/04 22:44 KSK 78-59-1
2-Nitrophenol ND ug/1 11. 03/03/04 22:44 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 11. 03/03/04 22:44 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 11. 03/03/04 22:44 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 11. 03/03/04 22:44 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 11. 03/03/04 22:44 KSK 120-82-1
Naphthalene ND ug/1 11. 03/03/04 22:44 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 11. 03/03/04 22:44 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 11. 03/03/04 22:44 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 11. 03/03/04 22:44 KSK 88-06-2
2-Chloronaphthalene ND ug/1 11. 03/03/04 22:44 KSK 91-58-7
Dimethylphthalate ND ug/1 11. 03/03/04 22:44 KSK 131-11-3
Acenaphthylene ND ug/1 11. 03/03/04 22:44 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 11. 03/03/04 22:44 KSK 606-20-2
Acenaphthene ND ug/1 11. 03/03/04 22:44 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 53. 03/03/04 22:44 XSK 51-28-5
4-Nitrophenol ND ug/1l 53. 03/03/04 22:44 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 11. 03/03/04 22:44 KSK 121-14-2
Diethylphthalate ND ug/1 11. 03/03/04 22:44 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444
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Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362784 Project Sample Number: 1085104-005 Date Collected: 02/25/04 11:25

Client Sample ID: E04-0126-67613 Sample Port Lead 4B Matrix: Water Date Received: 02/25/04 18:00

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 11. 03/03/04 22:44 KSK 7005-72-3
Fluorene ND ug/1 11. 03/03/04 22:44 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 53. 03/03/04 22:44 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 11. 03/03/04 22:44 KSK 101-55-3
Hexachlorobenzene ND ug/1 11. 03/03/04 22:44 KSK 118-74-1
Pentachlorophenol ND ug/1 24, 03/03/04 22:44 KSK 87-86-5
Phenanthrene ND ug/1 11. 03/03/04 22:44 KSK 85-01-8
Anthracene ND ug/1l 11. 03/03/04 22:44 KSK 120-12-7
Di-n-butylphthalate ND ug/1 11. 03/03/04 22:44 KSK 84-74-2
Fluoranthene ND ug/1 11. 03/03/04 22:44 KSK 206-44-0
Pyrene ND ug/1 11. 03/03/04 22:44 KSK 129-00-0
Butylbenzylphthalate ND ug/1 11. 03/03/04 22:44 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 21. 03/03/04 22:44 KSK 91-94-1
Benzo (a) anthracene ND ug/1 11. 03/03/04 22:44 XKSK 56-55-3
Chrysene ND ug/1 11. 03/03/04 22:44 XKSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 11. 03/03/04 22:44 KSK 117-81-7
Di-n-octylphthalate ND ug/1 11. 03/03/04 22:44 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 11. 03/03/04 22:44 XKSK 205-99-2
Benzo (k) fluoranthene ND ug/1 11. 03/03/04 22:44 XSK 207-08-9
Benzo (a) pyrene ND ug/1 11. 03/03/04 22:44 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 11. 03/03/04 22:44 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 11. 03/03/04 22:44 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 11. 03/03/04 22:44 KSK 191-24-2
Hexachlorcethane ND ug/1 11. 03/03/04 22:44 KSK 67-72-1
Nitrobenzene-d5 (S) 90 % 03/03/04 22:44 KSK 4165-60-0
2-Fluorobiphenyl (8) 91 % 03/03/04 22:44 KSK 321-60-8
Terphenyl-d14 (S) 92 % 03/03/04 22:44 KSK 1718-51-0
Phenol-dé (S) 0 % 03/03/04 22:44 KSK 13127-88-3 2
2-Fluorophenol (S) 1 % 03/03/04 22:44 KSK 367-12-4 2
2,4,6-Tribromophenol (S) 19 % 03/03/04 22:44 KSK 2
Date Extracted 03/01/04 03/01/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane 5.7 ug/1 1.0 02/27/04 04:57 RIS 74-87-3
Vinyl chloride ND ug/1 1.0 02/27/04 04:57 RIS 75-01-4
Bromomethane 1.9 ug/1l 1.0 02/27/04 04:57 RJS 74-83-9
Chloroethane ND ug/1 1.0 02/27/04 04:57 RJS 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/27/04 04:57 RJS 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362784 Project Sample Number: 1085104-005 Date Collected: 02/25/04 11:25
Client Sample ID: E04-0126-67613 Sample Port Lead 4B Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride 3.1 ug/1 1.0 02/27/04 04:57 RJS 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/27/04 04:57 RJS 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/27/04 04:57 RJS 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/27/04 04:57 RJS 75-34-3
Chloroform ND ug/1 1.0 02/27/04 04:57 RJS 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/27/04 04:57 RJS 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/27/04 04:57 RJS 56-23-5
Benzene ND ug/1l 1.0 02/27/04 04:57 RJS 71-43-2
1,2-Dichlorcethane 2.3 ug/1 1.0 02/27/04 04:57 RJS 107-06-2
Trichloroethene ND ug/1 1.0 02/27/04 04:57 RJS 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/27/04 04:57 RJS 78-87-5
Bromodichloromethane ND ug/1 1.0 02/27/04 04:57 RJS 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/27/04 04:57 RJS 10061-02-6
Toluene ND ug/1 1.0 02/27/04 04:%7 RJS 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/27/04 04:57 RJS 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/27/04 04:57 RIS 79-00-5
Tetrachloroethene ND ug/1 1.0 02/27/04 04:57 RJS 127-18-4
Dibromochloromethane ND ug/1 1.0 02/27/04 04:57 RJS 124-48-1
Chlorobenzene ND ug/1 1.0 02/27/04 04:57 RJS 108-90-7
Ethylbenzene ND ug/1 1.0 02/27/04 04:57 RJS 100-41-4
Xylene (Total) ND ug/1 3.0 02/27/04 04:57 RJS 1330-20-7
Bromoform ND ug/1 1.0 02/27/04 04:57 RJS 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/27/04 04:57 RJS 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/27/04 04:57 RJS 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/27/04 04:57 RIS 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/27/04 04:57 RIS 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/27/04 04:57 RJS 110-75-8
Dibromofluoromethane (S) 129 % 02/27/04 04:57 RJS 1868-53-7
Toluene-d8 (S) 7 % 02/27/04 04:57 RIS 2037-26-5
4-Bromofluorobenzene (S) 106 % 02/27/04 04:57 RJS 460-00-4
1,2-Dichlorcethane-d4 (S) 119 % 02/27/04 04:57 RJS 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362792 Project Sample Number: 1085104-006 Date Collected: 02/25/04 11:37
Client Sample ID: E04-0126-67614 Comb Effluent 1/2 Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BOD, 5 day ND ng/l 6 03/02/04 JPH1 1

Date Prepared 02/26/04 10:30 02/26/04 10:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 03/05/04 08:41 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 10. 03/03/04 23:37 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 10. 03/03/04 23:37 KSK 111-44-4
2-Chlorophenol ND ug/1 10. 03/03/04 23:37 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 10. 03/03/04 23:37 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 10. 03/03/04 23:37 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 10. 03/03/04 23:37 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 10. 03/03/04 23:37 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 10. 03/03/04 23:37 KSK 621-64-7
Nitrobenzene ND ug/1 10. 03/03/04 23:37 KSK 98-95-3
Isophorone ND ug/1 10. 03/03/04 23:37 KSK 78-59-1
2-Nitrophenol ND ug/1 10. 03/03/04 23:37 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 10. 03/03/04 23:37 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 10, 03/03/04 23:37 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 10. 03/03/04 23:37 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 10. 03/03/04 23:37 KSK 120-82-1
Naphthalene ND ug/1 10. 03/03/04 23:37 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 10. 03/03/04 23:37 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 10. 03/03/04 23:37 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 10. 03/03/04 23:37 KSK 88-06-2
2-Chloronaphthalene ND ug/1 10. 03/03/04 23:37 KSK 91-58-7
Dimethylphthalate ND ug/1 10. 03/03/04 23:37 KSK 131-11-3
Acenaphthylene ND ug/1 10. 03/03/04 23:37 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 10. 03/03/04 23:37 KSK 606-20-2
Acenaphthene ND ug/1 10. 03/03/04 23:37 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 51. 03/03/04 23:37 KSK 51-28-5
4-Nitrophenol ND ug/1l 51. 03/03/04 23:37 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 10. 03/03/04 23:37 KSK 121-14-2
Diethylphthalate ND ug/1 10. 03/03/04 23:37 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362792 Project Sample Number: 1085104-006 Date Collected: 02/25/04 11:37

Client Sample ID: E04-0126-67614 Comb Effluent 1/2 Matrix: Water Date Received: 02/25/04 18:00

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 10. 03/03/04 23:37 KSK 7005-72-3
Fluorene ND ug/1 10. 03/03/04 23:37 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 51. 03/03/04 23:37 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 10. 03/03/04 23:37 KSK 101-55-3
Hexachlorobenzene ND ug/1 10. 03/03/04 23:37 KSK 118-74-1
Pentachlorophenol ND ug/1 23. 03/03/04 23:37 KSK 87-86-5
Phenanthrene ND ug/1 10. 03/03/04 23:37 KSK 85-01-8
Anthracene ND ug/1l 10. 03/03/04 23:37 KSK 120-12-7
Di-n-butylphthalate ND ug/1 10. 03/03/04 23:37 KSK 84-74-2
Fluoranthene ND ug/1 10. 03/03/04 23:37 KSK 206-44-0
Pyrene ND ug/1 10. 03/03/04 23:37 KSK 129-00-0
Butylbenzylphthalate ND ug/1 10. 03/03/04 23:37 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 20. 03/03/04 23:37 KSK 91-94-1
Benzo (a) anthracene ND ug/1 10. 03/03/04 23:37 KSK 56-55-3
Chrysene ND ug/1 10. 03/03/04 23:37 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 10. 03/03/04 23:37 KSK 117-81-7
Di-n-octylphthalate ND ug/1 10. 03/03/04 23:37 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 10. 03/03/04 23:37 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 10. 03/03/04 23:37 KSK 207-08-9
Benzo (a) pyrene ND ug/1 10. 03/03/04 23:37 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 10. 03/03/04 23:37 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 10. 03/03/04 23:37 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 10. 03/03/04 23:37 KSK 191-24-2
Hexachlorcethane ND ug/1 10. 03/03/04 23:37 KSK 67-72-1
Nitrobenzene-d5 (S) 79 % 03/03/04 23:37 KSK 4165-60-0
2-Fluorobiphenyl (S) 82 % 03/03/04 23:37 KSK 321-60-8
Terphenyl-d14 (S) 84 % 03/03/04 23:37 KSK 1718-51-0
Phenol-dé (S) 5 % 03/03/04 23:37 KSK 13127-88-3 2
2-Fluorophenol (S) 19 % 03/03/04 23:37 KSK 367-12-4 2
2,4,6-Tribromophenol (S) 47 % 03/03/04 23:37 KSK 2
Date Extracted 03/01/04 03/01/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane 2.7 ug/1 1.0 02/27/04 05:24 RJS 74-87-3
Vinyl chloride ND ug/1 1.0 02/27/04 05:24 RJS 75-01-4
Bromomethane 1.4 ug/1l 1.0 02/27/04 05:24 RJS 74-83-9
Chloroethane ND ug/1 1.0 02/27/04 05:24 RJS 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/27/04 05:24 RJS 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362792 Project Sample Number: 1085104-006 Date Collected: 02/25/04 11:37
Client Sample ID: E04-0126-67614 Comb Effluent 1/2 Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride ND ug/1 1.0 02/27/04 05:24 RJS 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/27/04 05:24 RJS 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/27/04 05:24 RJS 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/27/04 05:24 RJS 75-34-3
Chloroform ND ug/1 1.0 02/27/04 05:24 RJS 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/27/04 05:24 RJS 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/27/04 05:24 RJS 56-23-5
Benzene ND ug/1l 1.0 02/27/04 05:24 RJS 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/27/04 05:24 RJS 107-06-2
Trichloroethene ND ug/1 1.0 02/27/04 05:24 RJS 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/27/04 05:24 RJS 78-87-5
Bromodichloromethane ND ug/1 1.0 02/27/04 05:24 RJS 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/27/04 05:24 RJS 10061-02-6
Toluene ND ug/1 1.0 02/27/04 05:24 RJS 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/27/04 05:24 RJS 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/27/04 05:24 RIS 79-00-5
Tetrachloroethene ND ug/1 1.0 02/27/04 05:24 RJS 127-18-4
Dibromochloromethane ND ug/1 1.0 02/27/04 05:24 RJS 124-48-1
Chlorobenzene ND ug/1 1.0 02/27/04 05:24 RJS 108-90-7
Ethylbenzene ND ug/1 1.0 02/27/04 05:24 RJS 100-41-4
Xylene (Total) ND ug/1 3.0 02/27/04 05:24 RJS 1330-20-7
Bromoform ND ug/1 1.0 02/27/04 05:24 RJS 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/27/04 05:24 RJS 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/27/04 05:24 RJS 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/27/04 05:24 RIS 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/27/04 05:24 RJS 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/27/04 05:24 RJS 110-75-8
Dibromofluoromethane (S) 127 % 02/27/04 05:24 RJS 1868-53-7
Toluene-d8 (S) 7 % 02/27/04 05:24 RIS 2037-26-5
4-Bromofluorobenzene (S) 103 % 02/27/04 05:24 RJS 460-00-4
1,2-Dichlorcethane-d4 (8) 117 % 02/27/04 05:24 RJS 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362800 Project Sample Number: 1085104-007 Date Collected: 02/25/04 12:00
Client Sample ID: E04-0126-67622 Field Blank Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BOD, 5 day ND ng/l 6 03/02/04 JPH1 1

Date Prepared 02/26/04 10:30 02/26/04 10:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 03/05/04 08:41 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 11. 03/09/04 20:36 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 11. 03/09/04 20:36 KSK 111-44-4
2-Chlorophenol ND ug/1 11. 03/09/04 20:36 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 11. 03/09/04 20:36 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 11. 03/09/04 20:36 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 11. 03/09/04 20:36 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 11. 03/09/04 20:36 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 11. 03/09/04 20:36 KSK 621-64-7
Nitrobenzene ND ug/1 11. 03/09/04 20:36 KSK 98-95-3
Isophorone ND ug/1 11. 03/09/04 20:36 KSK 78-59-1
2-Nitrophenol ND ug/1 11. 03/09/04 20:36 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 11. 03/09/04 20:36 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 11. 03/09/04 20:36 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 11. 03/09/04 20:36 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 11. 03/09/04 20:36 KSK 120-82-1
Naphthalene ND ug/1 11. 03/09/04 20:36 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 11. 03/09/04 20:36 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 11. 03/09/04 20:36 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 11. 03/09/04 20:36 KSK 88-06-2
2-Chloronaphthalene ND ug/1 11. 03/09/04 20:36 KSK 91-58-7
Dimethylphthalate ND ug/1 11. 03/09/04 20:36 KSK 131-11-3
Acenaphthylene ND ug/1 11. 03/09/04 20:36 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 11. 03/09/04 20:36 KSK 606-20-2
Acenaphthene ND ug/1 11. 03/09/04 20:36 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 55. 03/09/04 20:36 KSK 51-28-5
4-Nitrophenol ND ug/1l 55. 03/09/04 20:36 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 11. 03/09/04 20:36 KSK 121-14-2
Diethylphthalate ND ug/1 11. 03/09/04 20:36 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444
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Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362800 Project Sample Number: 1085104-007 Date Collected: 02/25/04 12:00

Client Sample ID: E04-0126-67622 Field Blank Matrix: Water Date Received: 02/25/04 18:00

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 11. 03/09/04 20:36 KSK 7005-72-3
Fluorene ND ug/1 11. 03/09/04 20:36 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 55. 03/09/04 20:36 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 11. 03/09/04 20:36 KSK 101-55-3
Hexachlorobenzene ND ug/1 11. 03/09/04 20:36 KSK 118-74-1
Pentachlorophenol ND ug/1 25. 03/09/04 20:36 KSK 87-86-5
Phenanthrene ND ug/1 11. 03/09/04 20:36 KSK 85-01-8
Anthracene ND ug/1l 11. 03/09/04 20:36 KSK 120-12-7
Di-n-butylphthalate ND ug/1 11. 03/09/04 20:36 KSK 84-74-2
Fluoranthene ND ug/1 11. 03/09/04 20:36 KSK 206-44-0
Pyrene ND ug/1 11. 03/09/04 20:36 KSK 129-00-0
Butylbenzylphthalate ND ug/1 11. 03/09/04 20:36 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 22. 03/09/04 20:36 KSK 91-94-1
Benzo (a) anthracene ND ug/1 11. 03/09/04 20:36 KSK 56-55-3
Chrysene ND ug/1 11. 03/09/04 20:36 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 11. 03/09/04 20:36 KSK 117-81-7
Di-n-octylphthalate ND ug/1 11. 03/09/04 20:36 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 11. 03/09/04 20:36 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 11. 03/09/04 20:36 KSK 207-08-9
Benzo (a) pyrene ND ug/1 11. 03/09/04 20:36 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 11. 03/09/04 20:36 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 11. 03/09/04 20:36 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 11. 03/09/04 20:36 KSK 191-24-2
Hexachlorcethane ND ug/1 11. 03/09/04 20:36 KSK 67-72-1
Nitrobenzene-d5 (S) 73 % 03/09/04 20:36 KSK 4165-60-0
2-Fluorobiphenyl (S) 82 % 03/09/04 20:36 KSK 321-60-8
Terphenyl-d14 (S) 95 % 03/09/04 20:36 KSK 1718-51-0
Phenol-dé (S) 7 % 03/09/04 20:36 KSK 13127-88-3
2-Fluorophenol (S) 73 % 03/09/04 20:36 KSK 367-12-4
2,4,6-Tribromophenol (S) 80 % 03/09/04 20:36 KSK
Date Extracted 03/01/04 03/01/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane ND ug/1 1.0 02/27/04 05:51 RJS 74-87-3
Vinyl chloride ND ug/1 1.0 02/27/04 05:51 RJS 75-01-4
Bromomethane ND ug/1l 1.0 02/27/04 05:51 RJS 74-83-9
Chloroethane ND ug/1 1.0 02/27/04 05:51 RJS 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/27/04 05:51 RJS 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444
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Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

Lab Sample No: 105362800 Project Sample Number: 1085104-007 Date Collected: 02/25/04 12:00
Client Sample ID: E04-0126-67622 Field Blank Matrix: Water Date Received: 02/25/04 18:00
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride ND ug/1 1.0 02/27/04 05:51 RJS 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/27/04 05:51 RJS 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/27/04 05:51 RJS 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/27/04 05:51 RJS 75-34-3
Chloroform ND ug/1 1.0 02/27/04 05:51 RJS 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/27/04 05:51 RJS 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/27/04 05:51 RJS 56-23-5
Benzene ND ug/1l 1.0 02/27/04 05:51 RJS 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/27/04 05:51 RJS 107-06-2
Trichloroethene ND ug/1 1.0 02/27/04 05:51 RJS 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/27/04 05:51 RJS 78-87-5
Bromodichloromethane ND ug/1 1.0 02/27/04 05:51 RJS 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/27/04 05:51 RJS 10061-02-6
Toluene ND ug/1 1.0 02/27/04 05:51 RJS 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/27/04 05:51 RJS 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/27/04 05:51 RIS 79-00-5
Tetrachloroethene ND ug/1 1.0 02/27/04 05:51 RJS 127-18-4
Dibromochloromethane ND ug/1 1.0 02/27/04 05:51 RJS 124-48-1
Chlorobenzene ND ug/1 1.0 02/27/04 05:51 RJS 108-90-7
Ethylbenzene ND ug/1 1.0 02/27/04 05:51 RJS 100-41-4
Xylene (Total) ND ug/1 3.0 02/27/04 05:51 RJS 1330-20-7
Bromoform ND ug/1 1.0 02/27/04 05:51 RJS 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/27/04 05:51 RJS 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/27/04 05:51 RJS 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/27/04 05:51 RIS 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/27/04 05:51 RJS 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/27/04 05:51 RJS 110-75-8
Dibromofluoromethane (S) 119 % 02/27/04 05:51 RJS 1868-53-7
Toluene-d8 (S) 106 % 02/27/04 05:51 RJS 2037-26-5
4-Bromofluorobenzene (S) 105 % 02/27/04 05:51 RJS 460-00-4
1,2-Dichlorcethane-d4 (S) 114 % 02/27/04 05:51 RJS 17060-07-0
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Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

PARAMETER FOOTNOTES

ND Not detected at or above adjusted reporting limit

NC Not Calculable

J Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit

MDL Adjusted Method Detection Limit

(8) Surrogate

[1] The BOD dilution blank QC criterion was not met. Acceptable method performance is based upon the remaining
batch QC.

[2] The surrogate recovery was outside of acceptance limits.
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

QC Batch: 104879 Analysis Method: EPA 625
QC Batch Method: EPA 625 Analysis Description: 625 Wastewater GC/MS SVOA
Associated Lab Samples: 105362743 105362750 105362768 105362776 105362784

105362792 105362800

METHOD BLANK: 105373757

Associated Lab Samples: 105362743 105362750 105362768 105362776 105362784 105362792 105362800
Blank Reporting
Parameter Units Result Limit Footnotes
Phenol ug/1 ND 10.
bis (2-Chlorcethyl) ether ug/1l ND 10.
2-Chlorophenol ug/1 ND 10.
1,3-Dichlorobenzene ug/1 ND 10.
1,4-Dichlorocbenzene ug/1 ND 10.
1,2-Dichlorcbenzene ug/1 ND 10.
bis (2-Chlorcisopropyl) ether ug/1 ND 10.
N-Nitreso-di-n-propylamine ug/1 ND 10.
Nitrobenzene ug/1 ND 10.
Isophorone ug/1 ND 10.
2-Nitrophenol ug/1 ND 10.
2,4-Dimethylphencl ug/1 ND 10.
bis (2-Chlorocethoxy) methane ug/1l ND 10.
2,4-Dichlorophencl ug/1 ND 10.
1,2,4-Trichlorobenzene ug/1 ND 10.
Naphthalene ug/1 ND 10.
Hexachloro-1,3-butadiene ug/1 ND 10.
4-Chloro-3-methylphenol ug/1 ND 10.
2,4,6-Trichlorophenol ug/1 ND 10.
2-Chloronaphthalene ug/1 ND 10.
Dimethylphthalate ug/1 ND 10.
Acenaphthylene ug/1 ND 10.
2,6-Dinitrotoluene ug/1 ND 10.
Acenaphthene ug/1 ND 10.
2,4-Dinitrophenol ug/1 ND 50.
4-Nitrophenol ug/1 ND 50.
2,4-Dinitrotoluene ug/1 ND 10.
Diethylphthalate ug/1l ND 10.
4-Chlorophenylphenyl ether ug/1 ND 10.
Flucrene ug/1 ND 10.
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

METHOD BLANK: 105373757

Associated Lab Samples: 105362743 105362750 105362768 105362776 105362784 105362792 105362800
Blank Reporting

Parameter Units Result Limit Footnotes
4,6-Dinitro-2-methylphenol ug/1 ND 50.
4 -Bromophenylphenyl ether ug/1 ND 10.
Hexachlorobenzene ug/1 ND 10.
Pentachleorophenol ug/1 ND 23.
Phenanthrene ug/1 ND 10.
Anthracene ug/1 ND 10.
Di-n-butylphthalate ug/1 ND 10.
Fluoranthene ug/1l ND 10.
Pyrene ug/1 ND 10.
Butylbenzylphthalate ug/1 ND 10.
3,31'-Dichlorobenzidine ug/1 ND 20.
Benzo(a)anthracene ug/1 ND 10.
Chrysene ug/1 ND 10.
bis (2-Ethylhexyl) phthalate ug/1 ND 10.
Di-n-octylphthalate ug/1 ND 10.
Benzo (b) fluoranthene ug/1 ND 10.
Benzo (k) fluoranthene ug/1 ND 10.
Benzo (a) pyrene ug/1 ND 10.
Indeno(1,2,3-cd) pyrene ug/1l ND 10.
Dibenz(a, h) anthracene ug/1 ND 10.
Benzo(g,h,i)perylene ug/1l ND 10.
Hexachloroethane ug/1 ND 10.
Nitrobenzene-d5 (S) % 79
2-Fluorobiphenyl (S) % 81
Terphenyl-dl4 (S) % 91
Phenol-dé (S) % 82
2-Fluorophenol (8) % 78
2,4,6-Tribromophenol (S) % 84
LABCRATORY CONTROL SAMPLE: 105373765

Spike LCS LCS
Parameter Units Conc. Result % Rec Footnotes
Phenol ug/1 50.00 42.51 85
bis (2-Chloroethyl) ether ug/1 50.00 41.58 83
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

LABCRATORY CONTROL SAMPLE: 105373765

Spike LCS LCS
Parameter Units Conc. Result % Rec Footnotes
2-Chlorophenol ug/1 50.00 41.34 83
1,3-Dichlorobenzene ug/1 50.00 39.64 79
1,4-Dichlorocbenzene ug/1 50.00 40.08 80
1,2-Dichlorocbenzene ug/1 50.00 40.57 81
bis (2-Chlorcisopropyl) ether ug/1 50.00 43.03 86
N-Nitroso-di-n-propylamine ug/1 50.00 43.87 88
Nitrobenzene ug/1 50.00 45.23 90
Isophorone ug/1 50.00 44 .35 89
2-Nitrophenol ug/1l 50.00 40.51 81
2,4-Dimethylphenol ug/1 50.00 16.12 32 1
bis (2-Chlorocethoxy) methane ug/1l 50.00 42.95 86
2,4-Dichlorophenol ug/1 50.00 39.87 80
1,2,4-Trichlorobenzene ug/1 50.00 39.98 80
Naphthalene ug/1 50.00 41.60 83
Hexachloro-1,3-butadiene ug/1 50.00 42.62 85
4-Chloroe-3-methylphenol ug/1 50.00 43.14 86
2,4,6-Trichlorophenol ug/1 50.00 41.26 82
2-Chloronaphthalene ug/1 50.00 44.07 88
Dimethylphthalate ug/1 50.00 45.04 90
Acenaphthylene ug/1 50.00 44,17 88
2,6-Dinitrotoluene ug/1 50.00 44,25 88
Acenaphthene ug/1 50.00 43.78 88
2,4-Dinitrophenol ug/1 50.00 30.01 60
4-Nitrophenol ug/1 50.00 39.86 80
2,4-Dinitrotoluene ug/1 50.00 41.91 84
Diethylphthalate ug/1 50.00 42.08 84
4-Chlorophenylphenyl ether ug/1 50.00 44 .50 89
Fluorene ug/1 50.00 45.01 90
4,6-Dinitro-2-methylphenol ug/1 50.00 34.83 70
4 -Bromophenylphenyl ether ug/1 50.00 46.48 93
Hexachlorobenzene ug/1 50.00 47 .58 95
Pentachlorophenol ug/1 50.00 25.06 50 1
Phenanthrene ug/1 50.00 43.99 88
Anthracene ug/1 50.00 45.12 90
Di-n-butylphthalate ug/1l 50.00 46.00 92
Fluoranthene ug/1 50.00 46.88 94
Pyrene ug/1 50.00 42.96 86
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

LABCRATORY CONTROL SAMPLE: 105373765

Spike LCS LCS
Parameter Units Conc. Result % Rec Footnotes
Butylbenzylphthalate ug/1 50.00 43.22 86
3,3'-Dichlorobenzidine ug/1 50.00 27.07 54
Benzo (a) anthracene ug/1 50.00 44.03 88
Chrysene ug/1 50.00 44,37 89
bis (2-Ethylhexyl) phthalate ug/1 50.00 43.75 88
Di-n-oetylphthalate ug/1 50.00 41.74 84
Benzo (b) flucranthene ug/1 50.00 42,91 26
Benzo (k) fluoranthene ug/1 50.00 45.12 90
Benzo (a) pyrene ug/1l 50.00 42.59 85
Indeno(1,2,3-cd)pyrene ug/1 50.00 44,18 88
Dibenz(a, h) anthracene ug/1l 50.00 44.76 90
Benzo(g,h,i)perylene ug/1 50.00 44.21 a8
Hexachloroethane ug/1 50.00 41.51 23
Nitrobenzene-d5 (S) 86
2-Fluorobiphenyl (8) 86
Terphenyl-dl4 (S) 89
Phenol-d6 (S) 86
2-Fluorophenol (8S) 80
2,4,6-Tribromophenol (S) 88
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

QC Batch: 104706 Analysis Method: EPA 624
QC Batch Method: EPA 624 Analysis Description: Volatile GC/MS by 624
Associated Lab Samples: 105362743 105362750 105362768 105362776 105362784

105362792 105362800

METHOD BLANK: 105362867

Associated Lab Samples: 105362743 105362750 105362768 105362776 105362784 105362792 105362800
Blank Reporting
Parameter Units Result Limit Footnotes
Chloromethane ug/1 ND 1.0
Vinyl chloride ug/1l ND 1.0
Bromomethane ug/1 ND 1.0
Chloroethane ug/1 ND 1.0
Trichlorafluoromethane ug/1 ND 1.0
Methylene chloride ug/1 ND 1.0
1,1-Dichlorcethene ug/1 ND 1.0
trans-1,2-Dichloroethene ug/1 ND 1.0
1,1-Dichlorcethane ug/1 ND 1.0
Chloroform ug/1 ND 1.0
1,1,1-Trichloroethane ug/1 ND 1.0
Carbon tetrachloride ug/1 ND 1.0
Benzene ug/1 ND 1.0
1,2-Dichlorcethane ug/1 ND 1.0
Trichloroethene ug/1 ND 1.0
1,2-Dichloropropane ug/1 ND 1.0
Bromodichloromethane ug/1 ND 1.0
trans-1,3-Dichloropropene ug/1 ND 1.0
Toluene ug/1 ND 1.0
cis-1,3-Dichloropropene ug/1 ND 1.0
1,1,2-Trichloroethane ug/1 ND 1.0
Tetrachloroethene ug/1 ND 1.0
Dibromochloromethane ug/1 ND 1.0
Chlorobenzene ug/1 ND 1.0
Ethylbenzene ug/1 ND 1.0
Xylene (Total) ug/1 ND 3.0
Bromoform ug/1 ND 1.0
1,1,2,2-Tetrachloroethane ug/1l ND 1.0
1,3-Dichlorcbenzene ug/1 ND 1.0
1,4-Dichlorobenzene ug/1 ND 1.0
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

METHOD BLANK: 105362867

Associated Lab Samples: 105362743 105362750 105362768 105362776 105362784 105362792 105362800
Blank Reporting

Parameter Units Result Limit Footnotes
1,2-Dichlorobenzene ug/1 ND 1.0
2-Chloroethylvinyl ether ug/1 ND 5.0
Dibromofluoromethane (S) % 107
Toluene-d8 (8) % 104
4-Bromofluorobenzene (S) % 106
1,2-Dichlorcethane-d4 (9) % 106
LABORATORY CONTROL SAMPLE: 105362875

Spike LCS LCS
Parameter Units Cone. Result % Rec Footnotes
Chloromethane ug/1 20.00 21.65 108
Vinyl chloride ug/1 20.00 20.88 104
Bromomethane ug/1 20.00 27.46 137
Chloroethane ug/1 20.00 23.23 116
Trichlorofluoromethane ug/1 20.00 20.62 103
Methylene chloride ug/1 20.00 21.55 108
1,1-Dichloroethene ug/1 20.00 20.16 101
trans-1,2-Dichloroethene ug/1 20.00 22.50 113
1,1-Dichlorcethane ug/1 20.00 20.02 100
Chloroform ug/1 20.00 20.88 104
1,1,1-Trichloroethane ug/1 20.00 20.65 103
Carbon tetrachloride ug/1 20.00 20.71 104
Benzene ug/1 20.00 20.39 102
1,2-Dichloroethane ug/1 20.00 20.79 104
Trichloroethene ug/1 20.00 20.53 103
1,2-Dichloropropane ug/1 20.00 20.59 103
Bromodichloromethane ug/1 20.00 20.55 103
trans-1,3-Dichloropropene ug/1 20.00 20.99 105
Toluene ug/1 20.00 20.32 102
cis-1,3-Dichloropropene ug/1 20.00 20.24 101
1,1,2-Trichloroethane ug/1 20.00 21.08 105
Tetrachloroethene ug/1l 20.00 19.99 100
Dibromochloromethane ug/1 20.00 21.29 106
Chlorobenzene ug/1 20.00 19.88 99
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

LABCRATORY CONTROL SAMPLE: 105362875

Spike LCS LCS
Parameter Units Conc. Result % Rec Footnotes
Ethylbenzene ug/1 20.00 20.32 102
Xylene (Total) ug/1 60.00 61.60 103
Bromoform ug/1 20.00 19.80 99
1,1,2,2-Tetrachloroethane ug/1 20.00 23.73 119
1,3-Dichlorobenzene ug/1 20.00 20.16 101
1,4-Dichlorobenzene ug/1 20.00 20.25 101
1,2-Dichlorcbenzene ug/1 20.00 20.70 104
2-Chloroethylvinyl ether ug/1 20.00 22.99 115
Dibromofluoromethane (S) 104
Toluene-d8 (S) 96
4-Bromofluorobenzene (S) 97
1,2-Dichlorcethane-d4 (S) 100
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

QC Batch: 104728 Analysis Method: SM 5210B
QC Batch Method: Analysis Description: Biochemical Oxygen Demand, 5 4
Associated Lab Samples: 105362743 105362750 105362768 105362776 105362784

105362792 105362800

METHOD BLANK: 105364194

Associated Lab Samples: 105362743 105362750 105362768 1056362776 105362784 105362792 105362800
Blank Reporting

Parameter Units Result Limit Footnotes

BOD, 5 day mg/1 ND 6 2

LABORATORY CONTROL SAMPLE: 105364202

Spike LCS LCS
Parameter Units Cone. Result % Rec Footnotes
BOD, 5 day mg/1 198.00 201.0 102 2
SAMPLE DUPLICATE: 105364210
105360739 DUP
Parameter Units Result Result RPD Footnotes
BOD, 5 day ng/1 3385 3181 6 2
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

1700 Elm Street, Suite 200
Minngapolis, MN 55414

Phone: 612.607.1700
fax: 612.607.6444

QC Batch: 105063

QC Batch Method: EPA 420.4

Analysis Method: EPA 420.4

Analysis Description: Phenolics Total. in Water

Aspociated Lab Samples: 105362743 105362750 105362768 105362776 105362784
105362792
METHOD BLANK: 105384945
Associated Lab Samples: 105362743 105362750 105362768 1056362776 105362784 105362792
Blank Reporting
Parameter Units Result Limit Footnotes
Phenol ug/1 ND 25.0
LABORATORY CONTROL SAMPLE: 105384952
Spike LCS LCS
Parameter Units Cone. Result % Rec Footnotes
Phenol ug/1 1000.00 1116 112
MATRIX SPIKE: 105384960
105362743 Spike MS MS
Parameter Units Result Cone. Result %_Rec Footnotes
Phenol ug/1 0 1000.00 598.5 60 1
SAMPLE DUPLICATE: 105384978
105362750 DUP
Parameter Units Regult Regult RPD Footnotes
Phenol ug/1 ND ND Ne
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QUALITY CONTROL DATA

Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon System Test

QC Batch: 105064 Analysis Method: EPA 420.4
QC Batch Method: EPA 420.4 Analysis Description: Phenolics Total. in Water
Agsociated Lab Samples: 105362800

METHOD BLANK: 105384986

Associated Lab Samples: 105362800
Blank Reporting
Parameter Units Result Limit Footnotes
Phenol ug/1 ND 25.0
LABORATORY CONTROL SAMPLE: 105384994
Spike LCS LCS
Parameter Units Cone. Result % Rec Footnotes
Phenol ug/1 1000.00 1017 102
MATRIX SPIKE: 105385009
105362800 Spike MS MS
Parameter Units Result Cone. Result %_Rec Footnotes
Phenol ug/1 0 1000.00 1087 109
SAMPLE DUPLICATE: 105385017
105364046 DUP
Parameter Units Result Result RPD Footnotes
Phenol ug/1 ND ND Ne
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Lab Project Number: 1085104
Client Project ID: E04-0126 CG Carbon 3ystem Test

QUALITY CONTROL DATA PARAMETER FOOTNOTES
Consistent with EPA guidelines, unrounded concentrations are displayed and have been used to calculate % Rec and RPD values.

LCS(D) Laboratory Control Sample (Duplicate)
M3 (D) Matrix Spike (Duplicate)

DUP Sample Duplicate

ND Not detected at or above adjusted reporting limit

NC Not Calculable

J Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit

MDL Adjusted Method Detection Limit

RPD Relative Percent Difference

(8) Surrogate

[1] The spike recovery was outside of acceptance limits.

[2] The BOD dilution blank QC criterion was not met. Acceptable method performance is based upon the remaining
batch QC.
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1 Introduction

Results are reported for the analysis of agueous samples received by Exygen Research
(Exygen) from the 3M Cottage Grove facility. The Exygen study number assigned to the project
is .0001958.

Specific fluorochemical characterization by liquid chromatography / tandem mass spectrometry
(LCMS/MS) was requested for all samples. A total of 23 samples (including field duplicates,
blanks, and spikes) were received for analysis.

The samples were prepared and analyzed by LC/MS/MS for the following list of fluorochemicals:

e Table 1: Target Analysis

Compound Name Acronym
Perfluorobutanesulfonate C4 Sulfonate (PFBS)
Perfluorohexanesulfonate C6 Sulfonate (PFHS)
Perfluorooctanesulfonate C8 Sulfonate (PFOS)
Perfluorohexanoic Acid C6 Acid (PFHA)
Perfluorooctanoic Acid C8 Acid (PFOA)

The analytical methods used were originally developed for groundwater samples and were
validated by Exygen. The validation protocol and results are on file with Exygen. Only the C8
Sulfonate and C8 Acid were included in the original method validation. It should be noted that the

quality control elements included in this analysis demonstrate the applicability of the method to the
additional analytes.

2 Sample Receipt

The water samples were submitted in plastic containers. Samples were received on wet ice at a
temperature of 0.1°C. Samples were stored at 4°C from receipt until analysis. Twenty-three
individual containers were received, Field samples were collected on 2/25/04. Samples were
received on 2/26/04. Chain-of-custody information is presented in Attachment C.

3 Holding Times

Field and laboratory spikes of these fluorochemicals have shown stability for periods greater
than 90 days. Samples were analyzed within 30 days of collection.
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4 Methods - Analytical and Preparatory

4.1 LC/MS/MS
4.1.1 Sample Preparation for LC/MS/MS Analysis

Water samples were initially treated with 200 uL of 250 mg/L sodium thiosulfate solution to
remove residual chlorine. Solid phase extraction (SPE) was used to prepare the samples for
LC/MS/MS analysis. A portion of sample was diluted to forty-milliliters with Type | water. The
dilution was performed prior to extraction in order to lessen the effects of matrix enhancement.
This matrix enhancement was observed in earlier samples from this location and from
screening runs performed on these samples. The diluted samples were transferred to a Cig
SPE cartridge. The cartridge was eluted with 5 mL of 100% methanol. This treatment resulted
in an eight-fold concentration of the diluted samples prior to analysis.

4.1.2 Sample Analysis by LC/MS/MS

In HPLC, an aliquot of extract is injected and passed through a liquid-phase chromatographic
column. Based on the affinity of the analyte for the stationary phase in the column relative to
the liquid mobile phase, the analyte is retained for a characteristic amount of time. Following
HPLC separation, ES/MS provides a rapid and accurate means for analyzing a wide range of
organic compounds, including fluorochemicals. Electrospray is generally operated at relatively
mild temperatures; molecules are ionized, fragmented, and detected. lons characteristic of
known fluorochemicals are observed and quantitated against standards.

A Hewlett-Packard HP1100 HPLC system coupled to a Micromass Ultima MS/MS was used to
analyze the sample extracts. Analysis was performed using selected reaction monitoring

- (SRM). Samples were extracted on 3/5/04. Additional matrix spikes were extracted on
3/17/04. Samples were analyzed between 3/12/04 and 3/18/04. Raw analytical data is
provided in Attachment D.

5 Analysis

5.1 Calibration
A 7-point calibration curve was analyzed at the beginning and end of the analytical sequence
for the compounds of interest. The calibration points were prepared at 0, 25, 50, 100, 250,
500, and 1000 ng/L (ppt) for LC/MS/MS analysis. The instrument response versus the
concentration was plotted for each point. Using linear regression with 1/x weighting, the slope,
y-intercept and correlation coefficient (r) and coefficient of determination () were determined.
A calibration curve is acceptable if r > 0.985 (% > 0.970).

Calibration standards are prepared using the same SPE procedure used for samples.
Calibration check standards were analyzed periodically (every three to five sample injections)
throughout the analysis sequence. Compliance is obtained if the - standard analyte
concentrations are within +/-20% of the actual value.

All calibration criteria were met for this analysis.
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5.2 Blanks
Extraction blanks were prepared and analyzed with every extraction batch of samples. The
extraction blanks should not have any target analytes present at or above the concentration of
the low-level calibration standard. For these samples, the extraction blanks were compliant.

Instrument blanks in the form of clean methanol solvent were also analyzed after every high-
level calibration standard, and after known high-level samples. Again, the blanks should not
have any target analytes present at or above the low-level calibration standard. For the
samples presented here the instrument blanks are compliant.

5.3 Surrogates
Surrogate spikes are not a component of the LC/MS/MS analytical methods.

5.4 Matrix Spikes

Field and laboratory spikes were prepared using all compounds of interest. Field spikes were
prepared by adding a measured volume of field sample to a container spiked with the target
analytes by the laboratory prior to shipping containers for sample collection. Laboratory spikes
consisted of aliquots of un-spiked field samples that were fortified at the laboratory at the time
of extraction. Field blank spikes consisted of laboratory water fortified at the laboratory and
shipped with the sample containers to the field and back to the laboratory for analysis.
Laboratory contro! spikes (see section 5.6) are samples of laboratory water spiked at the time
of extraction. Each type of spike provides information needed to assess analyte stability,
extraction efficiency, and matrix effects that may impact analytical results. Matrix spike
recoveries are given in Attachment B. Please see Section 5.7 for additional discussion of
matrix spike recoveries.

5.5 Duplicates
Field and laboratory duplicates were prepared for each field sample. Duplicate results are
given along with the sample results in Attachment A.

5.6 Laboratory Control Samples
For LC/MS/MS analyses, Milliq water was spiked with all compounds of interest at 100 and
500 ng/mL during each extraction set. All recoveries for all compounds were between 70-
130% in each L.CS. Results are given along with the raw data in Attachment D.

5.7 Statement of Accuracy
Based on results of field spikes, laboratory fortified field samples, field blank spikes, and
laboratory control spikes, the analytical accuracy of ali compounds is + 30%, with the
exception of PFBS, which has a statement of accuracy of + 50%. Several other compounds
showed either laboratory or field spike recoveries outside of these ranges. The statement of
accuracy is based on an overall assessment of all spike recovery data (field, lab, and control
spikes) used for the project. Spike recovery data is included in Attachment B.

6 Data Summary

Please see Attachment A for a detailed listing of the analytical results. Results are reported in
parts per billion (ppb) (ng/mL).
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7 Data/Sample Retention

Samples are disposed of one month after the report is issued unless otherwise specified. All
electronic data is archived on retrievable media and hard copy reports are stored in data
folders maintained by Exygen.

8 Attachmenis

8.1 Attachment A: Results
82 Attachment B: Matrix Spike Recoveries
83 Attachment C: Chain of Custody

84 Attachment D: Raw Analytical Data

9 Signatures

?w& LM« | b2 [o4

Paul Connolly, Team Leader - dcms Date
/L. /%//}7/ oty
John M. Flaherty, Vice President Date
Other Lab Members Contributing to Data
Karen Smith
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Sumﬁi’ary of C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water Samples

Analyte Found (ng/mL)

C6 Acid PFHA C8 Acid PFOA
Sample ID - Perfluorohexanoic Acid Perfluorooctanoic Acid
Influent 3 45.9 301
Influent 3* 47.3 298
Influent 3 Dup 443 319
Comb Effluent 1/2 0.462 0.0835
Comb Effluent 1/2* 0.398 0.114
Comb Effluent 1/2 Dup 0.387 0.111.
Port 4A 134 5.59
Port 4A* 12.6 5.41
Port 4A Dup 119 6.91
Port 4B "~ 15.6 4.42
Port 4B* ~15.3 4.64
Port 4B Dup 5.7 472
Influent 1/2 3.90 116
Influent 1/2* 3.73. 13.4
Influent 1/2 Dup 3.77 " 14.5
Trip Blank ND NQ
Analyte Found (ng/mL.)
C4 Sulfonate PFBS - C6 Sulfonate PFHS C8 Sulfonate PFOS
Samgle ID Perfluorobutanesulfonate Perfluorohexanesulfonate Perfluorooctangsulfonate
Influent 3 36.9 6.20 37.7
Influent 3* 40.0 6.12 40.5
Influent 3 Dup 329 6.34 36.9
Comb Effluent 1/2 0.476 ND ND
Comb Effluent 1/2* 0.449 = ND ND
Comb Effluent 1/2 Dup 0.482 . ND ND
Port 4A 301 1.97 344
Port 4A* 29.3 1.96 3.34
Port 4A Dup 23.3 1 .95 3.27
Port 4B 21.9 148", 2.61
Port 4B* 227 1.54 - 2.73
Port 4B Dup 25.2 1.65 2.90
Influent 1/2 421 463 13.4
Influent 1/2* 45.0 4.55 11.3
Influent 1/2 Dup 46.1 4.56 11.1
Trip Blank ND ND ND

ND = Not detected = Response between 0 and 0.025 ng/mL.
NQ = Not quantifiable = Response between 0.025 ng/mL and LOQ (0.050 ng/mL)

*Laboratory Duplicate
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STANDARD TERMS AND CONDITIONS

Services provided by Exygen Research are limited to the terms
and conditions stated herein, unless otherwise agreed to in a
formal contract.

CONFIDENTIALITY—Exygen Research ("Exygen,” “us.” or "we")
rnaintains the strictest confidentiality in all of our client interactions. If a
signed confidentiality agreement is required, we will provide one. If a
regulatory or legal body subpoenas information, the dient will be notified
promptly. The client agrees not to use Exygeri's name and/or data i any
manner that might cause harm to Exygen's reputation or business.
Anproval must be obtained, in writing, before Exygen's name can be
published in any way

CONTRACTS—AIl contracts are subject 1o review and approval by
Exygen's legal council and must be signed by a corporate officer.

FAYMENT TERMS—Unless otherwise sel forth in this Purchase Order,
terms of payment are "Net 30 Days.” The time allowable for payment shall
begin after both: (a) client’s receipt of Exyger's invaice, and (b} the
satisfactory performance of the services contemplated hereunder. A 1.5%
monthly service charge shall be added to all past due balances.
Notwithstanding any payment terms to the contrary set torth i this
Purchase Order, Exygen, in its sole discretion, reserves the right to request
payment in advance from client. In the event of default in payment for
services rendered, Exygen shall be entitled to reasonable costs of collection,
including, but not limited to, attorneys’ fees.

BILLING—A]l fees and charges are billed directly to the client requesting
services. Exygen will not bill a third party without prior notification in
writing, via a signed statement acknowledging and accepling responsibility
for payment. Exygen will assume that the paperwork submitted with a
sample describes the desired testing protocel. Any changes to the protocol
must be submitted in writing. Please fax changes to Exygen marked,
“URGENT" to your assigned representative. | changes are made after the
originally requested testing has been initated or completed, the client
accepts responsibility for payment. Exygen will not be responsible for hold
times that are missed due to such changes

RUSH SERVICE—Exygen routinely offers expedited turnaround times on
critical analyses. Rush analysis services are contingent upon availability and
prearrangement with an authorized Exygen representative. A surcharge is
usually added to the list fee if rush analysis is requested.

MINIMUM FEF—The minimum fee for commercial services is one hundred
dollars (5100).

SAMPLE COLLECTION/SUBMISSION—Client shall be responsible for
proper collection, preservation, packing and packaging, and shipment of
the sample(s) in accordanice with applicable law and good commercial
practice. Title and risk of loss with respect to submitted samples shall at all
times remain with client prior to acceptance by an Exygen sample
custodian. Exygen will initiate a chain-of-custody upon sample receipt
uniess the client includes one with the sample(s!, By request, Exygen will
provide chain-of-custody forms for client’s use.

All samples submitted must be accompanied by: purchase order, or signed
quatation; sample description, including sample type, source, time and
date of collection; specific analyses requested; estimated concentration
levels; requested report date; current hilling address; and other refevant
information,

Upon request, Exygen will provide and ship appropriate sample containers
to clients. These containers will include the appropriate preservative if
particular analyses require one. it is the responsibility of the client to handle
these preserved containers safely, and using all appropriate safety
precautions. Clients requesting overnight delivery of sample containers will
be invoiced for freight. Exygen reserves the right to charge a fee for sample
containers.

SAMPLE DISPOSAL—Exygen retains samples for one month after
reporting results, then disposes of or returns the sample. Unless the client

requiests that the sample(s) be returned, or prior arrangements have been
made for long-term storage, Exygen shall dispose of the sample(s). Exygen
shall charge a monthly fee for long-term storage. Samples found or
suspected 1o contain hazardous waste, according to definitions in state and
/or federal guidelines, will be returned to the client upon completion of the
analysis. The cost of returning the sample(s) will be invoiced to the dient.
Exygen reserves the right to charge a disposal fee for the disposal of any
and all samples unless returned by Exygen to client. Exygen shall, unless
the nature and character of the sample dictates otherwise, store all samples
under focked, temperature-controlled conditions. An internal chain-of-
custody is maintained for each fot of samples received.

HAZARD COMMUNICATION ~The client has the respansibility to inform
the laboratory of any known or suspected hazardous characteristics of the
sample, and to provide information on hazard prevention and personal
protection as necessary or otherwise required by applicable Jaw.

QUALITY ASSURANCE—Exygen will perform services consistent with its
Quality Assurance Standard Operating Procedures (SOPs), the terms of
which are expressly incorporated herein by reference; provided, however, it
shall be the exclusive responsibility of the client to confirm that Exygen's
standard practices will meel the dlient’s needs prior to placing an order for
work. In the event client desires an alternative to these SOPs, such requests
must be made in writing prior to sample submission and acceptance by
Exygen.

ETHICS POLICY—Exygen Research strives o provide s clients with the
highest quality data in the {astest realistic turnaround time. We balance
the high standards of this goal by insisting that each employee also
perform within the guidelines of the highest possible professional ethics.
Each Exygen employee is required to sign a statement of personal and
professional integrity.

SPECIAL REPORTS—Additional charges may be necessary for custom
report formats.

LITIGATIOM—AN costs associated with compliance to any subpoena for
documents, for testimony in a court of law, or for any other purpose
relating to work performed by Exygen Research shall be invoiced by
Exygen and paid by client. These costs shall include, but are not limited 1o,
hourly charges for the persons involved, travel, mileage, and accommoda-
tions, and for any and all other expenses associated with said litigation.

INDEMNIFICATION, LIABILITY, AND INSURANCE-Exygen agrees ta
indemnify, defend, and save the client, its officers, directors, employees.
agents, and representatives harmless from all losses, expenses, demands,
and claims made against the client, its officers. directors, employees, agents
and representatives because of any personal injuries, death, or property
damage to the extent caused by the negligence or willful misconduct of
Exygen, its employees, agents, or representatives in connection with the
performance of services under this agreement, except to the extent such
losses, expenses, demarnils, or claims, occur as a result of the negligent or
willful acts or omissions of the client, its officers, directors, employees,
agents, and representatives; however, such indemnification and damages
shall, in the aggregate, be limited to the amount equal to the lesser of (a)
damages suffered by the client as the direct result thereof, or (b) the total
amount paid to Exygen for the work herein covered. Exygen will, if
requested by the client, furnish certificates of insurance from its carrier
evidencing appropriate insurance coverage.

WARRANTY AND LIMITS OF LIABILITY—In accepting analytical work,
Exygen guarantees the accuracy of the test results for the sample as
submitted within the tolerances set forth in the SOPs. We disclaim any
other warranties, expressed or implied by law. Exygen does not accept any
legal responsibility for the purposes for which client uses the test results.
Exygen will not accept any purchase order or any other order for work that
includes conditions that vary from these Standard Conditions.

ACCEPTANCE OF PURCHASE ORDER—This Purchase Order becomes a
binding agreement, subject to the specific terms and conditions stated
herein, upon Exygen’s commencement of work.
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Recovery Summary for C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water

C4 Sulfonate PFBS

C6 Sulfonate PFHS

CB8 Sulfonate PFOS

Amount | Amt Found Amount Amt Found Amount Amt Found Amount
Sample Spiked | In Sample Recovered Recovery| in Sample Recovered Recovery| in Sample Recovered Recovery
Description (ng/mL) | (ng/mL) (ng/mL) (%) (ng/mL) {ng/mL) (%) (ng/mL) (ng/mlL) (%)
Influent 3 Low Spk
10 ppb Spike 10 36.9 ND 0 6.20 17.2 110 37.7 46.1 84
influent 3 High Spk )
100 ppb Spike 100 36.9 163 126 6.20 91.9 86 37.7 123 85
Influent 3 Spk €
Laboratory Spike 500 36.9 529 98 6.20 488 96 37.7 577 108
Comb Effluent 1/2 Low Spk
10 ppb Spike 10 | 0.476 8.17 77 ND 8.58 86 ND 8.24 82
Comb Effluent 1/2 High Spk
100 ppb Spike 100 0.476 775 77 ND 82.3 82 ND 85.9 86
Comb Effluent 1/2 Spk D
Laboratary Spike 10 0.476_ 10.1 96 ND 10.1 101 ND - 9.44 94
Port 4A Low Spk
10 ppb Spike 10 30.1 31.1 10 1.97 10.7 87 3.44 10.9 75
Port 4A High Spk i ,
100 ppb Spike 100 30.1 86.7 57 1.97 76.1 74 3.44 72.1 69
Port 4A Spk E .
Laboratory Spike 25 30.1 57.2". 108 1.97 26.8 99 3.44 27.5 96
Port 4B Low Spk
10 ppb Spike 10 21.9 315 ~ 96 1.48 10.2 87 2.61 11.0 84
Port 4B High Spk
100 ppb Spike 100 21.9 145 123 1.48 107 106 2.61 111 108
Port 4B Spk F
Laboratory Spike 25 21.9 46.8 100 1.48 25.0 94 2.61 25.2 90
Influent 1/2 Low Spk
10 ppb Spike 10 421 170 * ~4.63 14.6 100 13.4 23.2 98
Influent 1/2 High Spk
100 ppb Spike 100 42.1 191 149 4.63 99.9 95 13.4 112 99
Influent 1/2 Spk G
Laboratory Spike 10 421 137 * 4.63 12.9 83 13.4 28.3 149
Trip Blank Low Spk
10 ppb Spike 10 ND 8.05 81 NQ ~10.1 101 ND 10.9 109
Trip Blank High Spk
100 ppb 100 ND 70.7 71 NQ 95.6. 96 ND 104 104

ND = Not detected = Response between 0 and 0.025 ng/mL.
NQ = Not quantifiable = Response between 0.025 ng/mL and LOQ (0.050 ng/mL)
*Sample residue exceeds spiking level significantly; therefore, an accurate recovery cannot be calculated.
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Recover_Summary for C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water

C6 Acid PFHA C8 Acid PFOA
Amount | Amt Found Amount Amt Found Amount
Sample Spiked | in Sample Recovered Recovery| in Sample Recovered Recovery
Description {ng/mL) | (ng/mL) (ng/mL.) (%) (ng/mL) (ng/mL) (%)
Influent 3 Low Spk
10 ppb Spike 10 459 51.5 ¢ 301 318 *
Influent 3 High Spk
100 ppb Spike - 100 459 129 83 301 363 62
Influent 3 Spk C
Laboratory Spike 250, 459 516 188 301 572 108
Comb Effluent 1/2 Low Spk
10 ppb Spike 10 - 0.462 7.84 74 0.0835 13.1 130
Comb Effluent 1/2 High Spk
100 ppb Spike 100 0,462 747 74 0.0835 130 130
Comb Effluent 1/2 Spk D
Laboratory Spike 10 0.462, 19.0 185 0.0835 12.0 119
Port 4A Low Spk
10 ppb Spike 10 134 - 207 73 5.58 15.2 96
Port 4A High Spk
100 ppb Spike 100 13.4 84.1 71 6.58 107 101
Port 4A Spk E
Laboratory Spike 25 13.4 53.6" 161 5.59 36.1 122
Port 4B Low Spk
10 ppb Spike 10 16.6 23.8 82 4.42 15.3 109
Port 4B High Spk
100 ppb Spike 100 15.6 107 91 4.42 109 105
Port 4B Spk F ~
Laboratory Spike 25 15.6 56.6 164 442 33.6 117
Influent 1/2 Low Spk
10 ppb Splke 10 3.90 14.9 110 116 18.4 68
Influent 1/2 High Spk B
100 ppb Spike 100 3.90 93.5 90 1.8 120 108
Influent 1/2 Spk G
Laboratory Spike 10 3.90 55.1 512 116 29.1 175
Trip Blank Low Spk ;
10 ppb Spike 10 ND 12.5 125 ND ‘11.6 116
Trip Blank High Spk .
100 ppb 100 ND 77.7 78 ND 105 105

ND = Not detected = Response between 0 and 0.025 ng/mL.
NQ = Not quantifiable = Response between 0.025 ng/mL and LOQ (0.050 ng/mL)

*Sample residue exceeds spiking level significantly; therefore, an accurate recovery cannot be calculated.
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®
n 3058 Research Drive Phone: 814-272-1039
State College, PA 16801 Fax: 814-231-1580
RESEARCH

ogin #: 5069 Conform COC Sample:  True

Project: P0000644 Conform COC: False
Conform Sample: True

Company Name: 3M Conform Request: True
Submitted By: KENT LINDSTROM
Login Type: Immediate Receipt of Samples
Started: T
Date Start: 02/26/2004
Due Date: 03/11/2004

Received Date:  02/26/2004

Received By: AMMERMAN, MARK

Spread Sample:

Label:

Project Tile/Type: Cottage Grove Activated Carbon System Fluorochemical Monitoring / ROUTINE
Exygen SD/PI: RISHA, KAREN

Login Notes:

Conform Notes: Client send only 2 of 3 pages of the chain--waiting for the third to finish the login. MSA 02/26/04

Packages / Containers

Package Carton Mall Date / Conditlon Shipper /_ID Temp. Control/Temp. Direction / Handled By
PK0002581 2/26/2004 3:15:26PM FEDEX Wet ice RECEIVED
Package & Contents Uncompromised 3168015711000001792579 0.1 AMMERMAN, MARK
510193201
Container # Gross Weight  pH Container Type Preservative Mfg. Lot Mfg. 1D
€0028072 580.2¢g 500 ml Clear Plastic NONE
Narrow
C0028073 579.0 g 500 ml Clear Plastic NONE
Narrow .
C0028074 258.6 g 500 ml Clear Plastic NONE
Narrow
C0028075 258.2 g 500 ml Clear Plastic NONE
Narrow
C0028076 6121 g 500 ml Clear Plastic NONE
Narrow
C0028077 601.0g 500 ml Clear Plastic NONE
Narrow
€0028078 25764 500 ml Clear Plastic NONE
Narrow
C0028079 2549¢g 500 ml Clear Plastic NONE
Narrow
€0028080 6113 ¢g 500 ml Clear Plastic NONE
Narrow
C0028081 6144 g 500 ml Clear Plastic NONE
Narrow
0028082 256.4 g 500 ml Clear Plastic NONE
Narrow
C0028083 2557 g 500 mi Clear Plastic NONE
Narrow
C0028084 584.0¢ 500 mi Clear Plastic NONE
Narrow
C0028085 5822¢ 500 ml Clear Plastic NONE
Narrow
C0028086 2532¢ 500 ml Clear Plastic NONE
Narrow
0028087 2543 ¢ 500 ml Clear Plastic NONE
Narrow
212712004 Report Version: Feb 20 2004 11:35AM Instance: R0088309
L
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206!

False
True
True

Direction / Handled By

Project: P0000644 Conform COC:
Conform Sample:
Company Name: 3M Conform Request:
Submitted By: KENT LINDSTROM
Login Type: Immediate Receipt of Samples
Started: T
Date Start: 02/26/2004
Due Date: 03/11/2004
Received Date:  02/26/2004
Received By: AMMERMAN, MARK
Spread Sample:
Label:
Project Title/Type: Cottage Grove Activated Carbon System Fluorochemical Monitoring / ROUTINE
Exygen SD/PI: RISHA, KAREN
Login Notes:
Conform Notes: Client send only 2 of 3 pages of the chain--waiting for the third to finish the login. MSA 02/26/04
Packages / Containers
Package Carton Mail Date / Condition Shipper/_ID Temp. Control/Temp.
PK0002581 2/26/2004 3:15:26PM FEDEX Wet ice
Package & Contents Uncompromised 3168015711000001792579 0.1
510193201
Container # Gross Weight  pH Container Type Preservative Mfg._Lot
C0028102 580.3¢g 500 m! Clear Plastic NONE
Narrow
C0028103 593.1¢9 500 ml Clear Plastic NONE
Narrow
C0028104 266.7 g 500 mi Clear Plastic NONE
Narrow
C0028105 251649 500 ml Clear Plastic NONE
Narrow
C0028106 258.5g 500 ml Clear Plastic NONE
Narrow
C0028107 257.3g 500 ml Clear Plastic NONE
Narrow
C0028108 256.99 500 m| Clear Plastic NONE
Narrow
2/27/2004 Report Version: Feb 20 2004 11:35AM Instance:
Login.rpt Page 2 of 4
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Samples
Sample ID Container Matrix Fraction Sample
L.0001958-0001 LIQUID Water Influent Phase 1/2 (Inf 1/2)
0028072
L0001958-0002 LIQUID Water Influent Phase 1/2 (Inf 1/2) Dup
C0028073
10001958-0003 LIQUID Water Influent Phase 1/2 (Inf 1/2) Low
C0028074
L0001958-0004 LIQUID Water Influent Phase 1/2 (Inf 1/2) High
C0028075
L0001958-0005 LIQUID Water Comb Effluent 1/2 (Eff 1/2)
C0028076
L0001958-0006 LIQUID Water Comb Effluent 1/2 (Eff 1/2) Dup
C0028077
£.0001958-0007 LIQUID Water Comb Effluent 1/2 (Eff 1/2) Low
C0028078
L0001958-0008 LIQUID Water Comb Effluent 1/2 (Eff 1/2) High
C0028079
L0001958-0009 LIQUID Water Unit 4 Port A Lead (Port 4A)
C0028080
L0001958-0010 LIQUID Water Unit 4 Port A Lead (Port 4A) Dup
C0028081
L0001958-0011 LIQUID Water Unit 4 Port A Lead (Port 4A) Low
C0028082
L0001958-0012 LIQUID Water Unit 4 Port A Lead (Port 4A) High
C0028083
L0001958-0013 LIQUID Water Unit 4 Port B Lead (Port 48)
C0028084
L0001958-0014 LIQUID Water Unit 4 Port B Lead (Port 4B) Dup
0028085
L0001958-0015 LIQUID Water Unit 4 Port B Lead (Port 4B) Low
C0028086
£0001958-0016 LIQUID Water Unit 4 Port B Lead (Port 4B) High
C0028087
L0001958-0017 LIQUID Water Influent 3 (Inf 3)
C0028102
L0001958-0018 LIQUID Water Influent 3 (Inf 3) Dup
C0028103
L0001958-0019 LIQUID Water Influent 3 (Inf 3) High Spike
C0028104
L0001958-0020 LIQUID Water Influent 3 {Inf 3) Low Spike
C0028105
2/27/2004 Report Version: Feb 20 2004 11:35AM
Login.rpt Page 3 of 4

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Date Sampled Date Received Date Due
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004
02/25/2004  02/26/2004 03/11/2004

Instance: R0088309

IRV

3M_MNO01539233



L.0001958-0021 LIQUID Water Trip Blank
C0028106
L0001958-0022 LIQUID Water Trip Blank Low Spike
C0028107
L0001958-0023 LIQUID Water Trip Blank High Spike
C0028108
2/27/2004 Report Version: Feb 20 2004 11:35AM Instance:
Login.rpt Page 4 of 4
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02/26/2004 03/11/2004
02/26/2004 03/11/2004

02/26/2004 03/11/2004

R0088309

TIMUmA

3M_MNO01539234



Ejﬁygen CHAIN OF CUSTODY/ANALYSIS REQUEST FORM

; Exygen Research Sample Receiving « 3117 Research Drive = Stale College, PA 16801, USA

\ T $14.231.8032 - F $14.231 1580 « exygenresrarch.com Page ._.of .

PROJECT INFORMATION ANALYSES REQUESTED

Client {name & address): Project Manager (Name & E-mail Address): <
3M Cottage Grove Kent Lindstrom g
10746 Innovation Road kdindstrom@mmm.com <
Cottage Grove, MN 55018 Project Name: z
Phone: 651-768-1206 Cottage Grove Activated Carbon Testing o
Fax:__ 651-458-2029 PO. #: EQ4-0126 226 &
Sampier: Quotation #: v
Please fill out this form completely to ensure correct analysis and proper handling of your samples, :.‘In-
[
u
o
[
o
@
3]
'S

¢ £ %4
5| E|Es
ExyLiMs# | Client Sample Identification Wk:;m c°'€€‘mi'°" 3 § §~§ specity Matix | Comments
Influent Phase 1/2 (Inf 1/2) 2, oWlg X 1 ww
Influent Phase 1/2 (Inf 1/2) Dup| [8Y 11 ww
Influent Phase1/2 (Inf 1/2) Low $§ [alt¥| ww
influent Phase 1/2 (Inf 1/2) HigH 0. Jd ww -
Comb Effluent 1/2 (Eff 1/2) 5 ww
Comb Effluent 1/2 (Eff 1/2) Dupi , | ww
Comb Effluent 12 (Eff 1/2) Low] M/ | ww |
Comb Effluent 1/2 (Eff 1/2) High A 4 A ww A 4
PROJECT REQUIREMENTS
Copley ID # Lgleecof2L Cooler Temp. C) O,] | Results Deadfine:
Receivili s /. Datey | Time | |
/ oz fodig 113 Laboratory Report Options:
- " I sample results only
Tl Add ease narrative
{1 Add quality control summary
[ R T AdY calibration sussunary
T " [T add raw data
L Other e

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1939.0084

3M_MNOQ1539235



E”"\f‘{f ygen CHAIN OF CUSTODY/ANALYSIS REQUEST FORM

NN
\\' Exygen Research Sample Recaiving - 3117 Research Drive - State Colflege, PA 16801, USA
At T §14.231.8032 + F 814.231.1580 * exygenrescarch.com Page of

PROJECT INFORMATION ANALYSES REQUESTED
Client (name & address): Project Manager (Name & E-mail Address): <
3M Cottage Grove Kent Lindstrom e
10746 Innovation Road o kdindstrom@mmm.com ii
Cottage Grove, MN 55016 Project Name: z
Phone: §51-768-1206 Cottage Grove Activated Carbon Testin o
Fax:___651-458-2029 PO. #: E04-0420¢/2L 3
Sampler: Quotation #: P
Please fill out this form compietely to ensure correct analysis and proper handling of your samples. %
o
73
a
w
a
w
o
w

: £ [sp
> p‘% g%("‘ o § E:E!
— = €
Colle Colt 3 5
ExyLIMS# | Client Sample identification qp:tgm: orf-::m [} § 23| sperity mavix_| Comments
Unit 4 Port A Lead (Porl 4A) TN ST 1 X Wi

Unit 4 Port A Lead (Port 4A) Dup

Unit 4 Port A Lead (Port 4A) Loy
Unit 4 Port A'Tead (Port 4AY Hig /

{Unit 4 Port B Lead (Port 4B) 11
Unit 4 Port B Lead (Port 4B) Dy
Unit 4 Port B Lead (Port 4B) Low

Unit 4 Port B Lead(Port 4B) High v h 4 Y \ 4

PROJECT REQUIREMENTS

Jopoler N # Clownfe2  Cooler Temp. (°C) O.f Results Deadline:

Eﬁinquished an Date Time Regfivitd by Date Time
5 120 S e oly | 2735 Laboratory Report Options:
o o I Sample results only

Add case narrative

Add quatity cortrol summary
Add calibration suimmary
Add raw data

FRT

Land EE AR

IHFORIAATION

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNOQ1539236
DISTRICT COURT, NO. 27-CV-10-28862

1939.0085



E en CHAIN OF CUSTODY/ANALYSIS REQUEST FORM

RESEARLCH Exygen Pesearch Sample Recebiing » 3917 Ressorch Drive « State College, Pa 16801, USA
T 818.231.8032 - F: 8142311580 + exygenresearch.com Page ___of

PROJECT INFORMATION ‘ i
Client {name & address). ij&ct Manager {Name & E-maifl Address): 4
_3M Cottage Grove Kent Lindstrom 2
10748 Innovation Road . krlindstrom@mmm_ com A
Cottage Grove, MN 55016 i Project Name: 3
Phone: §51-768-1208 Cotiage Grove Activated Carbon Testing &
Fax: _ 651-458.2000 RO. #: £04.0420 £/51, 4
sampler; MAH 0 (IO Quotation #. ‘ g
Please fill Dut this form completedyto ensure corract analysis and proper handling of your amples. ?
[
o

. g »
AMPLE ANALYSIS i E
o
exylimas# | client Somple identification | | e HE 28| sty wans | Comments g
influent 3 (inf 3} iod | D) X 1 Ww
finfluent 3(Inf3)Dup i
influent 3 (Inf 3) High Spike . [
Influent 3 {Inf 3) Low Spike v b,
LAR 19E gy

b e RO DNREMENTS
mw OF ¢ o

T TR 12
JSTODN Coolgr J0.# (1% Conter erap. £Cy O.f
jpishad by J o Date | Time Recﬁv# Bty . | Tt i
o i/ PG N y, A 7 ;;;zq, 7 ;,7K Laboratory Report Options:
= :}_ a8 T T} Sanple results only
2 ” - . N Add case marrative
: : . ; T3 A quality contrt! summiary
) TRE T TAEY £ Add calibvation suememsy
QTHER INFORMATION ] Add raw data
Clothe MJ

(e

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNOQ1539237
DISTRICT COURT, NO. 27-CV-10-28862

1939.0086



Mark Ammerman

From: tmgalloway 1 @mmm.com

Sent: Friday, February 27, 2004 10:12 AM

To: mark.ammerman@exygen.com

Cc: bmader@mmm.com,; krlindstrom@mmm.com,; plferretti@mmm.com
Subject: CoC 2/25/04

oC Influent Phase

3 2.25.04...
Mark - attached is the CoC for the influent phase 3 sample. Sorry about

any confusion this may have caused.
(See attached file: CoC Influent Phase 3 2.25.04 .pdf)

The travel blank was not listed in LIMS, and therefore did not get a CoC
created. I spoke with Brian Mader this morning, and the travel blank will
be added to the LIMS system. A CoC will be created and enclosed with the
next scheduled sampling event (3/8/04).

Once again, sorry for any confusion this may have caused. Thank you for
bringing this matter to our attention.

Tina M. Galloway

3M Cottage Grove

145-1 US-MNCGO5

Tel: 651-768-1206

Fax: 651-458-2029

email: tmgallowayl@mmm.com

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539238
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0087



REbEARCH

PrPClse Research.
Proven Results.

2

Sample “Condition Upon Receipt” Form

Protocol # ~ :

Exvgen Study # dog0b 44

Date & Time Received A £ éc fey " y729)

Condition of Samples Lol -acdpr

Temporary Storage Location Doewo 3 39

[nitials & Date Y 2 /20 /“1

Waybill # " 7925 7951 _a(g3 e
Comments: /™ £ Ad le fond

ko pear //rvr/w/{q -fvi/llf’}q A recent
ACe [:{ll/ ;él/qﬂ -A [.-,/;IGA’ %C /0717//; /{#d-ﬁc/“/

May 24,2002 3

3056 Rescarch Drive
State College, PN 16301, USA

Q: WORD process-logm-SampleConditiononReceipt.doc T 800.281.3219

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539239
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0088



SECTION D

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539240
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0089



RAW DATA REPORT
Sponsor Sudy Ne: NA Limit of Quantitation: 50 ppt Set No: 0305044
Exygen Study No: L1958 Injection Volume: 15 4L Analyst: Karen Risha
Analyte, Perfucrohexancic Acid Matrix: Water Tnstrument Type: LCMS/MS Unit # 6
lons Monitored: 313 > 269 Sample Yolume: 40.0 mL Extraction Date: 03/05/04
Site: NA Final Volume: 50mL Analyzed on: 03/12-13/04
S Analyte Amount
Exygen Sponsor Sanple Run Conc.  Dilution Peak Found Added Recovery
1D ID Code No. t Factor Area t 3 (%
XC010504-0 - o] 030504A-401 0 - 2643 - - -
XC030504-1 - cs 030504A-402 25 - 7367 - - -
XC030504-2 - cs 030504A-403 50 - 11606 - - -
XCO30504-3 - Cs U30504A-404 100 - 19540 - - -
XC030504-4 - cs 0305044405 250 - 41297 - - -
XC030504-5 - Ccs 030504 A-406 500 - 85647 - - -
XC030504-6 - Ccs 030504A-407 1000 - 151617 - - -
Mcthanol Wash - C 030504A-408 . - 1035 - - -
0106020 Cantrol na C 030504A-409 - t 1330 ND - -
0106020 Spk A na Lcs 030504A-410 - 1 9427 439 50 88
0105020 Spk B na Lcs 030504A-41 | - 1 83574 532 0 106
L1958-17 5pk C Influent 3 LF 030504A-412 - 10000 16739 919000 500000 175"
L1958-17Spk C Influent 3 LF 0305044413 - 1000 142778 * 500000 -
L1958-5 Spk D Comb Effluent 1/2 LF 030504A-414 - 100 30351 18100 10000 176~
L1958-9 Spk E Port 4A LF 0305044415 - 100 84823 53900 25000 1627
L1958-13 SpkF Port 4B LF G30504A-416 - 100 82943 52700 25000 148~
L1958-1 Spk G Influent 1/2 LF 030504A-417 - 100 33284 20100 10000 1627
XC030504-1 - cs 030504A-418 25 - 5549 - - -
L1958-1 Influent 1/2 S 030504A-419 - 200 4260 . - -
L1958-1 Rep Influent 1/2 s 030504A-420 - 200 4466 * - -
L1958-2 Influent 1/2 Dup S 030504A-42] - 200 3898 * - -
L1958-1 Influent 1/2 s 030504A-422 - 100 7658 * - -
L19523-1 Rep Influent 1/2 s 030504A-423 - 100 8000 b - -
Lt958-2 Influeat 1/2 Dup S 030504A-424 - 100 3014 * - -
L1958-1 Influent 1/2 s 030504A-425 - 10 62038 3900 - -
L1953-1 Rep Influent 1/2 S 030504A-426 - 10 59541 3730 - -
1.1958-2 Influent 1/2 Dup s 030504A-427 - 10 60149 3770 - -
L1958-3 Influent 1/2 Low Spk FF 030504A-428 . 1000 2761 . 10000 -
L1958-3 Influent 1/2 Low Spk FF 030504A-429 - 100 3272 344 10000 -364
L19584 Influsnt 1/2 High Spk FF 030504A43C - 1000 16978 23500 100000 90
XCU30304-2 - <y U3U504A-431 59 - 9474 - - -
L1958.5 Comb Effluent $/2 s 030504A-432 - 1 73122 462 - -
L1958-5 Rep Comb Efffuent 1/2 s 030504A-433 - 1 63151 398 - -
L1958-6 Comb Efflucat 1/2 Dup s 030504A-434 - 1 61672 387 - -
L1958-7 Comb Effluent 1/2 Low Spk FF 030504A-435 - 100 14680 7840 10000 74
L1958-8 Comb Eftluent 1/2 High $pk FF 030504A-436 - 1000 1412¢ 74700 100000 74
XC030504-3 - cs 030504 A-437 100 - 17416 - - -
L1958-9 Port 4A M 030504A-438 - 100 23099 13400 - -
L1958-9Rep Pori 4A S 030504A-439 - to0 21902 12600 - -
L1958-10 FPort 4A Dup s 030504A-440 - 100 20937 11900 - -
L1958-9 Por4A S 030504A-441 - 10 192855 he - -
L195%-S Rep Pori 4A S 030504 A-442 - 10 187432 . - -
L1958-10 Port 4A Dup S 030504A-443 - 10 192329 * - -
Li958-11 Port 4A Low Spk FF 030504A-444 - 100 34290 20700 10000 73
L1958-12 Fort 4A High Spk FF 030504A-445 - 1000 15553 84100 100000 !
XC030504-3 - cs 030504A446 100 - 16806 - - -
L1958-13 Port 4B 8 030504A-447 - 100 26553 15500 - -
LI958-13 Rep Fori 4B 5 030504A-448 - 100 26093 15300 - -
L1958-14 Port 48 Dup s 030504 A-449 - 100 26658 15700 - -
L1958-13 Port 4B s 030504A-450 - 10 249624 - - -
L1958-13 Rep Port 4B S 030504A-451 - 10 256171 * - -
L1958-14 Port 4B Dup s 030504A-452 - 10 240487 * - -
1195315 Por 4B Low Spk PP DI05D4A-453 - 100 39005 23800 10000 32
L1958.16 Fort 4B High Spk FF 030504A-454 - 1000 19054 107000 100000 91
XC030504-4 - cs 030504A455 250 - 41764 - - -
L1958-17 Influent 3 S 030504 A-456 - 1000 9049 * - -
L1958-17 Rep Influent 3 s 030504A-457 - 1000 %611 * - -
L1958-18 Influent 3 Dup S 030504A-458 - 1060 10208 * - -
L1958-17 Influent 3 s 030504A-459 - 100 72613 45%00 - -
L1958-17 Rep Influent 3 S 010504A-460 - 100 74708 47300 - -
L1958-18 Influent 3 Dup S 030504A-461 - 100 70131 44300 - -
L1958-17 Influent 3 8 010504A-462 - 10 550826 4 - -
L1958-17 Rep Influent 3 S 0305044463 - 10 598295 hd - -
L1958-18 Influent 3 Dup S 010504A-464 - 10 598614 . - .
L1958-20 Influent 3 High Spk FF 0303044465 - 1000 22428 125000 100000 83
L1958-20 Influent 3 High Spk FF 010504A-466 - 100 181689 . 100000 -
L1958-19 Influent 3 Low Spk FF 030504A-467 - 1000 10596 51500 10000 56
XC030504-5 - Ccs 030504A-468 500 - 73963 - - -
Methannl Wash - Cc 030504A-469 - - 2030 .
L1958-21 Trip Blank s 010504A470 - 1 2165 ND - -
L1958-22 Trip Blank Low Spk FF 030504A-471 - 100 21838 12500 10000 125
L1958-23 Trip BlankHigh Spk FF 030504A472 - 1000 14584 77700 100000 78
XCD30504-6 - Ccs 030504A-473 1000 - 129797 - - -
Anatyte Fornd (ppt) = (peak area - intercept) ! skape x DF Standard Curve: Lincar (1/x weighted)
Recovery (%)= analyte found (ppt)-analyte found in control (ppD] x 100 Intercept = 2749.08
amount added (ppt) Sbope = 152.223

Coef. Of Det. = 0.995965

€8 = Calibration standard LK = Lab fortified sample
C = Control sample FF = Field foified sample 03] ‘f l D\-[
S =Sauple LCS = Laboratory Control Spike Spreadshert prepared by:
CK = Check Standard
ND = Notdetected = Response between 0 and 25 ppt

NQ =Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

*Sample was analyzed with several dilution factors in the samerun. The appropriate dilution is reporied.
~See data set 031704A for re-exwraction.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539241
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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RAW DATA REPORT
Sponsor Study No: NA Limit of Quantitation: 50 ppt Set No: 030504A
Exygen Study Na: L1958 Injection Volume: 15 uL Anatyst: Karen Risha
Analyte: Perfluorooctancic Acid Matrix: Waler Instrument Type: LC/MS/MS Unit# &
Tons Monitored: 413 -> 369 Sample Volume: 40.0 wl. Exwaction Date: 03/05/04
Site: NA Final Volume: 5.0mL Analyzed on: 03/12-13/04
Std. Analyte Ampunt
Exygen Sponsor Sample Run Conc.  Dilution Peak Found Added Recovery
ID D Code No. 1) Factor Area {ppt) (ppt (%)
XC030504-0 - cs 0305044-401 0 - 1738 - - -
XC030504-1 - 3 030504A-402 25 - 13789 - - -
XC030504-2 - Ccs 030504A-403 50 - 23558 - . -
XC030504- - cs 030504A-404 100 - 42736 - - -
XC(305084 - cs 030504 A-405 250 - 85438 - - -
KCO30504-5 . cs 030504A-406 500 - 183327 - - -
XC030504-6 - Cs 030504A407 1000 - 342142 - - -
Methanol Wash - C 030504A-408 - - 57817 - - -
01066020 Control na C 030504A-409 - 1 2290 ND . -
106020 Spk A na LCS 030504A-410 - 1 19908 482 50 96
01060620 Spk B o LCS 030504A411 - 1 241653 716 300 143
L1958-17 Spk C Influent 3 LF 030504A-412 - 10000 85028 2440000 500000 428~
L1958-17 Spk C Influent 3 LF 030504A-413 - 1000 375441 * 500000 -
L1958-5 SpkD Comb Effluent 1/2 LF 030504A-414 - 100 58932 16600 10000 165~
L1953-9 SpkE Port 4A LF 130504A-415 - 100 123658 36100 25000 122
L1958-13 SpkF Port 4B LF 030504A-416 - 100 115423 33600 25000 117
L1958-1Spk G Influent 1/2 LF 030504A-417 - 100 109917 31900 10000 203~
XC030504-1 - cs 030504A-418 25 - 10181 - - -
L1958-1 Influent /2 s 030504A-419 - 00 29298 * - -
L.1958-1 Rep Influent 1/2 S 030504 A-420 - 200 31322 * - -
L1958-2 Influcat 1/2 Dup S 030504A-421 - 200 24224 * - -
L1958-1 Influent 1/2 s 030504A-422 - 100 42512 11600 - -
L1938-1 Rep Influent 1/2 s 030504 A-423 - 100 48556 13400 - -
L1958-2 Influent 1/2 Dup S 030504A-424 - 100 52029 14500 - -
L1958-1 Influent 1/2 S 0305044425 - 10 322432 . - -
L1958-1 Rep Influent /2 S 030504A-426 - 10 297100 * - -
L1958-2 Influent 1/2 Dup s 030504A-427 - 10 298313 * - -
L1958-3 Influent 1/2 Low Spk FF 030504A-428 - 1000 13232 28100 10000 165
L1958-3 Influent 1/2 Low Spk FF 030504A-429 - 100 16338 . 10000 -
119584 Influent 1/2 High Spk FF 0305044430 - 1000 43892 120000 100000 108
XC030504-2 - cs 030504A-431 50 - 21925 . - -
L1958-5 Comb Bffluent 1/2 N 030504 A-432 - i 31624 838 - -
L1958-5 Rep Comb Effluent 1/2 s 030504 A-433 - 1 41830 114 - -
L1958-6 Cowb Efftuent 1/2 Dup s 030504 A-434 - 1 40608 ut - -
L1958-7 Comb Effluent 1/2 Low Spk FF 030504A-435 - 100 47456 13100 10000 130
L1958-8 Comb Effluent 1/2 High Spk FF 030504A-436 - 1000 47234 130000 100000 130
XC030504-3 - Cs 0305044437 100 - 38144 - - .
L1958-9 Fort4A s 030504A-438 - 100 38028 d - -
L1958-9 Rep Port4A S 030504A-439 - 100 40521 * - -
L1958.10 Port 4A Dup s 030504.A-440 - 100 44693 * -
L1958-9 Port4A s 030504A-441 - 10 189379 35590 - -
L1958-9 Rep Port 4A s 030504A-442 - 0 183585 5410 - -
L1958-10 Port 4A Dup s 030504A-443 - 10 233473 6910 . -
L1958-11 Port 4A Low Spk FF 030504A-444 - 100 54279 15200 10000 96
L1958-12 Port 4A High Spk FF 030504 A-445 - 1000 39560 107000 100000 101
XC030504-3 - cs 030504A-446 oo . 33768 - -
L1958-13 Port 4B s 030504A-447 - 100 30355 - - -
L195%-13 Rep Port4B S 030504443 - 100 30518 * - -
L1958-14 Port 4B Dup S 030504A-449 - 100 27973 * - -
L1958-13 Port 4B 8 030504A-450 - 10 150817 4420 - -
L1958-13 Rep Port 4B s 030504A-451 . 10 157839 4540 - -
L1958-14 Port 4B Dup s Q305044452 - 10 160551 4720 - -
L1958-15 Port 4B Low Spk FF 030504A-453 - 100 54634 15300 10000 109
L1958-16 Port 4B High Spk FF 030504A-454 - 1000 40009 109000 100000 105
XC030504-4 - cs 030504A-455 250 - 81448 - - -
L1958-17 Influent 3 S 030504A-456 - 1000 103773 301000 - -
L1953-17 Rep Influent 3 s 030504A-457 - 1000 102853 298000 - -
L1958-18 Influent 3 Dup S 030504A-458 . 1000 109832 319000 - -
L1958-17 Influent 3 S 030504A-459 - 100 819321 d - -
L1953.17 Rep Influent 3 S 030504 A-460 - 100 855949 . - -
L1958-18 [nftuent 3 Dup S 030504A-461 - 100 795459 * - -
L1958-17 Influent 3 S 030504A-462 - 10 6807451 d - -
L1958-17 Rep Influent 3 s 030504A-463 - 10 7057470 * - -
L1958-18 Influent 3 Dup s 030504A-464 - 10 6932879 * - -
L1958-20 Influent 3 High Spk FF 030504A-465 - 1000 124346 363000 100000 62~
L1958-20 Influent 3 High Spk FF 030504A-466 - 100 963913 * 100000 -
L1958-19 influet 3 Low Spk FF 030504A-467 - 1000 109658 313000 10000 170
XC030504-5 - cs 030504A-468 500 - 165996 - - -
Methanol Wash - c 030504A-459 - - 52543 - - -
L1958-21 Trip Blank s 030504A-470 - 1 20182 NQ - -
L1558-22 Trip Blank Low Spk FF 030504A-471 - 100 42479 11600 10000 116
L1958-23 Trip BlankHigh Spk FF 030504A472 - 1000 48475 134000 160000 134~
XC030504-6 - cs 030504A-473 1000 - 319976 - - -
Analytc Found (ppt) = (pesk arca - interocpt) / slope x DF Standard Curve : Lincar (1/x weighted)
Recovery (%) = analyte found (ppt)-analyte found in control (ppt)] x 100 Intercept = 3900.44
amount added (ppt) Slope = 332.081
Coef. Of Det. = 0.996450
€S = Calibmtion standasd LF = Lab fortilicd sauple
C = Control sample FF = Field fortified sarpie ob E '0\“
S = Sanple LCS = Laboratory Control Spike Spreadshest prepared by:

CK = Check Standard
ND = Not detected = Response betwsen 0 and 25 ppt
NQ =Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

*Sample was analyzed with several dilution factors in the same run. The appropriate ditution is reported.
~Sec data sct 031704A for re-extraction.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539242
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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RAW DATA REPORT
Spousor Sy No: ~ NA Limil of Quantitation: 30ppt Sci No: 030504A
Exygen Study No: L1958 Injection Volume: 15uL Analyst: Karen Risha
Analyte: Perfluorobutsnesulfonate Matrix: Water Instrument Type: LC/MS/MS Unit# 6
Ions Monitored: 299 -> 99 Sangple Volume: 40.0 mL Extraction Date: 03/05/04
Site: NA Finat Volume: 5.0mL Analyzed on: 03/12-13/04
std. Anglyle  Ampunt
Exygen Sponsor Sanple Run Conc.  Dilution Peak Found Added Recavery
D D Code No. (pt) Factor Area (ppt) (ppt ()
XC030504-0 - =3 030304A-401 [ - 0 - . -
XC030504-1 - (o) 030504A-402 25 - 0 - - -
XC030504-2 - cs 030504A-403 50 - 0 - - -
XC030504-3 - Ccs 030504A-404 100 - 444 - - -
XC030504-4 - Ccs 030504A-405 250 - 1279 - - -
XC030504-5 - cs 030504A-406 500 - 2511 . - -
XC030504-6 - cs 030504A-407 1000 - 4733 - . -
Methanot Wash - c 030504A-408 - - o - - -
0106020 Control n [o} 030504A-409 - 1 [} ND . -
0106020 Spk A na LCS 030504A-410 - 1 316 733 50 147
0106020 Spk B na LCS U30504A411 - 1 228% 485 500 97
L1958-17 Spk C Influent 3 LF 030504A-412 - 10000 272 . 500000 -
L1958-17 Spk C Influent 3 LF 030504A-413 - 1000 2500 529000 500000 98
L1958-5 Spk D Comb Effluent 1/2 LF 030504A-414 - 100 450 10100 10000 96
L1958-9 Spk E Port 4A LF 030504A-415 - 100 2705 57200 25000 108
L1958-13 Spk F Port 4B LF D3DS04A-416 - 100 2207 46800 25000 100
L1958-1 8pk G Influent 1/2 LF 030504A-417 - 100 1960 41700 10000 -4~
XC030504-1 - Cs 030504A418 25 - L - - -
L1958-1 Influent 1/2 S 030504A-419 - 200 861 * -
LI1958-1 Rep Influent 1/2 s 030504A-420 - 200 R4 * - -
L1958-2 Influcnt 1/2 Dup S 030504A-421 - 200 937 v - -
L1958-1 Influent 1/2 S 030504A-422 - 100 1982 42100 - -
L19358-1 Rep Influent 1/2 s 030504A-423 - 100 2119 45000 - -
L1958-2 Influent 1/2 Dup s 030504A-424 - 100 2172 46100 - -
L1958-1 Influent 1/2 s 030504A-425 . 10 37158 * - -
L1958-1 Rep Influent 1/2 s 030504A-426 . 10 23235 . - -
L1958-2 Influent 1/2 Dup s 0305044427 - 10 21405 . - -
L1958-3 Influent 1/2 Low Spk FF 030504A-428 - 1000 0 ND 10000 o
L1958-3 Influent 1/2 Low Spk. FF 030504A-429 - 100 0 - 10000 -
119584 Influent 1/2 High Spk FF 0305044430 - 1000 880 191000 100000 149
XC030504-2 - Ccs 030504A-431 50 - 223 - - -
L1958-5 Comb Effluent 1/2 S 030504A-432 - 1 2244 476 - -
L1958-5 Rep Comb Effluent 1/2 s 030504A-433 - 1 2114 449 - -
Li958-6 Comb Effluent 1/2 Dup s 030504A-434 - 1 2215 432 - -
L1958-7 Comb Effluent 1/2 Low Spk. FF 030504A-435 - 160 356 8170 10000 77
L1958-8 Comb Effluent /2 High Spk FF 030504A-436 - 1000 336 77500 100000 7
XC030504-3 - cs 030504A-437 100 - m - - -
L1958-9 Port4A s 030504A-438 - 100 1405 30100 - -
L1958-2 Rep Port4A s 030504A-439 - 100 1370 29300 - -
L1958-10 Port 4A Dup S 030504 A-440 - 100 (1) 23300 - -
L1958-9 Por4A ) 030504A-441 - 10 13380 - - -
L1953-9 Rep Port4A 5 030504A-442 - 10 12420 * - -
L1958-10 Port 4A Dup s 030504A-443 - 10 13765 . - -
L1958-11 FPort 4A Low Spk FF 030504A-444 - 100 1454 31100 10000 10
L1958-12 Port 4A High Spk FF 030504 A-445 - 1000 380 36700 100000 57
XC030504-3 - cs 030504A-446 100 - ] - - -
L1958-13 Port4B 8 0305044447 - 100 1013 21900 - -
L1958-13 Rep Port4B S 030504A-448 - 100 1050 22700 - -
L19s8-14 Port 4B Dup N 030504A-449 - 100 170 25200 - -
L195g-13 Port 4B s 030504A-450 - 1o 12069 o - -
L1958-13 Rep Poit 4B s 030504A-451 - 10 14649 hd - -
L1958-14 Port 4B Dup s 030504 A-452 - 10 13698 - - -
L1958-15 Port 4B Low Spk FF 030504A-453 - 100 1474 31500 10000 96
L1958-16 Port 4B High Spk FF 030504 A-454 - 1000 661 145000 100000 123
XC030504-9 - cs 030504A-455 250 - 1150 - - -
L1958-17 Influent 3 s 030504A-456 - 1000 o + - -
L1958-17 Rep Influent 3 s 0305044457 - 1000 o * - -
L1958-18 Influems 3 Dup s 030504A-453 - 1000 0 e - -
L1958-17 Influent 3 S 030504A-459 - 100 1732 36900 - -
L195R-17 Rep Influent 3 S 030504 A-460 - 100 1880 40000 - -
L1958-18 Influcot 3 Dup s 0305044461 - 100 1541 32900 - -
L1953-17 Influent 3 s 030504A-462 - 10 17768 * - -
L1958-17 Rep Influent 3 8 030504A-463 - 10 17424 . - -
L1958-18 Influent 3 Dup S 030504A-464 - 10 16181 v - -
L1958-20 Influent 3 High Spk FF 030504A-465 - 1000 745 163000 100000 126
L1958-20 Influent 3 High Spk FF 030504 A-466 . 100 5676 * 100000 -
L1958-19 Influent 3 Low Spk FF 030504 A-467 - 1000 0 ND 10000 a
KC030504-5 - cs 030504A-468 500 - 2174 - - -
Methanc) Wash - C 030504A-469 - - 0 - - -
L1958-21 Trip Blank s 030504 A-470 - 1 1] ND - -
L1958-22 Trip Blank Low Spk FF 030504A-471 - 100 228 5500 10000 55
L1958-23 Trip BlankHigh Spk FF 030504A-472 - 1000 186 46200 100000 46"
XC030504-6 - Ccs 030504A-473 1000 - 3509 - - -
Analyte Found (ppt) = (peak arca - interoept) / slope x DF Standand Curve : Linear (1/x weighted)
Recovery (%) = analyte found (ppl)-analyte found in control (pp!)] x 100 Intercept = -35.1105
amount added (ppt) Slope = 4.78826

C5 = Calibration standard

C = Control sanple

$ = Sample

CK = Check Sundard

LP = Lab fortificd sample
FF = Field fortified sample
LCS = Laboratory Control Spike

Coef. Of Det = 0.995207

ND = Not detected = Response between 0 and 25 ppt
NQ = Not quantifiable = Respons¢ between 25 ppt and LOQ (50 ppt)

*Samplc was analyzal with sevaral dilution factors in the sume run. The approprisic results are reported.
ASec data sct 031704A for re-extraction.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0092
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RAW DATA REPORT
Sponsor StudyNo: ~ NA Limit of Quantitation: 50ppt SetNo: 030504A
Exygen Study No: L1958 Injection Volume: 15 pk Analyst: Karen Risha
Analye: Perfluorhexancsulfonate Mauix: Water Instrumnent Type: LC/MS/MS Unit # 6
1ons Moritored: 399 >80 Sample Volume: 40.0mL Extraction Date: 03/05/04
Site: NA Final Yolume: 50mL Analyzed on: 03/12-13/04
Std Analyte Amount
Exygen Sponsor Sample Run Cone.  Dilution Pesk Found Added Recovery
1D D Code No. t) ___ Factor Area @pY) (pt) )

XCe30504-0 - s 030504 A-401 o - 0 - - -

XC030504-1 - Ccs 030504A402 25 - 1379 - - -

XC030504-2 - cs 030504A-403 50 2696 - - -

XC030504-3 - cs 030504A-404 100 - 4914 - - -

XC030504-4 - cs 030504A-405 250 - 11625 - - -

XC030504-5 - cs 0310504 A-406 00 - 23810 - - -

XC030504-6 - Cs 030504A-407 1000 - 48232 - - -

Methanol Wash - c 030504A-408 - - 0 - - -

0105020 Control na C 030304A-409 - 1 0 ND - -

0106020 Spk A na LCs 030504A-410 - 1 2344 47.2 50 94
0106020 Spk B na LCS 030504A411 - 1 23709 S5 500 103
L1958-17 Spk C Influent 3 LF 030504A412 - 10000 47 * 500000 -

L1958-17 Spk C Influent 3 LF 030504A-413 - 1000 22471 488000 500000 96
L1958-5 Spk D Comb Effluent 1/2 LF 030504A-414 - 100 4803 10100 10000 101
L11953-9 Spk B Port 4A LF 030504A415 - 100 12414 26800 25000 95
L1958-13 SpkF Port 4B LF 030504A416 - 100 11586 25000 25000 94
L1958-1Spk G Influent 172 LF 030504A417 - 100 6090 12900 10000 83

XC030504-1 - cs 030504A418 25 - 1160 - - -
L1958-1 afluent 1/2 s 030504A419 - 200 1018 * - -

L1958-1 Rep Influent 1/2 S 030504A-420 - 200 1095 d - -
L1958-2 Influent 1/2 Dup s 030504A-421 - 200 966 " - -
L1958-1 Influent 1/2 N 030504A422 - 100 2035 * - -

L1958-1 Rep Influent 1/2 s 030504A-423 - 100 2137 * - -
L1958-2 Influent 1/2 Dup S 030504A-424 - 100 2284 » - -
L1958-1 Influent 1/2 s 030504A-425 - 10 21343 4630 - -

L1958-1 Rep Influent 172 s 030504A426 - 10 20984 4550 - -
L1958-2 Influent 1/2 Dup S 030504A-427 - 10 21008 4560 -

L1958-3 Influent 1/2 Low Spk FP 030504A-428 - 1000 0 * 10000 -
L1958-3 Influent 172 Low Spk FF 030504A-429 - 100 0 ND 10000 o
119584 Influent 1/2 High Spk FF 030504A430 - 1000 4751 99900 100000 95

XC030504-2 - cs 030504A 431 56 - 2479 - - -
L1958-5 Comb Effluent 1/2 S 030504A-432 - 1 0 ND -

L1958-5 Rep Comb Eftluent 1/2 s 030504A-433 - 3 0 ND - -
L1958-6 Cowb Effluent 1/2 Dup s 030504A-434 - 1 [ ND - -
L1958-7 Comb Effluent 1/2 Low Spk FF 030504A-435 - 100 4103 8580 10000 86
L1958-8 Cormb Effluent 1/2 High Spk FF 030504A436 - 1000 3946 82300 100000 82

XC030504-3 - cs 030504A437 100 - 5062 - - -
L1958-9 Port4A 8 030504A-438 - 100 1082 . - -

L1958-9 Rep Port4A S 030504A-439 - 100 1104 . - -
L1953-10 Port4A Dup S 030504A-440 - 100 1046 hd - -
L1958-9 Port 4A s 0305044441 - 10 9161 1970 - -

L1958-9 Rep Port4A S 030504A-442 - 10 9142 1960 -

L1958-10 Port 4A Dup S 030504A-443 - 10 9089 1950 - .
L1958-11 Port 4A Low Spk FF 030504A-444 - 100 5091 10700 10000 87
L1958-12 Port 4A High Spk FF 030504A-445 - 1000 3662 76100 1006000 74

XC030504-3 - (o] 030504A-446 100 - 4039 - - -
L1958-13 Port4B S 030504A-447 - 100 712 . - -

L1958-13 Rep Port 4B 8 030504A-448 - 100 714 hd - -
L1958.14 Port 4B Dup S 0305044449 - 100 738 A -

L1958-13 Port 4B 5 030504A-450 - 10 6945 1480 - -

L1458-13 Rep Port4B s 030504A-451 - 10 7235 1540 - -
11958.14 Port 4B Dup s 030504A-452 - 1o 7703 1650 - -
1195815 Port 4B Low Spk FF 030504A-453 - 100 1864 10200 10000 87
L1958-16 Port 4B High Spk FF 030504A-454 - 1000 5090 107000 100000 106

XC030504-¢ - Ccs 030504A-455 250 - 12417 - - -
L1958-17 Influent 3 8 030504A-456 - 1000 339 b -

L1958-17 Rep Influent 3 S 030504A457 - 1000 376 * -
L1958-18 Influent 3 Dup s 030504A-458 - 1000 307 - -
L1958-17 Influent 3 S 030504 A-459 - 00 2733 * - -

L1958-17 Rep Influent 3 s 030504 A-460 - 100 14R1 » - -
L1958-18 Influcnt 3 Dup S 030504A-461 - 100 3366 - -
L1958-17 Influent 3 S 030504A-462 - 10 28503 6200 -

11958-17 Rep Influent 3 s 030504 A-463 - 10 28142 6120 -
L1958-18 Influent 3 Dup s 030504 A-464 - 10 29153 6340 - -
L1958-20 Influent 3 High Spk FF 030504A-465 - 1000 4429 . 100000 -
L1958-20 Influent 3 High Spk FF (30504A-465 - 100 42130 91900 100000 86
L1958-19 Influent 3 Low Spk FF 030504 A-467 - 1000 975 17200 10000 1o

XC030504-§ - cs 030504A-468 500 - 22123 - - -

Methanol Wash - C 030504A-469 . - o - - -
L1958-21 Trip Blank s 030504A-470 - 1 0 ND - -
1195822 Trip Blank Low Spk FF 030504A471 - 100 4781 10100 10000 101
L1958-23 ‘Trip BlankHigh Spk FF 030504A472 - 1000 4507 95600 100000 96

XC030504-6 - cs 030504A473 1000 - 42865 - - -

Amalyte Found (ppt) = (peak area - imercept) / slope x DF Standard Curve : Linear (1/x weighted)
Recovery (%) = analytc found (pp1)-analyle found in control (ppt)] x 100 Intercept = 187.490
amount added (ppt) Slope = 456617

CS = Calibration standard
C = Contiol sample

§ = Sample

LF =Lab fortified sample

FF = Field fortified sample

LCS = Laboraiory Control Spike
CK = Check Standard

ND =~ Notdstected = Response between 0 and 25 ppt

NQ = Not quantifiable = Responsc between 25 ppt and LOQ (50 ppt)

*Sample was analyzed with several dilution factors in the same run. The appropriate dilution is reporied.
~Sec data set 031704A for re-extraction.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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RAW DATA REPORT
Sponsor Snudy No: NA Limit of Quantitation: 50ppt Set No: 030504A
Exygen Study No: L1958 Injection Volume: iSpl Analyst: Karen Risha
Analyte: Perfluorooctanesulfonate Matrix: Water Instrument Type: LC/MS/MS Unit# 6
Ions Moniiored: 499 -> 99 Sanple Volume: 40.0 mL Extraction Datc: 03/05/04
Site: NA Final Volume: 5.0mL Anaiyzed on: 03/12-13/04
Sid. Anatyte Amount
Exygen Spoagor Sample Run Conc.  Dilution Peak Found Added Recovay
D D Code No. (pd __ Factor Area Gpyy _ e (%)
XC030504-0 - e} 030504A~401 1] - o - - -
XC030504-1 - cs 030504A-402 25 - 728 - - -
XC030504-2 - cs 030504A-403 50 - 1469 - - -
XC020504-3 - cs 030504A-404 100 - 2529 - - -
XC030504-4 - o] 030504 A-405 250 - 5985 - - -
XC030504-5 - cs 030504A-406 500 - 12744 - - -
XC030504-6 - cs 030504A-407 1000 - 24695 - - -
Methanol Wash - C 030504A-408 - - 0 - - -
0106020 Control na C 030504A409 - 1 0 ND - -
0106020 Spk A na LCS 030504A-410 - 1 1365 53.8 50 108
0106020 Spk B na LCS 030104A411 - 1 12725 524 500 105
L1958-17 Spk C Influent 3 LF 030504A-412 - 10000 1533 . 500000 -
L1958-17 Spk C Influent 3 LF 030504A-413 - 1000 13593 577000 500000 108
L1958-5 SpkD Comb Efflucat 1/2 LF 030:04A414 - 100 2345 9440 10000 94
L1958-9 Spk E Port4A LF 0305044415 - 100 6696 27500 25000 96
L1958-t3 Spk F Port4B LF 030504A-416 - 100 6142 25200 25000 %
L1958-1 $pk G Influent 1/2 LF 030504A-417 - 100 4454 18200 10000 438~
XC030504-1 - cs 030504A-418 25 - 512 - - -
L1958-1 influent 1/2 S 030504A-419 - 200 1332 4 - -
L1958-1 Rep Influent 172 s 030504A-420 - 200 1109 . - -
L1958-2 Influcnt 1/2 Dup S 030504A-421 - 200 1100 * - -
L1958-1 Influent 1/2 S 030504A-422 - 100 3293 13400 - -
L1958-1 Rep Influent 172 S 030504A-423 - 100 2802 11300 - -
L1958-2 Influent 1/2 Dup s 030504A-424 - 100 2730 L1100 - -
L1958-1 Influent 1/2 8 0305044425 - 10 26603 * - -
L1958-1 Rep Influent 1/2 s 030504A-426 - 10 24060 * - -
L1958-2 Influent 1/2 Dup S 030504A-427 - 10 24785 * - -
L1958-3 Influent 1/2 Low Spk FF 0305044428 - 1000 0 * 10000 -
L1958-3 Influent 1/2 Low Spk FF 030504A-429 - 100 0 ND 10000 [
L1958-4 Influent 1/2 High Spk FF 030504A-430 - 1000 2778 112000 100000 929
XCU30504-2 - Cs U303U4A-431 50 - 1331 - - -
L1958.-5 Comb Effluent 1/2 s 030504A-432 - 1 186 ND - -
L1958-5 Rep Comb Effluent 1/2 s 030504A-433 - 1 165 ND -
L1958-6 Comb Effluent 1/2 Dup s 030504A-434 - 1 142 ND - -
Li958-7 Comb Effluent 1/2 Low Spk FF 030504A-435 - Loo 2055 8240 10000 82
L1958-8 Comb Effluent 1/2 High Spk. FF 030504A-436 . 1000 2139 85900 100000 86
NC030504-3 - cs 0305044437 100 - 2354 - - -
L1958-9 Port4A § 030504A-418 - Loe 917 b - -
L1958-9 Rep Port 4A 5 030504A-439 - 100 898 * - -
L1958-10 Port 4A Dup - 030504A-440 - 100 1100 *
L1958-9 Port 4A § 030504A-441 - 10 B371 3440 - -
L1958-9Rep Port 4A s 030504A-442 - 10 8132 3340 - -
L195e-10 Port 4A Dhp S 0305044443 - 10 7946 3170 - -
L1958-11 Port 4A Low Spk FF 030504A-444 - 100 2697 10900 10000 75
L1958-12 Port 4A High Spk FF 0305D4A-445 - 1000 1308 72100 100000 69
XC030504-3 - cs 030504A-446 100 - 2512 - - -
L1958-13 Port 4B B 030504A-447 - 100 653 * - -
L198-13 Rep Port 4B S 030504A-448 - 100 653 A - -
L1958-14 Port 48 Dup s 030504A-449 - 100 639 . - -
L1958-13 Port 4B S 030504A-450 - 10 6368 2610 - -
L1958-13 Rep Port 4B S 030504A-451 - 10 6657 2730 - -
L1958-14 Port 48 Dup k3 030504A-452 - 10 7076 2900 - -
L1958-15 Post 4B Low Spk FF 030504A-453 - 100 2731 11000 10000 84
L1958-16 Port 4B High Spk FF 030504A-454 - 1000 2746 111000 100000 108
XC030504-4 - cs 030504A-455 250 - 5998 - - -
L1958-17 Influent 3 S 030504A-456 - 1000 1343 . - -
L1948-17 Rep Tofluent 3 s 030504A-457 - 1000 986 . - -
L1958-18 influent 3 Dup s 030504A-458 - 1000 1028 * - -
L1958-17 Influent 3 S 030504A-459 - 100 9171 37700 - -
L1958-17 Rep Influent 3 S 0305044460 100 9837 40500 -
L1958-18 Influent 3 Dup S 030504A-461 - 100 8968 36900 - -
L1958-17 Influent 3 s 030504 A-462 - 10 83246 * - -
L1958-17Rep Influent 3 s 0305044463 - 10 B7362 * - -
L1958-18 Influent 3 Dup S 0305044464 - 10 79712 * - -
L1958-20 Influent 3 High Spk FF 030504 A-465 - 1000 3033 123000 100000 85
L1958-208 Influent 3 High Spk. FF 030504A-466 - 100 28897 . 100800 -
L1958-19 Influent 3 Low Spk FF 030504A-467 - 1000 1178 46100 16000 84
XC030504-3 - Cs 030504A-468 500 - 11691 - - -
Methanol Wash - C 0305044469 - - 0 - - -
L1958-21 Trip Blank s 030504A-470 - 1 0 ND - -
L1958-22 Trip Blank Low Spk FF 030504A-471 - 100 2691 10300 10000 109
L1958-23 Trip BlankHigh Spk FF 030504A-472 - 1000 2573 104600 100000 104
XC030504-6 - Cs 030504A-473 1000 - 23653 - - -
Analyte Found (ppt) = (peak arca - intercept) / slope x DF Standard Curve : Lincar (1/x weighted)
Recovary (%) = ‘analyte found (ppt)-analyte found in control (ppt)] x 100 Intercept = 66.8162
amount added (ppt) Slope = 24.1350

CS§ = Catftration siandard

C = Control sample

S = Sample

CK = Check Standard

ND = Not detected = Response between 0 and 25 ppt
NQ = Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

LF =Lab fortfied sample
FF = Ficld fortified sample
LCS = Laboratory Control Spike

*Sample was analyzed with several dilution factors in the sarne run. The sppropriate dilution is reported.
“Sce data sei 031704 A for re-cxiraction.
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Phone: 814-272-1039

I 3058 Research Drive
K T E A i\ o State College, PA 16801 Fax: 814-231-1580

Internal Chain of Custody/Fortification Sheet

Exygen Study Number: L1958 Matrix: Water
Sponsor Study/Protocol No: NA
The samples listed below were removed from refrigerator No. 33’
Time _(08.50 Date mitials_ &4
CLIENT SAMPLE ID EXYGEN ID NUMBER VOLUME (ml) | FORTIFICATION (ng)
na 0106020 Control 40.0 -
na 0106020 Spk A 40.0 2.0
na 0106020 Spk B 40.0 20.0
Influent 3 L1958-17 Spk C 40.0 ® 400000
Comb Effluent 1/2 L1958-5 Spk D 40.0 400.0
Port 4A L1958-9 Spk E 40.0 1000.0
Port 4B L1958-13 Spk F 40.0 1000.0
Influent 1/2 1.1958-1 Spk G 40.0 400.0
Influent 3 L1958-17 40.0 -
Influent 3 L1958-17 Rep 40.0 -
Influent 3 Dup 1.1958-18 40.0 -
Influent 3 Low Spk L1958-19 40.0 -
Influent 3 High Spk L1958-20 40.0 -
Comb Effluent 1/2 L1958-5 40.0 -
Comb Effluent 1/2 L1958-5 Rep 40.0 -
Comb Effluent 1/2 Dup L1958-6 40.0 -
Comb Effluent 1/2 Low Spk L1958-7 40.0 -
Comb Effluent 1/2 High Spk L1958-8 40.0 -
Port 4A L1958-9 40.0 -
Port 4A L1958-9 Rep 40.0 -
Port 4A Dup L1958-10 40.0 -
Port 4A Low Spk 11958-11 40.0 -
Port 4A High Spk L1958-12 40.0 -
Spiking Solution Used Volume Used for Spiking Ipitial/Date
0106020 Spk A F012004-10 (10 ng/mL) 200 pL (200 L micropipet) | Kol / 63051
0106020 Spk B F(012004-9 (100 ng/mL) 200 pL (200 pL micropipet) d/ /03105
L1958-17 Spk C F012004-6 (100000 ng/mL) P 00 L (200 i micropipet | N (R
1.1958-5 Spk D FO12004-8 (1000 ng/mL) 400 pL (200 pL micropipet) 520
11958-9 Spk E F012004-7 (10000 ng/mL) 100 L (200 uL micropipet) J
L1958-13 Spk F F012004-7 (10000 ng/mL) 100 pL (200 L micropipet) 0315
L1958-1 Spk G FO12004-8 (1000 ng/mL) 400 pL (200 uL micropipet) M_ /05l
All samples were measured:
Time__JOQ0 Date Initials 674
i 1Y igerator No. 3’
Sk AR SV 7 2 e A

Comments: 200 yL of 250 mg/mL sodium thiosulfae was added to all samples before spiking. Initials/Date: ML

Data Set: O?)Z)S[HB Initials/Date: % !ﬁ]\?—' Dq'

Analysis Summary:

Data Set: - Initials/Date:
Data Set: - Initials/Date: ___—~
Set extraction/analysis data verified by: Date: 3
uly 26, 2001/6
(b 200 wnnedded - %0310

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539246

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Phone: 814-272-1039
Fax: 814-231-1580

3058 Research Drive
State College, PA 16801

E en

RESEARCH

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET
PROTOCOL NUMBER: NA

EXYGEN STUDY NUMBER: L1958

MATRIX: Water

METHOD: *

ANALYTES: C4,C6, C7 & C8 Acids, C4, C6 & C8 sulfonates

Client ID Exygen ID STED STEF | Dilutons | SIEP | Dilutions | STEP Reagents/
1 2 (mL/mL 3 (mL/mL) 4 Materials Lot #
na 0106020 Control - { ~ — Methanol 43323398
na 0106020 Spk A ~ - - CIR SPE w3781
na 0106020 Spk B -~ - -  Type | Water NA
Influent 3 L1958.17 Spk C %" N0 - - - -
Comb Effluent 1/2 11958-5 Spk D Vo - _ -
Port 4A 1.1958-9 Spk E *Yio - - -
Port 4B L1958-13 Spk F Yo - - initials/Date___|EH 3/5/04
Influent 12 L11958-1 Spk G %Yo | - - -
Tnfluent 3 L1958-17 % Kol = - -]
Influent 3 L1958-17 Rep DY oYM - - B
Influent 3 Dup L1958-18 %5000 - - B
Influent 3 Low Spk L1958-19 3% ho g0 - - -
Influent 3 High Spk _ L1958-20 %000 & - - -
Comb Effluent 1/2 L1958-5 - - - -
Comb Effluent 1/2 L1958-5 Rep - N - R
Comb Effluent 1/2 Dup _ L1958-6 ~ - - -
Comib Effluent 1/2 Low Spk L1958-7 *Vio - - -
Cormb Effluent 1/2 High Spk L1958-8 %Yo M0 - - -
Port 4A L1958-9 %o 0% d - - HPLC
Port 4A L1958-9 Rep 2) %X 50V .d - - Methanol EEC Ty
Port 4A Dup L1958-10 TPY 5 0% 4 - _ Acetate BRG]
Port 44 Low Spk L1958-11 Yo - - Type [ water NA
Port 4A High Spk L1958-12 A M 0V 040 - - J
*nitials/Date - 27‘5/01 %7/} /H 03 %04 mﬁ-ﬁ)\s{ - - Initials/Date %]\M
1: 1} lean-up (omitti % wa 2
g}gg 2: E:;Elc\?olllg:nneclo 5 nI:II.), golleztgg 3\0 lg vx:nfl;)olypropolene tubes 8552 . “\)(())? :’gg‘ :'E"&o?m @Smbmw\{

STEP 3: LC/MS/MS analysis

STEP 4: LC/MS/MS reanalysis.

(5 1¥= 100 amd- lo0p

>
*Initials and date under each step indicates the personnel that performed this step. % = 10
$$ Method of Analysis for the Determination of Perfluorooctane sulfonate (PFOS), P2rfluorooctane sulfonylamide (PFOSA), and Perfluorooctanoate (POAA) in Water

Final extracts stored in retﬁgera!orjgj Initials: ﬂ'}_ Date: 3 / 5 [@_’z

COMMENTS:

1939.0096

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862
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3058 Research Drive
State College, PA 16801

Exveen

RESEARCH

Internal Chain of Custody/Fortification Sheet

Phone: 814-272-1039
Fax: 814-231-1580

Exygen Study Number: L1958 Matrix: Water
Sponsor Study/Protocol No: NA
The samples listed below were removed from refrigerator No. 3
Time __ 0550 Date__3/ % 10 Initials EH
CLIENT SAMPLE ID EXYGEN ID NUMBER VOLUME (mL) | FORTIFICATION (ng)
Port 4B 11958-13 40.0 -
Port 4B L1958-13 Rep 40.0 -
Port 4B Dup L1958-14 40.0 -
Port 4B Low Spk L1958-15 40.0 -
Port 4B High Spk L1958-16 40.0 -
Influent 1/2 L£1958-1 40.0 -
Influent 1/2 L1958-1 Rep 40.0 -
Influent 1/2 Dup 11958-2 40.0 -
[nfluent 1/2 Low Spk 11958-3 40.0 -
Influent 1/2 High Spk L1958-4 40.0 -
Trip Blank L1958-21 40.0 -
Trip Blank Low Spike L1958-22 40.0 -
Trip Blank High Spike L1958-23 40.0 -
Spiking Solution Used Volume Used for Spiking Initial/Date

All samples were measured:
Time

Date 3&5‘ / ’ad

mitials_ &M

After measuring samples were returned to r rg rator No. 3 9’
Time __ 3 Date _3 (ad Initials 5771

Comments: 200 uL of 250 mg/mL sodium thiosulfate was added to all samples before spiking. Initials/Date:

Analysis Summary:

Data Set: _Qa_oﬂc__

Data Set: -
Data Set: -

Set extraction/analysis data verified by:

Initials/Date:
Initials/Date:
Initials/Date:

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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I 3058 Research Drive Phone: 814-272-1039
RESEARCH State College, PA 16801 Fax: 814-231-1580

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET

EXYGEN STUDY NUMBER: L1958 METHOD: * PROTOCOL NUMBER: NA
MATRIX: Water ANALYTES: C4, C6, C7 & C8 Acids, C4, C6 & C8 sulfonates
Client ID Exygen ID STEP STEP | Dilutions | STEP | Dilutions | STEP Reagents/
1 2 (mL/ml) 3 (mL/mL) 4 Materials Lot #
Port 4B L1958-13 D7e o | — -~ Methanol H232334%
Port 4B L1958-13 Rep o o - — C18 SPE W33)781(
Port 4B Dup L1958-14 %% 9,0 — _ Typel Water NA
Port 4B Low Spk L1958-15 0 e - - - -
Port 4B High Spk L1958-16 Yo OYi0 - _
Influent 1/2 L1958-1 Y 0N o 55 ~ - - -
Influent 1/2 L1958-1 Rep N0 Ao SAb _ _ Initials/Date  |EH 3/ /Y
Influent 1/2 Dup L1958-2 Y% o _ _ ) .
Influent 1/2 Low Spk L1958-3 oy %D B - . ;
Influent 1/2 High Spk 11958-4 5V 210 - - - -
Trip Blank L1958-21 | - - - ] B
Trip Blank Low Spike L1958-22 1 °oVio — - ] R
Trip Blank High Spike L1958-23 \J NJ %Yol Y - — -
- - - - - - - - HPLC
- - - - - - - : ium pceate | Y 36159
- - - - - - - - Type I water NA
- - 7 ~ - 34 2 - - - )
3/
*Initials/Date - 2/&{0‘1 /Eddf oalc?f/w- Qﬂ@ - - Initials/Date Oahm
. 1H1: 0/
ggg ; igglc\?(l)mectlz?n?f S:?)Illll:;gg i‘:]ol/g :vnaL,SI;J)olypropolme tubes G)E > 10 owdk 100
STEP 3: LC/MS/MS analysis @100 %‘5“’510"}
STEP 4: LC/MS/MS reanalysis. = 10, 100 amd- 200
F 7100 Wnd- 1000
C0027262

8% Method of Analysis for the Determination of Perfluorooctane sulfonate (PFOS), Perfluorooctane sulfonylamide (PFOSA), and Perfluorooctanoate (POAA) in Water

Final extracts stored in refrigerator 33' Tnitials: 97} Date: 3 Zs-é &

COMMENTS:

July 19,2001/4

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNOQ1539249
DISTRICT COURT, NO. 27-CV-10-28862
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3058 Research Drive
State College, PA 16801

Phone: 814-272-1039
Fax: 814-231-1580

Exveen

RESEARCH

PREPARATION OF EXTRACTED CALIBRATION STANDARDS

Protocol No.:  None Exygen Study No.: NA Matrix: Type [ Water®
Method No.:  $$ Analytes: C4.C5.C6.C7 and C8 Acids; Sample Vol: 40 mlL
C4. C6 & C8 Sulfonates
Sponsor Exygen Fort. Fort. Fort. Micropipet Fort. Final
Sample Sample Sample Solution | Soln. Conc. | Volume used Level Solution Reagents/ Lot #
D D Description 1D {ng/mL) (ul) (uL) Jppt) ID # ** Materials
NA 0106020 | Typel water® - - - - - XC030504-0 Methanol | #332334'%
NA 0106020 Type I Water® | F012004-10 10 100 200 25 XC030504-1 CISSPE  [W33I761)
NA 0106020 Type I Water® | F012004-10 10 200 200 50 XC030504-2 Type [ Water NA
NA 0106020 Type I Water” F012004-10 10 400 200 100 XC030504-3 - -
NA 0106020 Type | Water® F012004-9 100 100 200 250 XC030504-4 - -
NA 0106020 Type I Water® F012004-9 100 200 200 500 XC030504-5 - -
NA 0106020 Type ] Water” F012004-9 100 400 200 1000 XC030504-6 - -
- - - - - - - - - Initials/Date: /S_ / ”V
Vertical arrows in a column indicate identical values.
**This must be a unique number. Use this system: Extracted Calibration Soln ID #: XCMMDDYY-0,1,2,3. etc.
Samples removed fro freezer # 33 Time: 0850 Initials/Date: éz / ;{f é 7
40 mL of each sample measured using a S mL graduated cylinder. Initials/Date: £ /1 3/5/7Y
After measuring, samples returned to rlgerat / freezer #_ 32 Time: 144 Initials/Date: £4  / Mt
Samples fortified: Inmals/Date%/ 6515_5,_ 0‘-{
SPE clean-up (omitting 40% Wash): Initials/Date: / 2/S oV
Final volume adjusted to 5 mL: Initials/Date: EH 1 2/S7/K
Extracis placed in refrigerator # 3 Initials/Date: _QL/ /80Y STANDARD EXPIRATION DATE:  3/19/04

Comments: ~This type I water has been filtered through a hypercarb filter

$8 Method of Analysis for the Determination of Perfluorooctane sulfonate (PFOS), Perfluorooctane sulfonylamide (PFOSA), and Perfluorooctanoate (POAA) in Water

July 10, 2001/0

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1939.0099
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Masslynx - Sample List

Sample List: C:\MASSLYNX\Fluorochemicals.PRO\SampleDBW30504A CG ACSFM.SPL

Printed: Fri Mar 12 15:42:23 2004

Vial File Name

1 030504A-401
2 030504A-402
3 030504A-403
4 030504A-404
5 030504A-405
6  030504A-406
7 030504A-407
92 (030504A-408
11 030504A-409
10 12 030504A-410
11 13 030504A-411
12 14 030504A-412
13 15  030504A-413
14 16 030504A-414
15 17  030504A-415
16 18 030504A-416
17 19 030504A-417
18 2 (30504A-418
19 20 030504A-419
20 21 030504A-420
by | 22 030504A-421
22 23 (30504A-422
23 24 030504A-423
24 25 030504A-424
25 26 030504A-425
26 27 030504A-426
27 28 030504A-427
28 29 (30504A-428
29 30 030504A-429
30 31  030504A-430
k! 3 030504A-431
32 32 030504A-432
33 33 030504A-433
34 34 (030504A-434
35 35 (30504A-435
36 36 (030504A-436
37 4 (030504A-437
38 37 (30504A-438
39 38 030504A-439
40 39 030504A-440
4 40 030504A-441
42 41  (030504A-442
43 42 (30504A-443
44 43 030504A-444

WD G PN -

LIMS ID

B o\ I
U T

ClientiD Sample Description

-— XC030504-0, 0 ng/L Standard
— XC030504-1, 25 ng/L Standard
— XC030504-2, 50 ng/L Standard
-— XC030504-3, 100 ng/L. Standard
— XC030504-4, 250 ng/L Standard
- XC030504-5, 500 ng/L Standard
- XC030504-6, 1000 ng/L Standard
- Methanol Wash

-— 0106020 Control

- 0108020 Spk A, 50 ng/L

— 0105020 Spk B, 500 ng/L

Exygen STUDY NO. _LI{S®

Matrix Sample Type Conc (nglL)

-— L1958-11Spk C, 260868 ng/L, DF=100003%—
-— L1958-¥ISpk C, 2668668-ng/L, DF=1000 LA

- L1958-5 Spk D, 10000 ng/L, DF=100
- L1958-9 Spk E, 25000 ng/L, DF=100
- L1958-13 Spk F, 25000 ng/L, DF=100
- L1958-1% Spk G, 10000 ng/L, DF=100
- XC030504-1, 25 ng/L Standard

- L1958-1, DF=200

- L1958-1 Rep, DF=200

-— L1958-2, DF=200

- £1958-1, DF=100

- L1958-1 Rep, DF=100

L0684-2, DF=100 L -2 -
— 11958-1, DF=10 458 %&\ﬁ\dr

L1958-1 Rep, DF=10

L1958-2, DF=10

— {.1958-3, DF=1000

L1958-3, DF=100

L1958-4, DF=1000
XC030504-2, 50 ng/L Standard
L1958-5

L1958-5 Rep

L1958-6

— L1958-7, DF=100

L1958-8, DF=1000

— XC030504-3, 100 ng/L Standard
L1958-9, DF=100

- L1958-10, DF=100

48749 Rep, DF=100 L\A 5B -
ep < ot

- L1958-9, DF=10

- L1958-9 Rep, DF=10
-— 1.1968-10, DF=10

- 1.1958-11, DF=100

oSl esisiv

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Blank

Blank

C

Standard
Analyte
Analyte
Analyte
Analyte
Analyte
Analyte
Analyte
Analyte
Analyte
QC

Qc

QC
Standard
Analyte
Analyte
Analyte
Qc

Qc
Standard
Analyte
Analyte
Analyte
Analyte
Analyte
Analyte
Qc

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1939.0100
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Masslynx Sample List Page 2

Sampie List: CAMASSLYNX\Fluorochemicais. PRO\SampleDB\030504A CG ACSFM.SPL X L\%ﬁ Page Position: (2, 1)
Printed: Fri Mar 12 15:42:23 2004 %, b3 , { P Exygen STUDY NO: __ =&

MS Method HPLC Method MS TuneFile Inj.-Volume

C68ACIDS C468 SULF  pfbs water Fiuorochems 15
C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
C68ACIDS C468SULF  pfbs water Fluorochems 15
C68ACIDS C468 SULF  pfbs water Fluorochems 15
C6BACIDS C468 SULF  pfbswater  Fluorochems 15
C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
10 CB8ACIDS G4 6 8 SULF pfbs water Fluorochams 15
11 C68ACIDS C468 SULF  pfbs water Fluorochems 15
12 CBBACIDSC468SULF  pfbswater Fluorochems 15
13  C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
14 C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
16 C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
16 C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
17 CB6BACIDS C468SULF  pfbs water Fluorochams 15
18 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
19 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
20 C68ACIDS C468SULF pfbs water Fluorochems 15
21 C68ACIDS G4 6 8 SULF pfbs water Fluorochems 15
22 C6B8ACIDSC468SULF  pibswater Fluorochems 15
23 C6B8ACIDS C468SULF pfbs water Fluorochams 16
24 C6B8ACIDSC468SULF  pibs water Fluorochems 15
25 CB68ACIDSC468SULF  pfbs water Fluorochems 15
26 C68ACIDSC468SULF  pfswater  Fluorochems 15
27 C6B8ACIDS C468 SULF pfbs water Fluorochems 15
28 CBB8ACIDS C468SULF  pfhswater Fluorochems 15
29 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
30 C6B8ACIDSC468SULF  pfbs water Fluorochems 15
31 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochams 15
32 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
33 C68ACIDS C468SULF pibs water Fluorochems 15
34 C6B8ACIDSC468SULF  phhswater  Fluorochems 15
35 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
36 C68ACIDS C4 68 SULF pfhs water Fluorochems 15
37 CB6BACIDSC468SULF  pfbswater  Fluorochems 15
38 C68ACIDSC468SULF  pibs water Fluorochems 15
39 C68ACIDS C468SULF pfbs water Fluorochems 15
40 CBBACIDS C4 68 SULF pfbs water Fluorochems 15
41 CBBACIDS C468SULF  pibs water Fluorochems 15
42 CB8ACIDS C468SULF pfbs water Fluorochems 15
43 CB8ACIDS C4 68 SULF pfhs water Fluorochems 15
4 CB8ACIDS C468 SULF pfbs water Fluorochems 15

WO ERWN

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNO01539252
DISTRICT COURT, NO. 27-CV-10-28862
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Masslynx - Sample List m Page 3
) Exygen STUDY NO. N
Sample List: CAMASSLYNX\Fluorochemicals. PRO\SampleDBW030504A CG ACSFM.SPL Page Position: {1, 2)

Printed: Fri Mar 12 15:42:23 2004

=l o3lelsy

Vial File Name LIMS ID ClientID Sample Description Matrix Sample Type Conc(ng/l) ConcB ConcC TestiD DF
45 44 030504A-445 --- — L1958-12, DF=1000 - Qc 100000 - - 0 1000
46 4 030504A-446 --- - XC030504-3, 100 ng/L Standard - Standard 100 - —_— 0 1
47 45 030504A-447 --- — L1958-13, DF=100 - Analyte - - - 0 100
48 46 030504A-448 -- - 1.1958-13 Rep, DF=100 - Analyte -— — 0 100
49 47  030504A-449 --- -— L1958-14, DF=100 - Analyie - - — 0 100
50 48 030504A-450 --- - L1958-13, DF=10 - Analyte - -— - [} 10
51 49 030504A-451 --- - L1958-13 Rep, DF=10 -— Analyte - - -— 0 10
52 50 030504A-452 -- - L.1958-14, DF=10 - Analyte - - - 0 10
53 51 030504A-453 — - L1958-15, DF=100 - Qc 10000 - — 0 100
54 52 030504A-454 --- - L1958-16, DF=1000 - Qc 100000 - - 0 1006
55 5 030504A-455 —- — XC0305044, 250 ng/L Standard -— Standard 250 --- - 0 1
56 53 030504A-456 — - L.1958-17, DF=1000 -— Analyte - - - 0 1000
87 54 030504A-457 -—- - L1958-17 Rep, DF=1000 -— Analyte - == - 0 1000
58 556 030504A-458 —- -— L1958-18, DF=1000 - Analyte -—- - - 0 1000
£9 56 030504A-459 - -— L1958-17, DF=100 — Analyte — - — 0 100
60 57 030504A-460 --- - L1958-17 Rep, DF=100 - Analyte - - - 0 100
61 58 030504A-461 --- - L1958-18, DF=100 — Anaiyte - - -— 0 100
62 59 030504A-462 - - L1958-17, DF=10 - Analyte - - - 0 10
63 60 030504A-463 --- -— L.1958-17 Rep, DF=10 - Analyte - = - 0 10
64 61 030504A-464 -~ - 1.1958-18, DF=10 - Analyte - —em - 0 10
65 62 030504A-465 —- -— D) L1958-18, DF=1000 - QC 10000 - - 0 1000
66 63 030504A-466 --- 1.1958-14, DF=100 - Qc 10000 - - 0 100
87 64 030504A-467 -— - 3. 1958-30, DF=1000 -— QC 100000 -— - 0 1000
68 6 030504A-468 --- - C030504-5, 500 ng/L Standard - Standard 500 -— - Q 1
69 92 030504A-469 -— - Methanol Wash -— Blank -~ - -- 0 1
70 65 030504A-470 — - L1958-21 -— Analyte - -~ - 0 1
71 66 030504A471 -—— - L1958-22, DF=100 -— QC 10000 - -~ 0 100
72 87 030504A-472 --—- - L1958-23, DF=1000 - Qc 100000 - - Q 1000
73 7 030504A-473 -— - XC030504-6, 1000 ng/L Standard — Standard 1000 --- -— [¢] 1

-20
g P LT
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNO01539253

DISTRICT COURT, NO. 27-CV-10-28862
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Masslynx - Sample List Page 4
Sample List: CAMASSLYNX\Fluorochemicals. PRO\SampleDBW030504A CG ACSFM.SPL _‘_/_lﬂ Page Position: (2, 2
Printed: Fri Mar 12 15:42:23 2004 L)Qg 051 | lJD‘-/ Exygen STUDY NO: g (2 2)

MS Methaod HPLC Method MS TuneFile Inj.Volume

45 C68ACIDSC468SULF  pfbs water Fiuorochems 15
46 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
47 CB68ACIDS C4 68 SULF pfhs water Fluorochems 15
48 C68ACIDSC468SULF pfbs water Fluorochems 15
49 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
50 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
51 C68ACIDS C468SULF pfbs water Fluorochems 15
§2 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
83 C68ACIDS C468SULF pfbs water Fluorochems 15
54 C68ACIDS C468SULF pfbs water Fluorochems 15
55 C68ACIDSC468SULF  pfbs water Fluorochems 15
56 C68ACIDS C468SULF pfbs water Fluorochems 15
57 C68ACIDS C468SULF pfbs water Fluorochems 186
58 C68ACIDS C468SULF pfbs water Fluorochems 15
59 C6B8ACIDS C468 SULF  pfbs water Fluorochems 15
60 CB8ACIDSC468SULF  pfbs water Fluorochems 15
61 C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
62 C68ACIDS C468SULF pfbs water Fluorochems 15
63 C6B8ACIDSC468SULF  pfbs water Fluorochems 15
64 C68ACIDS C468 SULF pfbs water Fluorochems 15
65 (C68ACIDS C468 SULF pfbs water Fluorachems 18
66 CBBACIDSC468SULF  pibs water Fluorochems 15
67 C68ACIDS C468SULF  pfbs water Fluorochems 15
68 C68ACIDS C468SULF  pfbs water Fluorochems 15
69 C6BACIDSC468SULF  pfbs water Fluorochems 15
70 C68ACIDSC468 SULF  pfbs water Fluorochems 15
71 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
72 C68ACIDS C468 SULF pfbs water Fluorochems 15
73 C68ACIDS C468SULF pfbs water Fluorochems 15

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNOQ1539254
DISTRICT COURT, NO. 27-CV-10-28862

1939.0103



LC/MS/MS SYSTEM AND OPERATING CONDITIONS

Sponsor Protocol No: NA Exygen Study No: L1958
Instrument: Micromass Quattro Ultima (LC/MS/MS Unit #6)
Computer: COMPAQ Professional Workstation AP200
Software: Microsoft Windows NT: Version 4 Build 1381: Service Pack 5
Micromass Limited: MassLynx 3.4 Build 004
HPLC Equipment: Hewlett Packard (HP) Series 1100
HP Bin Pump HP Vacuum Degasser
HP Autosampler HP Column Oven
HPLC Column: Genesis C-8, 5 cmx 2.1 mmi.d. x4 p (Exygen ID: 74A)
(JONESCHROMATOGRAPHY: Part No. FK5962E)
Mobile Phase (A) : 2 mM Ammonium Acetate in Type I Water \0_)&
Mobile Phase (B) : Methanol %O?}\\l
Analyst: Karen Risha

Exygen Research
3058 Research Drive, State College, PA 16801
Phone: (814) 272-1039 FAX: (814) 231-1580

NOTE: The next 3 pages are computer generated printouts from

the masslynx software program. The pages contain the
instrument settings used for the analysis of this data set.

All Handwritten Peak ID’s by: QL , Qﬁ‘ | le{

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Scanning Method Report

Method: C: \MASSLYNX\FLUOROCHEMICALS . PRON\ACQUDB\C6é 8 ACIDS C4 6 8 SULF
Last Modified: Mon Jan 20 15:32:38 2003

Printed: Fri Mar 12 15:44:59 2004
oo

Page 1

Solvent Delay ( mins ) : 0.00

Analog Channel 4 : Unused

Function : 1 MRM of 5 Mass Pairs ( ESP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Start Time ( Mins ) : 0.00

End Time { Mins ) : 12.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V)
1 299.00 99.0C 0.20 40 49
2 313.00 269.00 0.20 10 20
3 399.00 80.0C 0.20 35 50
4 413.00 369.00 0.20 10 10
5 499.00 99.00 0.20 40 30

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0105
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Method Report Page 1
Method File: c:\masslynx\fluorochemicals.pro\acqudb\pfbs water
Last Modified: Friday, March 12, 2004 15:38:56
Printed: Friday, March 12, 2004 15:45:09
b3z
- =
HP1100 LC Pump Initial Conditiomns
Solvents
A% 0.0
B% 10.0
C% 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 20.0
Min Pressure (bar) 0
Max Pregsure (bar) 400
Oven Temperature Left (°C) 35.0
Oven Temperature Right (°QC) 35.0
HP1100 LC Pump Gradient Timetable
The gradient Timetable contains 8 entries which are
Time A% B% C% D% Flow Pressure
0.00 90.0 10.0 0.0 0.0 0.300 400
2.00 90.0 10.0 0.0 0.0 0.300 400
5.00 10.0 80.0 0.0 0.0 0.300 400
9.00 10.0 20.0 0.0 0.0 0.300 400
9.50 0.0 100.0 0.0 0.0 0.300 400
14.00 c.0 100.0 0.0 0.0 0.300 400
14.50 90.0 10.0 0.0 0.0 0.300 400
20.00 90.0 10.0 0.0 0.0 0.300 400
HP1100 LC Pump External Event Timetable
The Timetable contains 6 entries which are
Time Column Switch Contactl Contact2 Contact3 Contact4
Initial Oft Off Off Of f Of £
0.00 Off On Off Off Off
0.05 Off Off Off Off Off
C.10 Off Off Oon Off Off
11.90 Off Off Off Cn Off
12.00 Off Off Of £ Off Off

HP1100 Autosampler Initial Conditions

Draw Speed

Eject Speed (pl/min)
Draw Position (mm)

Stop Time (mins)

Injection Volume (u1)

Vial Number

200.0
200
0.00
20.00
15.0
2

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0106

3M_MNO01539257



Tuning Method Report Page 1
Method: ¢ : \MASSLYNX\FLUOROCHEMICALS. PRO\ACQUDB\ FLUOROCHEMS
Printed: Fri Mar 12 15:45:22 2004 %ﬁ EA

¥ U 0 |‘AO\{

i

) Dau 499.00

i
SOURCE ( ESP- ) Set Rdbk Analyser Set Rdbk

i Capillary 3.00 -2.93 IM Res 1 14.0
Cone 20 -20 HM Res 1 14.0
Hexapole 1 0.0 IEnergy 1 1.0

M Aperture 1 0.0 Entrance -2 12
Hexapole 2 0.0 Collision 15 14
Scurce Block Temp. 100 100 Exit 2 16
Desolvation Temp. 300 299 IM Res 2 14.0

- HM Res 2 14.0

IEnergy 2 2.0
Multiplier 650  -648

- Pressures Rdbk Gas Flows Rdbk
Analyser Vacuum OFF Cone Gas 129.9
Gas Cell 3.0e-3 Desolvation 751.3

wl

o

(]

i

[

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 SM_MNO1539258

1939.0107



Quantify Calibration Report Page 1
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:56:39 2004

Printed: Tue Mar 16 07:26:23 2004 gﬁ(u’)\\b\bq Q\Mu(p -5

Compound 1 name: C6 Acid PFHA

Coefficient of Determination: 0.995965

Calibration curve: 152.223 * x + 2749.08

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

1.55e5+

Response-
o7 7 T T T T T T T AL A |ng/L
0.0 200.0 400.0 600.0 800.0 1000.0
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539259

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0108



Quantify Calibration Report Page 2
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:56:39 2004
Printed: Tue Mar 16 07:26:23 2004

Compound 2 name: C8 Acid PFOA

Coefficient of Determination: 0.996490

Calibration curve: 332.081 * x + 3900.44

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

3.42e5 x

Response-

‘ T T ———————— Ng/L
1 0.0 200.0 400.0 600.0 800.0 1000.0
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539260

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0109



Quantify Calibration Report Page 3
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:56:39 2004

Printed: Tue Mar 16 07:26:23 2004
Compound 3 name: C4 Sulfonate PFBS
1Coefficient of Determination: 0.995207
Calibration curve: 4.78826 ® x + -35.1105
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
4.75e3+
24
X
ResponseT
X
]
X
X
'35.1A""]""l"'I"‘l""l"'I""l“"l‘"'I""]ng/L
0.0 200.0 400.0 600.0 800.0 1000.0
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539261

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0110



Quantify Calibration Report Page 4
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:56:39 2004
Printed: Tue Mar 16 07:26:23 2004

Compound 4 name: C6 Sulfonate PFHS

Coefficient of Determination: 0.994244

Calibration curve: 45.6617 * x + 187.490

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

4.82e4 X

X

Response- X

—— ng/L
1000.0

I S L B Y S SR B St NN S B S BN N B S R

4000 600.0 800.0

LN s B B

00 - 2000

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539262
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0111



Quantify Calibration Report Page 5
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:56:39 2004
Printed: Tue Mar 16 07:26:23 2004

Compound 5 name: C8 Sulfonate PFOS

Coefficient of Determination: 0.998559

Calibration curve: 24.1350 * x + 66.8162

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

2.47e4 x

Response-

L L I R A A AL 1 ng/L
0.0 200.0 400.0 600.0 800.0 1000.0

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539263
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0112



Quantify Sample Report Page 1
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Righa

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code: gﬂhh
ate __O2 l1b OV
Printed: Tue Mar 16 07:26:27 2004 Run# éﬂi!ﬁ! Vo SR AT

Name: 030504A-401
Text:

1: C6 Acid PFHA

XC030504-0, 0 ng/L Standard 12-Mar-2004 16:44:56
LC/MS/MS #6

030504A-401 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.34 313 >269
% 2645 1.74e4
Area

/\/—\,\, e e e~ \
T T e e Time
4 00 6.00 8.00 10.00 ‘
2: C8 Acid PFOA

XC030504-0, 0 ng/L Standard 12-Mar-2004 16:44:56
LC/MS/MS #6

030504A-401 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.80 413 > 369
1738 2.24e4

T e e L L L L B A L S S IR Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-0, 0 ng/L Standard 12-Mar-2004 16:44:56
LC/MS/MS #6
030504A-401 Sm (Mn, 2x3) \\/ MRM of 5 Channels ES-
1007 o078 o 99 9.59 23 10,58 299 > 99
486 559 7.257.55 8.67 10.87- 1.08e3
326 351 4.36 Y /\A/%\/\/\N\/\ff Ao
% WWW \ \
- T T e Time
2.00 4.00 6.00 8.00 10. 00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539264

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0113



Quantify Sample Report

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 2

Sample Lisgt: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-401
Text:

4: C6 Sulfonate PFHS

XC030504-0, 0 ng/L Standard

030504A-401 Sm (Mn, 2x3) &f
100

1.68 2.10

0.72

%

303 376 420 484 . 705761 863 9.31

12-Mar-2004 16:44:56

MRM of 5 Channels ES-

9.96 1025

LC/MS/MS #6

399 > 80
11.37 691

Time

L L D A e e |
2.00 4.00 6.00 8.00

A BN
10.00

5: C8 Sulfonate PFOS

XC030504-0, 0 ng/L Standard

12-Mar-2004 16:44:56

LC/MS/MS #6
030504A-401 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 l[ 11.40499 > 99
. 916 0.56 1.17e3
% 617673 750895 \
0 T T T T T T T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0114

3M_MNO01539265



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 3

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Magslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-402

Text:

1l: C6 Acid PFHA

XC030504-1, 25 ng/L Standard

12-Mar-2004 17:06:37

0.93 1.61
o 245299349 453

LC/MS/MS #6
030504A-402 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.31 313 > 269
7367 4 54e4
Area
LI T T T e Time
4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-1, 25 ng/L Standard 12-Mar-2004 17:06:37
LC/MS/MS #6
030504A-402 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.81 413 > 369
13789 7.60ed
Area
%
0 AL LA LA LR AR AL AL AL R S AL L | L L Tlme
2.00 4.00 6.00 8.00 10.00

3: C4 Sulfonate PFBS
XC030504-1, 25 ng/L Standard 12-Mar-2004 17:06:37
LC/MS/MS #6
030504A-402 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.83 299> 99
11.83 1.68e3

052 1046

Time

Exygen Research,

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3058 Research Drive, State College,

PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0115

3M_MNO01539266



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 4

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-402

Text:

4: Cé Sulfonate PFHS

XC030504-1, 25 ng/L Standard 12-Mar-2004 17:06:37
LC/MS/MS #6
030504A-402 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.62 399 > 80
1379 8.10e3
Area
%
0 T T T T T T T T LA L Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-1, 25 ng/L Standard 12-Mar-2004 17:06:37
! LC/MS/MS #6
5030504A-4D2 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 8.98 499 > 99
728 4.51e3
Area
%
e NSRS Ny
r--—r—r— T e Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0116

3M_MNO01539267



Quantify Sample Report

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 5

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-403
Text:

1: C6 Acid PFHA

XC030504-2, 50 ng/L Standard

030504A-403 Sm (Mn, 2x3)
10

8.11

12-Mar-2004 17:28:18

MRM of 5 Channels ES-

LC/MS/MS #6

313 > 269
8.26e4
Area

———— Time

200 400 00 800

—rr—
10.00

2: C8 Acid PFOA

XC030504-2, 50 ng/L Standard

12-Mar-2004 17:28:18

LC/MS/MS #6

030504A-403 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.67 413 > 369
23558 1.37e5

Area

%
0= T L T L L I L A S A T T T Time
2.00 4.00 6.00 8.00 10.00

3: C4 Sulfonate PFES

XC030504-2, 50 ng/L Standard k/

030504A-403 Sm (Mn, 2x3)
100

%

12-Mar-2004 17:28:18

MRM of 5 Channels ES-

10.14

7.52 8.79
717 782 788 VT 1178 15003
18 . a4zl | % 10.96
03 126216 3.22.3.42 -

— T Time

LC/MS/MS #6

299> 99

LA SN S S SO e AL SN BN B N (A Y S BN N L A L N A N O AL A B L S A R B DL

2.00 4.00 6.00 8.00

LN

10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0117

3M_MNO01539268



Quantify Sample Report Page 6
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-403

Text:
4: Cé Sulfonate PFHS
XC030504-2, 50 ng/L Standard 12-Mar-2004 17:28:18
LC/MS/MS #6
030504A-403 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.50 399 > 80
2696 1.44e4d
Area
%
T T T T T T T T e T e e [ime
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFO0S
XC030504-2, 50 ng/L Standard 12-Mar-2004 17:28:18
LC/MS/MS #6
030504A-403 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.87 499 > 99
1469 8.51e3
Area
%
0= T — T T T T T T T e [ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539269
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0118



Quantify Sample Report Page 7
Study No.:L1958, Set No.:030504Aa, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-404
Text:s

1: C6 Acid PFHA

XC030504-3, 100 ng/L Standard 12-Mar-2004 17:50:01
LC/MS/MS #6
030504A-404 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 313 > 269
19540 1.01eb
Area
%
e L o e e e B S L L B L N A L BN L B Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-3, 100 ng/L Standard 12-Mar-2004 17:50:01
LC/MS/MS #6
030504A-404 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
42736 2.26e5
Area
%
U A L L A B B L B S A AN AARELRNL N RN IR Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-3, 100 ng/L Standard 12-Mar-2004 17:50:01
LC/MS/MS #6
030504A-404 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 757 299 > 99

2.60e3

Area
%
— : — T Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539270

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0119



Quantify Sample Report Page 8
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-404

Text:
4: C6 Sulfonate PFHS
XC030504-3, 100 ng/L Standard 12-Mar-2004 17:50:01
LC/MS/MS #6
030504A-404 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
4914 2.66e4
Area
%
0= LD T B B L B R B A B AL Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-3, 100 ng/L Standard 12-Mar-2004 17:50:01
LC/MS/MS #6
030504A-404 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
2529 1.43e4
Area
%
0= T T T T T e [ T [ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539271
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0120



Quantify Sample Report
Study No.:L1958, Set No.:0305043,

Sample List:
Last modified:
Method:

Last modified:

Page 9
Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Mon Mar 15 13:25:12 2004

Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-405
Text:
1: C6 Acid PFHA
XC030504-4, 250 ng/L Standard 12-Mar-2004 18:11:48
LC/MS/MS #6
030504A-405 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
41297 2.16e5
Area
% %
|
0= 1 1 T T T T LA AL M R Tﬁnef
2.00 4,00 6.00 8.00 10.00 |
2: C8 Acid PFOA
XC030504-4, 250 ng/L Standard 12-Mar-2004 18:11:48
LC/MS/MS #6
030504A-405 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.73 413 > 369
85438 4.59e5
Area
%
0 LTt YRR T T e Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-4, 250 ng/L Standard 12-Mar-2004 18:11:48
LC/MS/MS #6
030504A-405 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.59 299 > 99
1279 3.93e3
Area
%
0 T T R T T — 11— {ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive,

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

State College,

PA 16801

3M_MNO01539272

1939.0121



Quantify Sample Report Page 10
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MathDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-405

Text:
4: C6 Sulfonate PFHS N
XC030504-4, 250 ng/L Standard 12-Mar-2004 18:11:48
LC/MS/MS #6
030504A-405 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
11625 6.22¢4
Area|
%
0 S L L L O A L A N L B R RN LA Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-4, 250 ng/L Standard 12-Mar-2004 18:11:48
LC/MS/MS #6
030504A-405 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
5985 3.21e4
Area
%
0~ T T T T =T T (e mia Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539273
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0122



Quantify Sample Report Page 11
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MathDE\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-406
Text:

1l: C6 Acid PFHA

XC030504-5, 500 ng/L Standard 12-Mar-2004 18:33:29
LC/MS/MS #6
030504A-406 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 , i 8.19 313 > 269
85647 4.37e5
Area
P %
|
ST T A L L A N A B I Time
2.00 4.00 6.00 8.00 10.00 |
2: C8 Acid PFOA
XC030504-5, 500 ng/L. Standard 12-Mar-2004 18:33:29
LC/MS/MS #6
030504A-406 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.73 413 > 369
183327 9.84e5
Area
%
e T T T T T T T T T T T T T T T T T T T T e e e Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-5, 500 ng/L Standard 12-Mar-2004 18:33:29
LC/MS/MS #6
030504A-406 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.58 299 > 99
2511 7.42e3
Area
%
0—— T T T T T e ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539274
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0123



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Page 12

Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004 :

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-406

Text:

4: C6 Sulfonate PFHS

XC030504-5, 500 ng/L Standard 12-Mar-2004 18:33:29
LC/MS/MS #6
030504A-406 Sm (Mn, 2x3) MRM of 5 Channels ES-
| 100 8.54 399 > 80
23810 1.26e5
‘ Area
| %
0 T UL I AL T Tt T T T T T LN LA R Timej
2.00 4.00 6.00 8.00 10.00 |
5: CB8 Sulfonate PFOS B
XC030504-5, 500 ng/L Standard 12-Mar-2004 18:33:29
LC/MS/MS #6
030504A-406 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
12744 6.54e4
Area
%
0 Tt 1 Tt IR I RV Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0124

3M_MNO01539275



Quantify Sample Report
Study No.:L1958, Set No.:0305044,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Printed:

Page 13
Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDE\030504A CG ACSFM

Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES (031504

Mon Mar 15 13:25:12 2004

Tue Mar 16 07:26:27 2004

Name: 030504A-407

Text:

1: C6 Acid PFHA

XC030504-6, 1000 ng/L Standard 12-Mar-2004 18:55:14
LC/MS/MS #6
030504A-407 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
151617 7.58e5
Area
%
0= T T T T 7 T T T T T ™ T T Time
2.00 4.00 6.00 8.00 10.00
2: CB Acid PFOA
XC030504-6, 1000 ng/L Standard 12-Mar-2004 18:55:14
LC/MS/MS #6
030504A-407 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.73 413 > 369
342142 1.82e6
Area
%
+H——r——r— T T T T T T APV Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-6, 1000 ng/L Standard 12-Mar-2004 18:55:14‘
LC/MS/MS #6
030504A-407 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.65 299 > 99
4733 1.37e4
Area
%
T T [ TIMe
8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0125

3M_MNO01539276



Quantify Sample Report

Study No.:L1958, Set No.:0305044,

Page 14

Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masglynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Maxr 16 07:26:27 2004

Name: 030504A-407
Text:

4: C6 Sulfonate PFHS

12-Mar-2004 18:55:14

XC030504-6, 1000 ng/L. Standard
LC/MS/MS #6
030504A-407 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.56 399 > 80
2.53e5
Area
%
0-- T LR I L AL A L T T LN R B Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-6, 1000 ng/L Standard 12-Mar-2004 18:55:14
LC/MS/MS #6
030504A-407 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
24695 1.29e5
Area
%
0= T T T 1 T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0126

3M_MNO01539277



Quantify Sample Report
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 15

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 12:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-408

Text:
1: C6 Acid PFHA
Methanol Wash 12-Mar-2004 19:16:58
LC/MS/MS #6
030504A-408 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
1035 1.10e4
: Area
% '\
e ST
-7 77777 [ime
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
Methanol Wash 12-Mar-2004 19:16:58
LC/MS/MS #6
030504A-408 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
57617 3.07e5
Area
%
|
0= T T T T T T T T e T [ e e e Time
2.00 4.00 6.00 8.00 10.00 |
3: C4 Sulfonate PFBS
Methanol Wash 12-Mar-2004 19:16:58
LC/MS/MS #6
030504A-408 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 0.72 3.61 8.87 9.25 299 > 99
176 249 319, 4.1 6.34.6.54 682 BW 1027 1098 1193
W\j 4.74 573, \/V\/\\/“W
% W
0 I T T T T T T e e Time

2.00 4.00 6.00 8.00 10.00

|

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0127

3M_MNO01539278



Quantify Sample Report

study No.:L1958, Set No.:030504A, Ext.Date:03/05/04,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Page 16
Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-408

Text:

4: C6 Sulfonate PFHS

Methanol Wash

030504A-408 Sm (Mn, 2x3) 671
1007014 0,99 170 228280 347 430505 552 613

8.17. 8.54 9.12 g1ag 10.45 11.64 399 > 80

12-Mar-2004 19:16:58
LC/MS/MS #6
MRM of 5 Channels ES-

V

652

Time

———
2.00

5: C8 Sulfonate PFOS

Methanol Wash

12-Mar-2004 19:16:58

l/ LC/MS/MS #6
030504A-408 Sm (Mn, 2x3) CancelOx is printingC
10 696727 gaa 045998 1102 499 >9$g
392 473507588 6.30 W/\\/M &7\7
%
0 T T T T T T T T T UL B i Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539279
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
1939.0128



Quantify Sample Report

Page 17

Study No.:L1958, Set No.:030504A, BExt.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDE\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-409

Text:
1: C6 Acid PFHA
0106020 Control 12-Mar-2004 19:38:38
LC/MS/MS #6
030504A-409 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 313 > 269
82l 1.14e4
Area
%
T T T 1 T T 1 ——————————— Time
2.00 4 00 6.00 8.00 10.00

2: C8 Acid PFOA

%

0106020 Control 12-Mar-2004 19:38:38
LC/MS/MS #6
030504A-409 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.73 413 > 369
2290 1.92e4
Area
%
0 T LA L A A L L B L LA B A LN e Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
0106020 Control 12-Mar-2004 19:38:38
LC/MS/MS #6
030504A-409 Sm (Mn, 2x3) MRM of 5 Channels ES-
100, 0-39_0.68 259 742 '8.118.61 299 > 99

98 g.491046 1030 1 08 ‘o6
/L\/\/\\/\M/\w 6.92 y\‘w

T lime

2.00 4.00 6.00 8.00

0I\l*v(llll]lll*f]!!ll‘\lllll\lv]ll‘l!lll\‘l[7|||11

10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0129

3M_MNO01539280



Quantify Sample Report Page 18
Study No.:L1958, Set No.:030504a, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-409

Text:
4: C6 Sulfonate PFHS
0106020 Control 12-Mar-2004 19:38:38
LC/MS/MS #6
030504A-409 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 \V 9.75 399 > 80
0.14 6.01 10.00 11.39 733
0.99 153 2.76 357 424,480 5457 709 811861917
%
G""""‘I“"""Ir"'!""\‘“'I""T1"'I""l"' T'me
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
0106020 Control 12-Mar-2004 19:38:38
LC/MS/MS #6
030504A-409 Sm (Mn, 2x3) MRM of 5 Channels ES-
10.77 11.14 499 > 99
100 0.16 422 463 7.71 53894 10.23 668
' 172 248 491 372 505 613 700 \
%
0 T T T T T T T T T e [ime
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539281

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0130



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004
Method:

Last modified:
Job Code:

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 19

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-410

Text:

1l: C6 Acid PFHA

0106020 Spk A, 50 ng/L 12-Mar-2004 20:00:15
LC/MS/MS #6
030504A-410 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
9427 5.25e4
Area

%

,-N_/\/\_/J\—\—\/\
0""|""l""""I'_"'""I""I'"'l""l""\""l""Time
2.00 4.00 6.00 8.00 10.00

2: CB Acid PFOA _
0106020 Spk A, 50 ng/L 12-Mar-2004 20:00:15
LC/MS/MS #6
030504A-410 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.73 413 > 369
19908 1.18e5
Area

%

I
0= LA N L T T T T T T Time
2.00 4.00 6.00 8.00 10.00

3: C4 Sulfonate PFBS

0106020 Spk A, 50 ng/L

030504A-410 Sm (Mn, 2x3)

100 7.62

316

% \/V/\”ﬁﬂ&fV/\J”\/\\

12-Mar-2004 20:00:15
LC/MS/MS #6

MRM of 5§ Channels ES-
299 > 99

1.40e3

Area

Time

LA L e R I S B I S B A

8.00

LA UL
10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0131

3M_MNO01539282



Quantify Sample Report

Study No.:L1958, Set No.:0305044,

Sample List:
Method:
Job Code:

Printed:

Tue Mar 16 07:26:27 2004

Page 20

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Name: 030504A-410

Text:
4: C6 Sulfonate PFHS
0106020 Spk A, 50 ng/L. 12-Mar-2004 20:00:15
LC/MS/MS #6
030504A-410 Sm (Mn, 2x3) MRM of 6 Channels ES-
10 8.54 399 > 80
2344 1.26e4
Area
%
0= T =T T T A —— Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
0106020 Spk A, 50 ng/L 12-Mar-2004 20:00:1
LC/MS/MS #6
030504A-410 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.91 499 > 99
1365 6.99e3
Area
%
05 T T T T T T T T LA B ——— Time
2.00 4,00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0132

3M_MNO01539283



Quantify Sample Report Page 21
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-411

Text:
1: C6 Acid PFHA
0106020 Spk B, 500 ng/L 12-Mar-2004 20:21:56|
LC/MS/MS #6
030504A-411 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.19 313> 269
83674 4.12e5
Area
%
L L e o o o o e S s ey B s e T B 112
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
0106020 Spk B, 500 ng/L 12-Mar-2004 20:21:56
LC/MS/MS #6
030504A-411 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.73 413 > 369
241653 1.31e6
Area
%
r—r————r 7 e Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
0106020 Spk B, 500 ng/L 12-Mar-2004 20:21:56
LC/MS/MS #6
030504A-411 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.60 299 > 99
2288 7.65e3
Area

%

—— Time

O‘fl\llvwlllv‘Tlllllxlllll|||||ll\| L I R S R |

T
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0133

3M_MNO01539284



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004
Method:
Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 22

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDE\CotGrove NPDES 031504

Name: 030504A-411

Text:

4: C6 Sulfonate PFHS

0106020 Spk B, 500 ng/L 12-Mar-2004 20:21:56
LC/MS/MS #6
030504A-411 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.56 399 > 80
23709 1.25e5
Area
%
-7 777 T T T Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
0106020 Spk B, 500 ng/L 12-Mar-2004 20:21:56
LC/MS/MS #6
030504A-411 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.91 499 > 99
12725 6.76e4
Area
%
O T T T T T T T =T Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

3M_MNO01539285

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0134



Quantify Sample Report Page 23

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masglynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-412

Text:
1: C6 Acid PFHA
@ [L—1-958-4—Spk-e,—250000‘ng1‘|'., DF=10000 12-Mar-2004 20:43:43
LC/MS/MS #6
030504A-412 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.19 313> 269
o 4.88e4
“ Area
%
T T T T T [ T T e Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
® -4958-4+-Spk-C;"250000 g/L, DF=10000 12-Mar-2004 20:43:43!
LC/MS/MS #6
030504A-412 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
85028 4,355
Area
%
0""1"‘l""l""T""n""\""""ﬁ—f"'!*"'l"ffl"fTime
| 2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
@ 1-4958-1 Spk-C,266008-ngflL, DF=10000 12-Mar-2004 20:43:43
‘ LC/MS/MS #6
030504A-412 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.69 299 > 99
272 1.82e3
Area
%
lllf[V*T\!IIYIVIYIIF]II|Ifll!lll‘lf[[lIl!"_||ll—rllll‘|¥ll|ll\!Time
2.00 4.00 6.00 8.00 10.00

D 11458- 11 SpKC 5, 000 @tﬁw\'blv“(

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0135

3M_MNO01539286



Quantify Sample Report Page 24
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-412

Text:
4: C6 Sulfonate PFHS
@ E4958=-1-Spk-€,-2566060ngft, DF=10000 12-Mar-2004 20:43:43
: LC/MS/MS #6
030504A-412 Sm (Mn, 2x3) MRM of 5 Channels ES-
100+ 8.54 399 > 80
] 2476 1.20e4
] Area
%]
Gd T T T T T T T T e ———————— [ime
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
@ E4958-1-Spk-€,-256600-ng/=; DF=10000 12-Mar-2004 20:43:43
LC/MS/MS #6
030504A-412 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
1533 8.62e3
Area
%
O' R R R L D e L e '>Time
2.00 4.00 6.00 8.00 10.00
n
O LIASB-1TSKE 00,000 L @ 31|
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539287

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0136



Quantify Sample Report

Page 25

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-413
Text:

1l: C6 Acid PFHA

@H&S&ﬂ-&pk‘&,iﬁﬁﬂﬂﬁ‘nyL, DF=1000 12-Mar-2004 21:05:30
LC/MS/MS #6
030504A-413 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313> 269
142778 4.09e5
Area
%
A AL B o B B e e e LR e By S e m e 1113
2.00 4.00 6.00 8.00 10.00 |
2: C8 Acid PFOA
@ L1958-1-Spk-G;-256600ngH=, DF=1000 12-Mar-2004 21:05:30
LC/MS/MS #6
030504A-413 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
375441 1.92¢6
Area
%
0 LA R B R L S L R S A AL AL AL N 1 Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
@ E£4958.1 Spk-€,250000ng/t, DF=1000 12-Mar-2004 21:05:30
LC/MS/MS #6
030504A-413 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.65 299 > 99
2500 1.13e4
Area
%
GllrlIVYIIIT_TIIIIQIIIIIllll]l|II[\|YI[II\I‘IIIIllVII Time
2.00 4.00 6.00 8.00 10.00

L1581 SpC | 0,000"/L @ sfelo

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0137

3M_MNO01539288



Quantify Sample Report Page 26
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-413
Text:

4: Ce Sulfonate PFHS

@ E14958-1-8pl-€;-250600 y/L, DF=1000 12-Mar-2004 21:05:30
LC/MS/MS #6
030504A-413 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.54 399 > 80
22471 1.08e5
Area
%
0— L L A L A A B L L AL I AL Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS )
@l:1'958=1—8‘pk'f,2'50006-ng+l:, DF=1000 12-Mar-2004 21:05:30
LC/MS/MS #6
:030504A-413 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.90 499 > 99
13993 7.22¢4
Area
%
: G"""“I"““"I“"""I"""“I"‘_'_l_""I""I Tlme
‘, 2.00 4.00 6.00 8.00 10.00 ;

(LSBT SprC , 50,00 DL @ V_gua\\bbu(

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539289
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0138



Quantify Sample Report
Study No.:L1958, Set No.:0305044,

Page 27

Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-414
Text:

1: Cé6 Acid PFHA

L1958-5 Spk D, 10000 ng/L, DF=100 12-Mar-2004 21:27:18
| LC/MS/MS #6
030504A-414 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 313> 269
30351 9.70e4
Area
%
0 T T = A N AR B A N L A I LI B Time
2.00 4.00 6.00 8.00 10.00
2: CB Acid PFOA
L1958-5 Spk D, 10000 ng/L, DF=100 12-Mar-2004 21:27:18
LC/MS/MS #6
030504A-414 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
58932 3.08e5
Area
%
L L L L LA B L S L R A Tlme
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS .
L1958-5 Spk D, 10000 ng/L, DF=100 12-Mar-2004 21:27:18
LC/MS/MS #6
030504A-414 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.63 299 > 99
450 2.31e3
Area
%
R L A A B R A B AL LN WL Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0139

3M_MNO01539290



Quantify Sample Report Page 28
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004 :

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-414

Text:
4: Cé6 Sulfonate PFHS
L1958-5 Spk D, 10000 ng/L, DF=100 12-Mar-2004 21:27:18
LC/MS/MS #6
030504A-414 Sm (Mn, 2x3) MRM of 5 Channels ES-
100~ 8.563 399 > 80
] 4803 2.41e4
] Area
0/0’_
| AL L L L L L L L L AL LU (L L A L L L L AL L L L L RLAREL AL B L Tlme
| 2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-5 Spk D, 10000 ng/L, DF=100 12-Mar-2004 21:27:18
LC/MS/MS #6
030504A-414 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
2345 1.27e4
Area
%
T T T T e e T e T T T e 1Ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539291
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0140



Quantify Sample Report

Page 29

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-415
Text:

1l: C6 Acid PFHA

L1958-9 Spk E, 25000 ng/L, DF=100 12-Mar-2004 21:49:04
LC/MS/MS #6
030504A-415 Sm (Mn, 2x3) MRM of 56 Channels ES-
100 8.17 313 > 269
84823 2.45e5
Area
%
L L B L L U AL UL L B A A A B L e e LU L L L | T|me
y 2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-9 Spk E, 25000 ng/L, DF=100 12-Mar-2004 21:49:04
LC/MS/MS #6
030504A-415 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
1 123658 6.47¢5
' Area
%
O =TT T e e T e e Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-9 Spk E, 25000 ng/L, DF=100 12-Mar-2004 21:49:04
‘ LC/MS/MS #6
030504A-415 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.65 299 > 99
2705 1.17e4
Area
%
0 T T 7 | T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0141

3M_MNO01539292



Quantify Sample Report Page 30
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-415

Text:
4: C6 Sulfonate PFHS
L1958-9 Spk E, 25000 ng/L, DF=100 12-Mar-2004 21:49:04
LC/MS/MS #6
030504A-415 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.53 399 > 80
12414 5.97e4
Area
- %
|
| 0 T ] T N L LA LR AL IR EE L S A L Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-9 Spk E, 25000 ng/L, DF=100 12-Mar-2004 21:49:04
LC/MS/MS #6
030504A-415 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.90 499 > 99
6696 3.53e4
Area
%
! 0 L B e B L A L B S s S A Time
J 2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539293
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0142



Quantify Sample Report
Study No.:L1958, Set No.:030504aA,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004
Method:
Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 31

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\ 0305042 CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-416
Text:

1: C6 Acid PFHA

1.1958-13 Spk F, 25000 ng/L, DF=100 12-Mar-2004 22:10:43
LC/MS/MS #6
0305804A-416 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 313 > 269
82043 2.52e5
Area
: %
|
; 0 T T T T T 1 T L B Time
| 2.00 4.00 6.00 8.00 10.00
2: CB Acid PFOA
L1958-13 Spk F, 25000 ng/L, DF=100 12-Mar-2004 22:10:43
LC/MS/MS #6;
030504A-416 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
115423 6.14e5
Area
%
0 L I L AL L L L L I T T T T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-13 Spk F, 25000 ng/L, DF=100 12-Mar-2004 22:10:43
LC/MS/MS #6
030504A-416 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.61 299 > 99
2207 8.83e3
Area
%
0— T T T T T T T |' AR B Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539294

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0143



Quantify Sample Report Page 32
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504Aa-416
Text:

4: C6 Sulfonate PFHS

L1958-13 Spk F, 25000 ng/L, DF=100 12-Mar-2004 22:10:43
LC/MS/MS #6
030504A-416 Sm (Mn, 2x3)} MRM of 5 Channels ES-
10 8.52 399 > 80
11586 5.63e4
Area
%
0 —— T T T T e T e e e Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS )
L1958-13 Spk F, 25000 ng/L, DF=100 12-Mar-2004 22:10:43
LC/MS/MS #6
030504A-416 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
6142 3.25e4
Area
%
0 T 7T N VL Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539295
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0144



Quantify Sample Report Page 33

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-417
Text:

1: C6 Acid PFHA

(> L1958-+7 Spk G, 10000 ng/L, DF=100 12-Mar-2004 22:32:30
LC/MS/MS #6
030504A-417 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 313 > 269
33284 8.93e4
Area
%
| T T T T =T T —— Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
©) L1958-47 Spk G, 10000 ng/L, DF=100 12-Mar-2004 22:32:30
LC/MS/MS #6
030504A-417 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413 > 369
109917 5.73e5
Area
%
|
5 UL s S s B e e S UV e Time
2.00 4.00 6.00 8.00 10.00 J
3: C4 Sulfonate PFBS
(D k4958-47 Spk G, 10000 ng/L, DF=100 12-Mar-2004 22:32:30
‘ LC/MS/MS #6
030504A-417 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.59 299 > 99
1960 8.93e3
Area
%
0 T e Time
2.00 4.00 6.00 8.00 10.00 !

B LA5E-| @ 18] bl

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0145

3M_MNO01539296



Quantify Sample Report Page 34
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-417
Text:

4: Cé6 Sulfonate PFHS

@ -4958=17 Spk G, 10000 ng/L, DF=100 12-Mar-2004 22:32:30
LC/MS/MS 6
030504A-417 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
6090 2.93e4
Area
%
0 I S B 5 L A B e B B me e 111
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
@ L1988=1T Spk G, 10000 ng/L, DF=100 12-Mar-2004 22:32:30
LC/MS/MS #6
030504A-417 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
4454 2.32e4
Area
%
0 T T [ T T T T T T T e T T Time
2.00 4.00 6.00 8.00 10.00
OLiass-1 @k ey
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539297

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0146



Quantify Sample Report

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 35

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-418
Text:

1: C6 Acid PFHA

XC030504-1, 25 ng/L Standard

030504A-418 Sm (Mn, 2x3)
8.17

10 5649

%

12-M

MRM of 5 Channels ES-

ar-2004 22:54:23
LC/MS/MS #6

313 > 269
3.02¢e4
Area

——————— Time

10.00

T

2: C8 Acid PFOA

XC030504-1, 25 ng/L Standard

030504A-418 Sm (Mn, 2x3)
100

8.7

%

12-M

MRM of 5 Channels ES-

ar-2004 22:54:23
LC/MS/MS #6

413 > 369
6.56e4
Area

"T200 | 400 6.0 8.00

L L R S B s B B (LA B R B A O S N AL A NN R B B

10.00

T Time}

3: C4 Sulfonate PFBS

XC030504-1, 25 ng/L Standard \y

030504A-418 Sm (Mn, 2x3)
10

7.38
474 553

12-Mar-2004 22:54:23

MRM of 5 Channels ES-

6.28 6.65 \<7-61 \8/{5 9911020 19 g 1.15€3

LC/MS/MS #6

11.75.299 > 99

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0147

3M_MNO01539298



Quantify Sample Report Page 36
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:X.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals .PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-418

Text:
4: C6 Sulfonate PFHS
XC030504-1, 25 ng/L Standard 12-Mar-2004 22:54:23J
LC/MS/MS #6
030504A-418 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 >80
1160 7.15e3
Area
%
0 L A L R L L L LA (AL S AL LS B AL AN AL Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-1, 25 ng/L Standard 12-Mar-2004 22:54:23
LC/MS/MS #6)
030504A-418 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
512 3.21e3
Area
%
e~
| 0 T L A B L L L L AL L B L L L A I AL I | Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539299
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0148



Quantify Sample Report

Page 37

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List:

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method:

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed:

Tue Mar 16 07:26:27 2004

Name: 030504A-419
Text:

1: C6 Acid PFHA

L1958-1, DF=200

030504A-419 Sm (Mn, 2x3)
100

J

\\/\/‘/‘\ TN e e e —— e \
o T T T T

12-Mar-2004 23:16:11

LC/MS/MS #6|
MRM of 5 Channels ES-
8.19 313 > 269
4260 1.64e4d
Area
/\/\/\/\/\//\/v«\

100

%

0 A LA L SR B A A AL L L R R MR AR Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-1, DF=200 12-Mar-2004 23:16:11
LC/MS/MS #6
030504A-419 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413> 369
29298 1.61e5
Area
%
0= I A LA et B s L L R L L L L AL IS AL B Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-1, DF=200 12-Mar-2004 23:16:11
LC/MS/MS #6
030504A-419 Sm (Mn, 2x3) MRM of 5 Channels ES-
757 299 > 99

3.96e3
Area

e Time
.00 8.00 10.00

Exygen Research,

3058 Research Drive,

State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0149

3M_MNO01539300



Quantify Sample Report Page 38
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Codea:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-419

Text:
4: C6 Sulfonate PFHS
L1958-1, DF=200 12-Mar-2004 23:16:11
LC/MS/MS #6
030504A-419 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
1018 541e3
Area
%
— T .
SN LA B S L L AL AL LA I AL I L AL B I Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-1, DF=200 12-Mar-2004 23:16:11
LC/MS/MS #6
030504A-419 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.86 499 > 99
1332 7.01e3
Area
"l"“""\"'jl""l""l“"l"’\""I""I""Time
2.00 4.00 6.0 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539301

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0150



Quantify Sample Report Page 39
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-420

Text:
1: C6 Acid PFHA
L1958-1 Rep, DF=200 12-Mar-2004 23:38:06
LC/MS/MS #6
030504A-420 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.21 313 > 269
4466 1.77e4
Area
— T Time
8.00 10.00
2: C8 Acid PFOA
L1958-1 Rep, DF=200 12-Mar-2004 23:38:06
LC/MS/MS #6
030504A-420 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413 > 369
31322 1.65e5
Area
%
0 L e L N A A A I B N AL A R B LA DL Thne‘
2.00 4.00 6.00 8.00 10.00 ;
3: C4 Sulfonate PFBS
L1958-1 Rep, DF=200 12-Mar-2004 23:38:06
LC/MS/MS #6
030504A-420 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.60 299 > 99
4.29e3
Area
%
o-—rT——— T e Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539302

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0151



Quantify Sample Report Page 40
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-420
Text:

4: C6 Sulfonate PFHS

L1958-1 Rep, DF=200 12-Mar-2004 23:38:06
LC/MS/MS #6
030504A-420 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
' 1095 5.45e3
Area

%

A\/\_/___ _ e N T
00— T T T T T T T T T T T e Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS

L1958-1 Rep, DF=200 12-Mar-2004 23:38:06
LC/MS/MS #6
030504A-420 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.87 499 > 99
1109 6.34e3
Area

%
0 T "1'*'-|""1""|'f"\""""|""|""|""|""Time

2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539303
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0152



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 41

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-421
Text:

1: Cé Acid PFHA

L1958-2, DF=200 12-Mar-2004 23:59:44
LC/MS/MS #6
030504A-421 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.21 313 > 269
3898 1.58e4
\ Area
i b
N e T
-7 T T T Time
2.0 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-2, DF=200 12-Mar-2004 23:59:44
LC/MS/MS #6
030504A-421 Sm (Mn, 2x3) MRM of 5 Channeis ES-
100 8.71 413 > 369
24224 1.35e5
Area
%
O’ | L L A U T L L A L N L Tlme
2.00 4,00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-2, DF=200 12-Mar-2004 23:59:44
LC/MS/MS #6
030504A-421 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.61 299 > 99
937 3.79%3
Area
%
GIII||l|ll'l¥ll|\ﬁ‘lv|l1!l|‘III‘III\vl\l]vlr! L e — Time
2.00 4.00 6.00 8.00 10.00

Bxygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0153

3M_MNO01539304



Quantify Sample Report Page 42
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-421

Text:
4: C6 Sulfonate PFHS
L1958-2, DF=200 12-Mar-2004 23:59:44
LC/MS/MS #6
030504A-421 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
966 4.73e3
Area
%
LA "Ti\rt‘j\ij' A N "7»T" T — Time
2.0 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-2, DF=200 12-Mar-2004 23:59:44
LC/MS/MS #6
030504A-421 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
1100 6.44e3
Area
%
T T T T T T T - Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539305
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0154



Quantify Sample Report Page 43
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-422

Text:
1: C6 Acid PFHA
L1958-1, DF=100 13-Mar-2004 00:21:24
LC/MS/MS #6
030504A-422 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.19 313 > 269
7658 2.58e4
Area
h N
0— >{' LN L B L AL B AL AL  " LI L L RS DL Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-1, DF=100 13-Mar-2004 00:21:24
LC/MS/MS #6
030504A-422 Sm (Mn, 2x3) MRM of 5 Channels ES-
42512 2.30e5
Area
%
0 L e L L R L B A A A AL B A B Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
1L.1958-1, DF=100 13-Mar-2004 00:21:24
LC/MS/MS #6
030504A-422 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 761 299 > 99
1982 8.63e3
Area
%
| O"""'*I""“"l""""'l""""I""I“"I""l""Time
\ 2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539306
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0155



Quantify Sample Report Page 44
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCM3SMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-422

Text:
4: C6 Sulfonate PFHS
L1958-1, DF=100 13-Mar-2004 00:21:24
LC/MS/MS #6
030504A-422 Sm (Mn, 2x3) MRM of 5 Channels ES-
100~ 8.54 399 > 80
] 2035 9.94e3
] Area
%o
0_' T T T T T T T T T T ———— [ime
2.00 4.00 6.00 8.00 10.00 |
5: CB Sulfonate PFOS
L1958-1, DF=100 13-Mar-2004 00:21:24
‘ LC/MS/MS #6
030504A-422 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
3293 1.66e4!
Area
%
0= e T e T e T e e e e e = T ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539307
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0156



Quantify Sample Report Page 45
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-423

Taxt:
1: C6 Acid PFHA
IL1958-1 Rep, DF=100 13-Mar-2004 00:43:07
LC/MS/MS #6
030504A-423 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
8000 2.69e4
Area
%
e e e e e T
0 S L L A L L L B L AL S L L LS AL R Time
[ 2.00 4.00 6.00 8.00 10.00 |
2: C8 Acid PFOA
L1958-1 Rep, DF=100 13-Mar-2004 00:43:07
LC/MS/MS #6
030504A-423 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
48556 2.61e5
Area:
%
0‘ DA L L e e L L L L | Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-1 Rep, DF=100 13-Mar-2004 00:43:07
LC/MS/MS #6
030504A-423 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.63 299 > 99
2119 8.70e3
Area
%
0'T'l A L D A e T e L L Tlme
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0157

3M_MNO01539308



Quantify Sample Report

Page 46

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-423
Text:

4: 6 Sulfonate PFHS

L1958-1 Rep, DF=100 13-Mar-2004 00:43:07
LC/MS/MS #6
030504A-423 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
2137 1.04e4
Area
%
0' I L e e L I L L Tlme
2.00 4.00 6.00 8.00 10.00
5: CB Sulfonate PFOS
L1958-1 Rep, DF=100 13-Mar-2004 00:43:07
LC/MS/MS #6
030504A-423 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
2802 1.45e4
Area
%
G' LR A T A L D I T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0158

3M_MNO01539309



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:

Page 47
Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-424
Text:

1: C6 Acid PFHA

(0 IL9584-2, DF=100 13-Mar-2004 01:04:51
LC/MS/MS #6
030504A-424 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313> 269
‘ 8014 2.75e4
Area
%
— — — e Time
2.00 4.00 6.00 8.00 10.00
2: CB Acid PFOA
@ 1-9584=2; DF=100 13-Mar-2004 01:04:51
LC/MS/MS #6
030504A-424 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
52029 2.73e5
Area
%
0= (A L T T L T T T T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
0) 1-8684-27DF=100 13-Mar-2004 01:04:51
LC/MS/MS #6
030504A-424 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.83 299 > 99
2172 9.93e3
Area
%
0 L L B A L L L LA N R R AN T Time
2.00 4.00 6.00 8.00 10.00 |

OLASB-2 @ &3

Exygen Research, 3058 Research Drive, State College, PR 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0159

3M_MNO01539310



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:

Page 48

Ext.Date:03/05/04, Analyst:K.Risha

Last modified: Mon Mar 15 13:22:46 2004

Method:
Last modified:
Job Code:

Printed:

Tue Mar 16 07:26:27 2004

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Mon Mar 15 13:25:12 2004

Name: 030504A-424

Text:

4: Cé6 Sulfonate PFHS

-9584-2, DF=100

13-Mar-2004 01:04:51

Exygen Research,

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.01

LC/MS/MS #6
030504A-424 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
2284 1.14e4
Area
%
0= LB N LI L S| T T T T T e [ Ime
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
’CD_‘L9584-2, DF=100 13-Mar-2004 01:04:51
LC/MS/MS #6
030504A-424 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
2730 1.46e4
Area
%
0 L S A L LA B AL T T T T T = ] ime
2.00 4.00 6.00 8.00 10.00
o UA58-2 %b&hb\(ﬁ(
3058 Research Drive, State College, PA 16801

60

3M_MNO01539311



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:

Page 49
Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-425
Text:
1: C6 Acid PFHA
L1958-1, DF=10 13-Mar-2004 01:26:41
LC/MS/MS i#6
030504A-425 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 313 > 269
62038 2.26e5
Area
%
1
Oj' L D L B L L e R L L L Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-1, DF=10 13-Mar-2004 01:26:41
LC/MS/MS #6
030504A-425 Sm (Mn, 2x3) MRM of 5 Channels ES- |
10 8.73 413 > 369
322432 1.68e6
Area
%
-7 T T T =1 A A | Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-1, DF=10 13-Mar-2004 01:26:41
LC/MS/MS #6
030504A-425 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.63 299 > 99
37158 9.31e4
Area
%
G‘r\ll'llll[ﬁﬁ*Ill‘l‘Tll'!YllIll|||\l7IIIY_|II\I|II\I|Il\\|""_V7Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0161

3M_MNO01539312



Quantify Sample Report Page 50
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-425

Text:
4; Cé6 Sulfonate PFHS
L.1958-1, DF=10 13-Mar-2004 01:26:41
LC/MS/MS #6
030504A-425 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 3090 > 80
21343 1.07e5
Area
%
G' T 1T T T ¢ rrp oo o e e "“'\""""Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-1, DF=10 13-Mar-2004 01:26:41
LC/MS/MS #6
030504A-425 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.89 499 > 99
26603 1.34e5
Area
%
G' A2 S ) I L LA HRS L L L LN AL SN B R L I L L A S L L L A T T Timei
2.00 4.00 6.00 8.00 10.00 ;

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539313
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0162



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:
Last modified:

Page 51
Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-426
Text:
1: Cé6 Acid PFHA
L1958-1 Rep, DF=10 13-Mar-2004 01:48:27
LC/MS/MS #6
030504A-426 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
- 59541 2.20e5
Area
%
LA N B S B L A B R R A R B B R L T T Tt T Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-1 Rep, DF=10 13-Mar-2004 01:48:27
LC/MS/MS #6
030504A-426 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.73 413 > 369
297100 1.57e6
Area
%
\
0 rr T T T T T T T 17 T |ime
2.00 4,00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
LL1958-1 Rep, DF=10 13-Mar-2004 01:48:27
LC/MS/MS #6
030504A-426 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.63 299 > 99
23235 9.62¢4
Area
%
G||f7|||||l||1—r||w||]11\lllll\‘lllllll||lt||'ll|"*l|"“Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0163

3M_MNO01539314



Quantify Sample Report Page 52
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Flucrochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-426
Teaxt:

4: C6 Sulfonate PFHS

L1958-1 Rep, DF=10 13-Mar-2004 01:48:27
LC/MS/MS #6
030504A-426 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
20984 1.08eb
Area
%
0""""I""1"‘I""""I""|""I‘ “""I""l""Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-1 Rep, DF=10 13-Mar-2004 01:48:27
LC/MS/MS #6
030504A-426 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
3 24060 1.23e5
| Area
%
0= LANLEE H E A S S A IR A AL B L L (AL L AL I AL I [ LR Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539315
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0164



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:

Last modified: Mon Mar 15 13:22:46 2004

Page 53

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDE\030504A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-427
Text:
1: Cé Acid PFHA
L1958-2, DF=10 13-Mar-2004 02:10:19
LC/MS/MS #6
030504A-427 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313> 269
60149 2245
Area
%
O A N B e T e e T e e Time
2.00 4.00 6.00 8.00 10.00
2: (8 Acid PFOA
L1958-2, DF=10 13-Mar-2004 02:10:19
LC/MS/MS #6
030504A-427 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.73 413 > 369
1.55e6
Area
%
0 T T T T L LA T T UV Time
2.00 4.00 6.00 10.00
3: C4 Sulfonate PFBS
L1958-2, DF=10 13-Mar-2004 02:10:19
LC/MS/MS #6
030504A-427 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.63 299 > 99
21405 9.00e4
Area
%
O—r——— 7T T [T T T[T T T[T e T Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0165

3M_MNO01539316



Quantify Sample Report

Page 54

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-427
Text:

4: Cé Sulfonate PFHS

L1958-2, DF=10

030504A-427 Sm (Mn, 2x3)

%

8.54
100 ‘ 21008

T

0t

~2.00

13-Mar-2004 02:10:19

LC/MS/MS #6

MRM of 56 Channels ES-

399 > 80

1.08e5

Area

— T —— Time

10.00

5: C8 Sulfonate PFOS

L1958-2, DF=10

LC/MS/MS #6
030504A-427 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 499 > 99
1.26e5
Area
%
0 * ; | —— Time

13-Mar-2004 02:10:19

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0166

3M_MNO01539317



Quantify Sample Report Page 55

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Magslynx\Fluorochemicals.PRO\SampleDE\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-428
Text:
1: C6é6 Acid PFHA
L1958-3, DF=1000 13-Mar-2004 02:32:06
LC/MS/MS #6
030504A-428 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.27 313 > 269
2761 1.72¢4
\/L\M W "
T T o Time
4, 0 600 8.00 10.00
2: C8 Acid PFORA
L1958-3, DF=1000 13-Mar-2004 02:32:06
LC/MS/MS #6
030504A-428 Sm (Mn, 2x3) MRM of 5 Channels ES-
8.73 413 > 369
13232 7.96e4
L\'A /J/—W\\ -
B SRR | ™ —— Time
200 6.00 10 00
3: C4 Sulfonate PFBS
L1958-3, DF=1000 13-Mar-2004 02:32:06
LC/MS/MS #6
030504A-428 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 \1/ 10.02 10.23 299 > 99
0.68 1.01 9.07 ’ 1.26e3
220 322353 393469 ST 81T 54 765 B4 T 10,94 1123
%
O————7 71— 7T T T T T T T [ T T T [ T T T [ T T T[T T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0167

3M_MNO01539318



Quantify Sample Report
Study No.:L1958,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Printed:

Page 56
Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Mon Mar 15 13:25:12 2004

Tue Mar 16 07:26:27 2004

Name :

030504R-428

Text:

4: C6 Sulfonate PFHS

L1958-3, DF=1000

030504A-428 Sm (Mn, 2x3)

6.75 7.69

420 5.07 5.67

848 9.27

13-Mar-2004 02:32:06
LC/MS/MS #6
MRM of 5 Channels ES-

10.08 11. 399 > 80
740

0= LI I A R T T A R T Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFQS
L1958-3, DF=1000 13-Mar-2004 02:32:06
LC/MS/MS #6
030504A-428 Sm (Mn, 2x3) MRM1%f 5 Channels ES-
1004012 782 894 75 499>99
31
\8/1\5/\_/\ 9.7110.3 770
0 T T T T T T T T T AL Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0168

3M_MNO01539319



Quantify Sample Report
Study No.:L1958, Set No.:030504a,
Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 57

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-429

Text:

1: Cé Acid PFHA

L1958-3, DF=100 13-Mar-2004 02:53:50
LC/MS/MS #6
030504A-429 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.27 313 > 269
3272 1.67e4
Area
%
0 [N T T T T T T T e Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-3, DF=100 13-Mar-2004 02:53:50
LC/MS/MS #6
030504A-429 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.73 413 > 369
16338 9.50e4
Area
%
0 LR A N T T T T T T A B A B Time
2.00 4.00 6.00 8.00 10.00

3: C4 Sulfonate PFBS

L1958-3, DF=100

13-Mar-2004 02:53:50

LC/MS/MS #6
030504A-429 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 0.85 10.58 299 > 89
Af"08 218 303353 434488 592 702719 W 11,671:05€3
W 553
%
0 (LA A T T T T T ] ————————— Time
2.00 400 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0169

3M_MNO01539320



Quantify Sample Report Page 58
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\L.CMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-429

Text:

4: C6 Sulfonate PFHS
L1958-3, DF=100 13-Mar-2004 02:53:50
LC/MS/MS #6
030504A-429 Sm (Mn, 2x3) MRM of 5 Channels ES-
10070.12 1002 1094 399 >80
: 9.29 734

074 507 o093 368399 538 599 633 730781 CROPR9N4 \N\

0 L R L L L B B B B [ LA L L L L A R L L L B L L L AL B Time
2.00 4.00 6.0 8.0 10.00
5: C8 Sulfonate PFOS
L1958-3, DF=100 13-Mar-2004 02:53:50
LC/MS/MS #6
030504A-429 Sm (Mn, 2x3) MRM of 5 Channels ES- |
1000.08 124 848 gg2 952 000 11099 >7?3
. 1.97 3.09.3.68 3.86 6.13 6.75 7.32
%
0 L L L L B L B I L AU IR Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539321

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0170



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:

Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 59

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-430
Text:

1: C6 Acid PFHA

L1958-4, DF=1000 13-Mar-2004 03:15:33
LC/MS/MS #6
030504A-430 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
16978 5.86e4
Area
%
T T T [T T T T T e T Jime
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-4, DF=1000 13-Mar-2004 03:15:33
LC/MS/MS #6
030504A-430 Sm (Mn, 2x3) MRM of & Channels ES-
10 8.73 413 > 369
43898 2.42e5
Area
%
NN 1 T T LA T T " [ime
2.00 4.00 6.00 8.00 10.00 |
3: C4 Sulfonate PFBS
L1958-4, DF=1000 13-Mar-2004 03:15:33
LC/MS/MS #6
030504A-430 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.63 299 > 99
880 3.76e3
Area
%
O T LA I N DU L Time
2.00 4.00 6.00 8.00 10.00 |
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0171

3M_MNO01539322



Quantify Sample Report Page 60
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risgha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-430

Text:
4: C6 Sulfonate PFHS
L1958-4, DF=1000 13-Mar-2004 03:15:33
LC/MS/MS #6
030504A-430 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
4751 2.38e4
Area
%
=71 N S B e e e B S e S e e g 11
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-4, DF=1000 13-Mar-2004 03:15:33
LC/MS/MS #6
030504A-430 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.90 499 > 99
2778 1.50e4
Area
%
0= e R B e e e e e e A e e e il 0115
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0172

3M_MNO01539323



Quantify Sample Report Page 61
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-431

Text:
1: C6 Acid PFHA
XC030504-2, 50 ng/L Standard 13-Mar-2004 03:37:24
LC/MS/MS #6
030504A-431 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.19 313> 269
9474 5.07e4
Area
%
O T e e L e e e B 05 L B S L L A L L AL B R Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-2, 50 ng/L Standard 13-Mar-2004 03:37:24
LC/MS/MS #6
030504A-431 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.73 413 > 369
21925 1.30e5
Area
%
i T S S e e S e B S S B LS B S A A Time
| 2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
!XC030504-2, 50 ng/L Standard 13-Mar-2004 03:37:24
3 LC/MS/MS #6
:030504A-431 Sm (Mn, 2x3) MRM of 5 Channels ES-

7.61 299 > 99

! 10 1.51e3
Area
‘ %
| O T e s e (N T S S LA B B Time
( 2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539324

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0173



Quantify Sample Report
Study No.:L1958, Set No.:0305043,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 62

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-431
Text:

4: C6 Sulfonate PFHS

XC030504-2, 50 ng/L Standard 13-Mar-2004 03:37:24,
LC/MS/MS #6)
030504A-431 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.56 399> 80
2479 1.36e4
Area
%
L R B L S ! (L A S A B AR I T [ime
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-2, 50 ng/L Standard 13-Mar-2004 03:37:24
LC/MS/MS #6
030504A-431 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
1331 7.21e3
Area
%
T T T T T T T T T n T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0174

3M_MNO01539325



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 63

Ext.Date:03/05/04, Analyst:K.Risgha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-432

Text:
1: C6 Acid PFHA
L1958-5 13-Mar-2004 03:59:12
LC/MS/MS #6
030504A-432 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 B.15 313> 269
73122 3.27e5
Area
%
o= N T T e [ime
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-5 13-Mar-2004 03:59:12
LC/MS/MS #6
030504A-432 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
31624 1.71e5
Area
%
0+ L [ L T ) R S B A A B A I LA BN AL A B Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-5 13-Mar-2004 03:59:12
LC/MS/MS #6
030504A-432 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 209 > 99
2.27e4
754 Area
% 2244
=T = e ﬁﬁ,.mﬁme
2.00 4.00 6.0 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0175

3M_MNO01539326



Quantify Sample Report

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 64

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 0305042-432
Text:

4: C6 Sulfonate PFHS

L1958-5

030504A-432 Sm (Mn, 2x3)
100

8.52

13-Mar-2004 03:59:12

MRM of 5 Channels ES-

LC/MS/MS #6)

11.62 399 > 80

10.43
9.25 9.58 979
4.92 3 7.21
068120 184238 343 *52 5760 748
%
L N T T T T T T T T T T T e Time
2.00 4.00 6.0 8.00 10.00
5: C8 Sulfonate PFOS
L1958-5 13-Mar-2004 03:59:12
LC/MS/MS #6
030504A-432 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
188 1.50e3
Area
0,
AJ Mw/\__\’_/‘,-/\‘/\\‘,,——\
0L T T T T T T T T T —————— Time

200 400 600 800

10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0176

3M_MNO01539327



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Me
Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 65

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

thDB\CotGrove NPDES 031504

Name: 030504A-433

Text:

1l: C6 Acid PFHA

L1958-5 Rep

13-Mar-2004 04:20:53

LC/MS/MS #6
030504A-433 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 313> 269
1 63351 2.89¢5

Area
%
L I A L O L L L B A L I R I e Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-5 Rep 13-Mar-2004 04:20:53

LC/MS/MS #6!

030504A-433 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
41830 2.33e5
Area
%
LA L B BRLL A I T T T T T Jime
2.00 4.00 6.00 8.00 10.00

3: C4 Sulfonate PFBS
L.1958-5 Rep 13-Mar-2004 04:20:53

LC/MS/MS #6

030504A-433 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 299 > 99
/\ 7.52 1.16e4
2114 Area
1
e e e e e e e Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0177

3M_MNO01539328



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Page 66

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-433
Text:
4: C6 Sulfonate PFHS
L1958-5 Rep 13-Mar-2004 04:20:53
J/ LC/MS/MS #6
030504A-433 Sm (Mn, 2x3) MRM of 5 Channels ES-
8.56 399 > 80
100 10.77
0.37 967 1.01e3
332 397 474  598p52 734 808
OA) 1
|
|
— e e L L o B T N B

LU Shs B B B B B B S B B B

LR B Time‘

2.00 4.00 6.00 8.0 10.00
5: C8 Sulfonate PFOS
L1958-5 Rep 13-Mar-2004 04:20:53
LC/MS/MS #6
030504A-433 Sm (Mn, 2x3) MRM of 5 Channels ES- |
165 1.45e3,
Area]
|
% v/\f\/\"/\/\/\,,,‘vv_ e /\\‘/\‘/\A/-'\,\'

; T T T T S T T T T T T Time

2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0178

3M_MNO01539329



Quantify Sample Report

Study No.:L1958, Set No.:030504a, Ext.Date:03/05/04, Analyst:K.Risha

Page 67

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Monm Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-434

Text:
1: C6 Acid PFHA
1.1958-6 13-Mar-2004 04:42:31
LC/MS/MS #6
030504A-434 Sm (Mn, 2x3) MRM of 5 Channels ES-
100+ 8.13 313> 269
. 61672 2.76e5
Area
%
LA B S L L L B A A L L L B AR B e e [Ime
2.00 4.00 6.00 8.00 10.00 ;
2: C8 Acid PFOA
L1958-6 13-Mar-2004 04:42:31
LC/MS/MS #6
030504A-434 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
40608 2.26e5
Area
%
A I I L R A L B L I IV Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-6 13-Mar-2004 04:42:31
LC/MS/MS #6
030504A-434 Sm (Mn, 2x3) MRM of § Channels ES-
100 7.48 299 > 99
2275 8.85e3
Area
OA) J
O""/I\"")""l"'é‘l""A"""I""l""r‘_'—,"j‘lfi‘}iflif?'r'r‘r‘Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0179

3M_MNO01539330



Quantify Sample Report Page 68
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-434
Text:

4: C6 Sulfonate PFHS

L1958-6 13-Mar-2004 04:42:31
J/ LC/MS/MS #6

030504A-434 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 B.52 399> 80
1.20e3

9.05
3.97 453 580 6.42 7.22 7.94 10.2310.85.11.08 187

131 501256314

o T T T T T T T T e Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-6 13-Mar-2004 04:42:31
LC/MS/MS #6
030504A-434 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.86 499 > 99
142 1.27€3
Area
— Time
10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539331

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0180



Quantify Sample Report Page 69
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDBE\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-435

Text:
1: C6 Acid PFHA
.1958-7, DF=100 13-Mar-2004 05:04:14‘
LC/MS/MS #6
030504A-435 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313> 269
14680 5.55e4
Area
Y%
00— T T T T T T o T T T o [ime
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-7, DF=100 13-Mar-2004 05:04:14|
LC/MS/MS #6
030504A-435 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.7 413 > 369
47456 2.68e5
Area
%
O‘Y' I U L L e B | Tlme
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-7, DF=100 13-Mar-2004 05:04:14
LC/MS/MS #6
030504A-435 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.59 299 > 99
356 2.32e3
Area
%
T , Time

800 | 1000

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0181

3M_MNO01539332



Quantify Sample Report Page 70
Study No.:L1958, Set No.:030504a, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Flucrochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-435

Text:
4: Cé6 Sulfonate PFHS
L1958-7, DF=100 13-Mar-2004 05:04:14
LC/MS/MS #6
030504A-435 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
4105 1.99¢4
Area
%
0 L L B S S R B L AL I A R B L Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-7, DF=100 13-Mar-2004 05:04:141
LC/MS/MS #6
030504A-435 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.90 499 > 99
2055 1.11e4d
Area
%
O LA e o e e e e 0 G A NS s R A B R A A L T ]ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539333
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0182



Quantify Sample Report
Study No.:L1958, Set No.:0305044,

Sample List:

Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 71

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-436
Text:

1: Cé6 Acid PFHA

L1958-8, DF=1000 13-Mar-2004 05:26:07
LC/MS/MS #6
030504A-436 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
14120 4.55e4
Area
%
I e e e I B A S 1T "'177"' I"i\TTj“iiTT\ifii/:TTi/>\T"ne
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L.1958-8, DF=1000 13-Mar-2004 05:26:07
LC/MS/MS #6
030504A-436 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
47234 2.65e5
Area
%
0 T T T T B T T T T ] Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-8, DF=1000 13-Mar-2004 05:26:07
LC/MS/MS #6
030504A-436 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.61 299 > 99
336 2.05e3
Area
% jﬁyf\ﬂv\
OIVII]YIII,III\]IIII]IIITl!ll'llll\IIIIIDV LI B S RLASRL AL | Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive,

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

State College,

PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0183

3M_MNO01539334



Quantify Sample Report Page 72
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-436

Text:
4: Cé Sulfonate PFHS
L1958-8, DF=1000 13-Mar-2004 05:26:07
LC/MS/MS #6
030504A-436 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
3946 1.82e4
Area
%
AL e e s e s e S e A B B A B U R Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-8, DF=1000 13-Mar-2004 05:26:07|
LC/MS/MS #6
030504A-436 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
2139 1.19e4
Area
%
T L L L L L A R B A L R L H L AL AL ISR T"nei
2.00 4.00 6.00 8.00 10.00 }

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539335
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0184



Quantify Sample Report

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 73

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-437

Text:
1: C6 Acid PFHA
XC030504-3, 100 ng/L Standard 13-Mar-2004 05:47:51
LC/MS/MS #6
030504A-437 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313> 269
] 17416 8.92e4
Area
%
e
L A L B i L e B L e L e L S e e 11
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-3, 100 ng/L. Standard 13-Mar-2004 05:47:51
LC/MS/MS #6
030504A-437 Sm (Mn, 2x3} MRM of 5 Channels ES-
10 8.73 413 > 369
38144 2.16e5
Area
%
0 o[ Tt fo T ——— 7 Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-3, 100 ng/L Standard 13-Mar-2004 05:47:51
LC/MS/MS #6
030504A-437 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.63 299 > 99
372 1.83e3
Area
%
0 T T T T T T AN AR Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0185

3M_MNO01539336



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 74

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-437

Text:
4: C6 Sulfonate PFHS
XC030504-3, 100 ng/L Standard 13-Mar-2004 05:47:51
LC/MS/MS #6
030504A-437 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.56 309 > 80
5062 2.58e4
Area
%
O 0 A AL R A LA LB S S S B e RS RS 14 [
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-3, 100 ng/L Standard 13-Mar-2004 05:47:51
LC/MS/MS #6
030504A-437 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
2354 1.21e4
Area
%
0= T T T T T T T T A B Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0186

3M_MNO01539337



Quantify Sample Report Page 75
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-438

Text:
1: C6 Acid PFHA
L1958-9, DF=100 13-Mar-2004 06:09:34
LC/MS/MS #6
030504A-438 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 313> 269
23099 7.80e4
Area
%
L L e e e B B s e s el 101
2.00 4.00 6.00 8.00 10.00
2: C8 Acid FPFOA
L1958-9, DF=100 13-Mar-2004 06:09:34
LC/MS/MS #6
030504A-438 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
38028 2.01e5
Area
%
T L N L B S L N AL L BN SN Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-9, DF=100 13-Mar-2004 06:09:34
LC/MS/MS #6
030504A-438 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.61 299 > 99
1405 6.48e3
Area
%
o—————— 1T T e e e Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539338
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0187



Quantify Sample Report

Page 76

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:R.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:;\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-438

Text:
4: Cé Sulfonate PFHS
L1958-9, DF=100 13-Mar-2004 06:09:34
LC/MS/MS #6
030504A-438 Sm (Mn, 2x3) MRM of & Channels ES-
100 8.52 399> 80
1082 5.61e3
Area
%
0 e e e Time
B 2.00 4.00 6.00 8.00 10.00
5:; C8 Sulfonate PFOS
L1958-9, DF=100 13-Mar-2004 06:09:34:
LC/MS/MS #6
030504A-438 Sm (Mn, 2x3) MRM of 5 Channels ES-
8.88 499 > 99

10

%

5.34e3
Area

Time

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0188

3M_MNO01539339



Quantify Sample Report
Study No.:L1958, Set No.:0305044,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Printed:

Page 77
Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Mon Mar 15 13:25:12 2004

Tue Mar 16 07:26:27 2004

Name :

030504A-439

Text:

1: C6 Acid PFHA

@ 1t874-9Rep, DF=100 13-Mar-2004 06:31:21
LC/MS/MS #6
030504A-439 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 B.15 313 > 269
21902 6.63e4
Area
%
T T e T T e e T e o Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
@ i-4874-9Rep, DF=100 13-Mar-2004 06:31:21
LC/MS/MS #6
030504A-439 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413 > 369
40521 2.11e5
Area
%
0= L T T T I N T T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFES
@ —E4874-9Rep, DF=100 13-Mar-2004 06:31:21
LC/MS/MS #6
030504A-439 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.59 299 > 99
6.31e3
Area
%
7T T T T T U Time
2.00 4.00 6.00 8.00 10.00

O Lrsp-9 Rey- © %B‘lb.[o\-t

Exygen Research,

3058 Research Drive,

State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0189

3M_MNO01539340



Quantify Sample Report Page 78
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMSé6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDBE\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 0305042-439
Taxt:

4: Cé6 Sulfonate PFHS

L1874-8-Rep, DF=100 13-Mar-2004 06:31:21
LC/MS/MS #6
030504A-439 Sm (Mn, 2x3) MRM of 5 Channels ES-
100- 8.52 399 > 80
i 1104 5.78e3
Area

%
— e~ NN |
1||ﬁ—f|ﬁf||7—ﬁxf/\x'ﬁ>Tlme‘
2.00 4.00 6.00 8.00 10.00 ]

§: C8 Sulfonate PFOS

1£1874-9-Rep, DF=100 13-Mar-2004 06:31:21
LC/MS/MS #6
030504A-439 Sm (Mn, 2x3) MRM of 5 Channels ES-
100+ 8.87 499 > 99
. 898 5.25e3
] Area

%
- T T T T LR B Time

2.00 4.00 6.00 8.00 10.00

O 111584 Rep (D Bhoz)elot

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0190

3M_MNO01539341



Quantify Sample Report
Study No.:L1958, Set No.:030504A,
Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 79

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-440

Text:

1: C6 Acid PFHA

L1958-10, DF=100 13-Mar-2004 06:53:1
LC/MS/MS #6
030504A-440 Sm (Mn, 2x3) MRM of 5 Channels ES-
8.15 313 > 269
20937 6.41e4
LML N A T A [ L L [ B L T ML AL L L B L L AL T T T Time
2.00 4.00 6.00 10.00
2: C8 Acid PFOA
L1958-10, DF=100 13-Mar-2004 06:53:14
LC/MS/MS #6
030504A-440 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413 > 369
44693 2.40e5
Area
%
0-= T T T T T T 1 T T T AL DL BRI Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-10, DF=100 13-Mar-2004 06:53:14
LC/MS/MS #6
030504A-440 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.57 209 > 99
1081 5.06e3
Area
%
OT' 77 T T T LI T T T T T T 'ﬁTime‘
2. 00 4.00 6. OO 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01539342

1939.0191



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:
Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Mon Mar 15 13:22:46 2004

Printed: Tue Mar 16 07:26:27 2004

Page 80

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-440

Text:

4: Cé Sulfonate PFHS

L1958-10, DF=100 13-Mar-2004 06:53:14
LC/MS/MS #6
030504A-440 Sm (Mn, 2x3) MRM of 5 Channels ES- |
10 8.49 399 > 80:
1046 5.48e3
Area
%
"‘I“"l""l""""l""""I""i""\"‘"l""Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-10, DF=100 13-Mar-2004 06:53:14
LC/MS/MS #6
030504A-440 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.86 499 > 99
1100 6.16e3
Area
%
0-- T T T T T T T L L M Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0192

3M_MNO01539343



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:

Last modified: Mon Mar 15 13:22:46 2004

Page 81

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-441
Text:

1: C6 Acid PFHA

L1958-9, DF=10 13-Mar-2004 07:15:00
LC/MS/MS #6
030504A-441 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 313 > 269
192855 6.52e5
Area
%
].‘
0;73 LI B S B L L B IR R R | LN LA IR B T USSR Time
. 2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-9, DF=10 13-Mar-2004 07:15:00
LC/MS/MS #6
030504A-441 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.69 413 > 369
189379 9.84eb5
Area
%
O L L R A R R LA SR SR T T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-9, DF=10 13-Mar-2004 07:15:00
LC/MS/MS #6
030504A-441 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.56 299 > 99
13380 5.11e4
Area
%
O‘ﬁllvllll|lllﬁ'|_7_7_/|7_\—,uwu|||:‘||vwv|w||||w|-|v-|-n|w| Time
2.00 4.00 8.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01539344

1939.0193



Quantify Sample Report

Page 82

Study No.:Ll958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDE\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-441

Text:
4: Cé Sulfonate PFHS
L1958-9, DF=10 13-Mar-2004 07:15:00
LC/MS/MS #6
030504A-441 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.52 399 > 80
9161 4.66e4
Area
%
0= Tt T T[T LA B | T ———— lime
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
1.1958-9, DF=10 13-Mar-2004 07:15:00
LC/MS/MS #6
030504A-441 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 Canc 499 > 99
8371 4.35e4
Area
%
0= 7 T T T T T [ T Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0194

3M_MNO01539345



Quantify Sample Report Page 83
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals .PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-442
Text:

1: C6 Acid PFHA

L1958-9 Rep, DF=10 13-Mar-2004 07:36:51
LC/MS/MS #6
030504A-442 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 313> 269
187432 6.07¢5
Area
%
o= T T T T T T e e e Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-9 Rep, DF=10 13-Mar-2004 07:36:51‘
LC/MS/MS #6}
030504A-442 Sm (Mn, 2x3) MRM of 5 Channels ES- |
100 8.69 . 413 > 369,
183585 9.61e5
Area
%
0 LA L L L B L L L L S L I A A B A I e | Ime
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-9 Rep, DF=10 13-Mar-2004 07:36:51
LC/MS/MS #6
030504A-442 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.56 299 > 99
12420 4.78e4
Area
%
0 L e e B L B A L L L B L B Time
2.00 4.00 6.00 8.00 10.00 |

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539346
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0195



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Ext.Date:03/05/04, Analyst:K.Risha

Page 84

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDBE\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-442
Text:

4: C6 Sulfonate PFHS

{L1958-9 Rep, DF=10 13-Mar-2004 07:36:51
; LC/MS/MS #6
1030504A-442 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
f 9142 4.74¢e4
Area
%
O T " T v T Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-9 Rep, DF=10 13-Mar-2004 07:36:51
LC/MS/MS #6
030504A-442 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.87 499 > 99
8132 4.27¢4
Area
%
! 0= Tt r oo T et = e e T 1ime
| 2.00 4,00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0196

3M_MNO01539347



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:

Last modified: Mon Mar 15 13:22:46 2004

Page 85

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-443
Text:
1: Cé Acid PFHA
L1958-10, DF=10 13-Mar-2004 07:58:29
LC/MS/MS #6
030504A-443 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 313> 269
192329 6.50e5
Area
%
A e e e B e [ Ly [ B T |ime
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-10, DF=10 13-Mar-2004 07:58:29
LC/MS/MS #6
030504A-443 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413 > 369
233473 1.23e6
Area
%
0 T T L T B N T T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-10, DF=10 13-Mar-2004 07:58:29
LC/MS/MS #6
030504A-443 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.56 Canceld
13765 4 .86e4
Area
%
0= 7 T T T T T T T T T ] Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive,

State College,

PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01539348

1939.0197



Quantify Sample Report Page 86
Study No.:L1958, Set No.:030504a, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-443

Text:
4: Ceé Sulfonate PFHS

L1958-10, DF=10 13-Mar-2004 07:58:29
LC/MS/MS #6
030504A-443 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
9089 4.62e4
Area

%
O T T T T T T T e Time

2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS

L1958-10, DF=10 13-Mar-2004 07:58:29
LC/MS/MS #6
030504A-443 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.87 499 > 99
7946 4.12¢e4
Area

%
0 T ] Tttty r e T Time

2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539349
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0198



Quantify Sample Report
Study No.:L1958, Set No.:030504A3,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 87

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-444

Text:

1: C6 Acid PFHA

L1958-11, DF=100 13-Mar-2004 08:20:1
LC/MS/MS #6
030504A-444 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 313 > 269
34290 9.47e4
Area
%
O L B e e e B B RS R E B 'r"'*'—v'fif"l""-rime
2.0 4.0 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-11, DF=100 13-Mar-2004 08:20:13
LC/MS/MS #6
030504A-444 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413 > 369
54279 2.92e5
Area
%
T T T T T '\""""\""""\""l""Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-11, DF=100 13-Mar-2004 08:20:13
LC/MS/MS #6
030504A-444 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.56 299> 99
1454 6.22e3
Area
B e L B L L AL ML U Time?
2.00 4.00 .00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0199

3M_MNO01539350



Quantify Sample Report

Page 88

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-444
Text:

4: Cé6 Sulfonate PFHS

L1958-11, DF=100

030504A-444 Sm (Mn, 2x3)
10

%

13-Mar-2004 08:20:13
L.C/MS/MS #6

MRM of 5 Channels ES-

8.50 390 > 80
5091 2.40e4
Area

L L H N A B B B B B

" 2.00 4.00 6.00

T T T ] T T T

e Time
8.00 10.00

5: C8 Sulfonate PFOS

L1958-11, DF=100

LC/MS/MS #6
030504A-444 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.86 499 > 99
2697 1.44e4
Area
%
0_:|7' ; T T T T T T T 1 T T|me

13-Mar-2004 08:20:13

800 1000

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01539351

1939.0200



Quantify Sample Report

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 89

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-445
Text:

1: C6 Acid PFHA

L1958-12, DF=1000

030504A-445 Sm (Mn, 2x3)
100

8.156

%

13-Mar-2004 08:42:01

MRM of 5 Channels ES-

M/‘—\,—/\/—\’\'—'\

LC/MS/MS #6

313 > 269
4.62¢4
Area

————— Time

T T T T v T

2.00 400 | 600 8.00

LA R B

10.00

2: C8 Acid PFOA

L1958-12, DF=1000

13-Mar-2004 08:42:01

LC/MS/MS #6
030504A-445 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.69 413 > 369
39560 2.10e5
Area
%
0= T I I N N L B Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-12, DF=1000 13-Mar-2004 08:42:01
LC/MS/MS #6
030504A-445 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.55 299 > 99
380 2.15e3
Area
OA) !
Oj- L e i DAL S L IO L L AL B IR Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0201

3M_MNO01539352



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:

Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 90

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-445

Taxt:
4: C6 Sulfonate PFHS
L1958-12, DF=1000 13-Mar-2004 08:42:01
LC/MS/MS #6
030504A-445 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.50 300 > 80
3662 1.70e4
Area
%
0= L T T T Tt T T T T Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-12, DF=1000 13-Mar-2004 08:42:01
LC/MS/MS #6
030504A-445 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.86 499 > 99
1808 9.60e3
Area
%
0 T T T UL A T T T T T T T ] Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0202

3M_MNO01539353



Quantify Sample Report

Page 51

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDE\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-446
Text:

1: C6 Acid PFHA

XC030504-3, 100 ng/L Standard 13-Mar-2004 09:03:54
LC/MS/MS #6
030504A-446 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
16806 8.50e4
Area
. . = T ] ime
200 | 400 ' 'e00 | 800 1000 T
2: C8 Acid PFOA
XC030504-3, 100 ng/L Standard 13-Mar-2004 09:03:54
LC/MS/MS #6
030504A-446 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.73 413 > 369
33768 1.93e5
Area
%
0 L L R R E A R A AL BRI A —— o [ime
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-3, 100 ng/L Standard 13-Mar-2004 09:03:54
‘J/ LC/MS/MS #6
030504A-446 Sm (Mn, 2x3) 748 MRM of 5 Channels ES-
. 299 > 99
100 0.74
i 0.07 9.75 1013 1.14e3
189 4.61 493590 g og B.W 10.87 11.56
] : M

OAJ\

“‘v*r||'|v L L L S e B B B I N B S B R S B B

Time

1 2.00 14,00 6.00 8.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0203

3M_MNO01539354



Quantify Sample Report Page 92
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-446

Text:
4: C6 Sulfonate PFHS
XC030504-3, 100 ng/L Standard 13-Mar-2004 09:03:54
LC/MS/MS #6
030504A-446 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.54 399 > 80
4039 2.17e4
Canc
%
) Eh0 0 S A R S s e L B S B B e RSN Rl 1
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-3, 100 ng/L Standard 13-Mar-2004 09:03:54
LC/MS/MS #6
030504A-446 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
2512 1.29%e4
Area
%
T T T T T T 7 T Thnel
2.00 4.00 6.00 8.00 10.00 \

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539355
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0204



Quantify Sample Report
Study No.:L1958, Set No.:0305044,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Ext.Date:03/05/04, Analyst:

Page 93
K.Righa

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-447

Text:

1: C6 Acid PFHA

L1958-13, DF=100 13-Mar-2004 09:25:35
LC/MS/MS #6
030504A-447 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 313> 269
26553 7.94e4
Area
%
T TN
0 Ty T T A A R AL T Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA 7
L1958-13, DF=100 13-Mar-2004 09:25:35
LC/MS/MS #6
030504A-447 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
30355 1.66e5
Area
%
0 [ A T T T T T T T T T T T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-13, DF=100 13-Mar-2004 09:25:35
LC/MS/MS #6
030504A-447 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.59 299 > 99
4.19e3
Area
%
0-— N LA L A I L L L A A B LN UL Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0205

3M_MNO01539356



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 94

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals .PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals .PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-447

Text:

4: Cé Sulfonate PFHS

L1958-13, DF=100

030504A-447 Sm (Mn, 2x3)
10

%

13-Mar-2004 09:25:35
LC/MS/MS #6

MRM of 5 Channels ES-
399 > 80

3.91e3

Area

L L S L LA L L A L L L L A R L L L S L L T T —— Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-13, DF=100 13-Mar-2004 09:25:35
LC/MS/MS #6
030504A-447 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.87 499 > 99
653 4.07e3
Area
%
0 T T T T L L A B AL AL B B | Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PR 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0206

3M_MNO01539357



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample Ligt:

Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 95

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Magslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-448

Text:
1: C6 Acid PFHA
L1958-13 Rep, DF=100 13-Mar-2004 09:47:18
LC/MS/MS #6
030504A-448 Sm (Mn, 2x3) MRM of 5 Channels ES-
100~ 8.17 313 > 269
- 26003 7.77¢4
] Area
%
T T T T T T T e T e e L T T T T o e 1ime
200 400 " 600 | 800  10.00 o
2: C8 Acid PFOA
L1958-13 Rep, DF=100 13-Mar-2004 09:47:18
LC/MS/MS #6
030504A-448 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
30518 1.69e5
Area
%
1 T TN
OJ:>?=' T T T T =T " 7 T T T [ime
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-13 Rep, DF=100 13-Mar-2004 09:47:18
LC/MS/MS #6
030504A-448 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.61 299 > 99
1050 3.80e3
Area
T A I T T T T 1T AR U Time |
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PR 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0207

3M_MNO01539358



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Page 96

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-448
Text:
4: C6 Sulfonate PFHS
L1958-13 Rep, DF=100 13-Mar-2004 09:47:18
LC/MS/MS #6
030504A-448 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.51 399 > 80
714 3.65e3
Area
%
A/\_.v,\,.ﬁ./\/\’\‘
0 BN S L L SR L AL AL B N R I A R L A ———— T Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-13 Rep, DF=100 13-Mar-2004 09:47:18
LC/MS/MS #6
030504A-448 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
3.91e3
Area
%
Time

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0208

3M_MNO01539359



Quantify Sample Report Page 97
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMSé\Magslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Magsslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-4489
Text:

1: C6 Acid PFHA

L1958-14, DF=100 13-Mar-2004 10:09:01
LC/MS/MS #6
030504A-449 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 313 > 269
26658 7.26e4
Area
%
0T e T e e e T e e e e e T o [ime
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA )
L1958-14, DF=100 13-Mar-2004 10:09:01
LC/MS/MS #6
030504A-449 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
27973 1.58e5
Area
%
O' l"'l""""I“"""\"T'"'I""""l"ﬁ*'l""Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-14, DF=100 13-Mar-2004 10:09:01
LC/MS/MS #6
030504A-449 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.61 299 > 99
5.27e3
Area
%
0 T T T T T T T T T e ———— Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539360

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0209



Quantify Sample Report

Page 98

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

P:\Data\LCMSMS6\Masslynx\Fluorochemicals .PRO\SampleDE\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-449

Text:

4: C6 Sulfonate PFHS
L1958-14, DF=100 13-Mar-2004 10:09:01
LC/MS/MS #6
030504A-449 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
735 4.25e3
Area

%
e :‘;'. — T ,:TT. |..TT/TTT‘ﬁT7TT|... T — T [ime
2.00 4.00 6.00 8.00 10.00

5: C8 Sulfonate PFOS
1L1958-14, DF=100 13-Mar-2004 10:09:01
LC/MS/MS #6
030504A-449 Sm (Mn, 2x3) MRM of 5 Channels ES-
8.89 499 > 99

10

%

3.86e3
Area

Time

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0210

3M_MNO01539361



Quantify Sample Report

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 99

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modifled: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-450
Text:

1: Cé Acid PFHA

L1958-13, DF=10

030504A-450 Sm (Mn, 2x3)
10

13-Mar-2004 10:30:50
LC/MS/MS #6

MRM of 5 Channels ES-

8.15 313 > 269
249624 7.97e5

Area

200

LA B S S B A

A LA SR NS AL A ML T Time
4.00 6.00 8.00 10.00

2: C8 Acid PFOA

L1958-13, DF=10

13-Mar-2004 10:30:50

LC/MS/MS #6
030504A-450 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
150817 8.02e5
Area
%
0= T T T T T T T = Time

200

T T LI B B LI T LI — L _l_l'—'l LA B R R
4.00 6.00 8.00 10.00

3: C4 Sulfonate PFBS

L1958-13, DF=10

030504A-450 Sm (Mn, 2x3)
100

%

13-Mar-2004 10:30:50
LC/MS/MS #6

MRM of 5 Channels ES-

7.61 299 > 99
12069 4.58e4
Area

—p——— Time

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0211

3M_MNO01539362



Quantify Sample Report Page 100
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Lagt modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-450

Text:
4: Cé6 Sulfonate PFHS

L1958-13, DF=10 13-Mar-2004 10:30:50
LC/MS/MS #6
030504A-450 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.54 399 > 80
6945 3.60e4
Area

%
0 B e e e B T L s e e S A B S a1

2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS

L1958-13, DF=10 13-Mar-2004 10:30:50
LC/MS/MS #6
030504A-450 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
6368 3.26e4
Area

%
0= T T T T T T T e [ ime

2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539363
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0212



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 101

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-451
Text:

1: C6 Acid PFHA

L1958-13 Rep, DF=10 13-Mar-2004 10:52:39
LC/MS/MS #6
030504A-451 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 313 > 269
256171 9.07e5
Area
%
o-———T——Tr T T T Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-13 Rep, DF=10 13-Mar-2004 10:52:39
LC/MS/MS #6
030504A-451 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
157839 8.31e5
Area
%
T T T T T T T R Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-13 Rep, DF=10 13-Mar-2004 10:52:39
LC/MS/MS #
030504A-451 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.59 299 > 99
14649 4.87e4
Area
%
0= T e L L L A L B A Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, FA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0213

3M_MNO01539364



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:

Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 102

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-451

Text:
4: C6 Sulfonate PFHS
L1958-13 Rep, DF=10 13-Mar-2004 10:52:39
LC/MS/MS #6
030504A-451 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.62 399 > 80
7235 3.64e4
Area
%
L L L L o B L ey B o e e E Time
| 2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS .
L1958-13 Rep, DF=10 13-Mar-2004 10:52:39
LC/MS/MS #6
030504A-451 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
6657 3.51e4
Area
%
0= 1 T T T 1 RN B T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0214

3M_MNO01539365



Quantify Sample Report

Page 103

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-452
Text:

1: C6 Acid PFHA

L1958-14, DF=10 13-Mar-2004 11:14:29
LC/MS/MS #6
030504A-452 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 313 > 269
240487 8.35e5|
Area
%
O U L S B A O B e Time
2.00 4.00 6.00 8.00 10.00 :
2: C8 Acid PFOA
L1958-14, DF=10 13-Mar-2004 11:14:29
LC/MS/MS #6
030504A-452 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
160551 8.47e5
Area
%
0= L L o e e e L e UV el 111
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFRS
L1958-14, DF=10 13-Mar-2004 11:14:29
LC/MS/MS #6
030504A-452 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.58 299 > 99
13698 4.69%4
Area
%
L e L e o e AN B e U e B 101
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0215

3M_MNO01539366



Quantify Sample Report

Page 104

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Meathod:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-452

Text:
4: Cé6 Sulfonate PFHS
L1958-14, DF=10 13-Mar-2004 11:14:29
LC/MS/MS #6
030504A-452 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
7703 3.99¢4
Area
%
e I T s o e e s B B B B S L B B E L A Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-14, DF=10 13-Mar-2004 11:14:29
LC/MS/MS #6
030504A-452 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.87 499 > 99
7078 3.62e4
Area
%
|
0= T T T T T T L Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0216

3M_MNO01539367



Quantify Sample Report Page 105
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, 2Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-453
Text:

1: C6 Acid PFHA

L1958-15, DF=100 13-Mar-2004 11:36:15
LC/MS/MS #6
030504A-453 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
39009 1.16e5
Area
%
0' T “I""""I""""(""I""I""I""l""l""\Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-15, DF=100 13-Mar-2004 11:36:15
LC/MS/MS #6
030504A-453 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
54634 2.87¢5
Area
%
L I L e e L B RS UNumanay Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
1.1958-15, DF=100 13-Mar-2004 11:36:15
LC/MS/MS #6
030504A-453 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.61 299 > 99
1474 5.87e3
Area
%
O-——7—— T T T T T T T T T T T T T T T T T T T —— Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539368
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0217



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 106

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-453

Text:
4: C6 Sulfonate PFHS
L1958-15, DF=100 13-Mar-2004 11:36:15
LC/MS/MS #6
030504A-453 Sm (Mn, 2x3) MRM of 5 Channels ES- |
100 8.52 390 > 80
4864 2.25e4
Area
%
L L A B L I T e e e e = [ime
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L.1958-15, DF=100 13-Mar-2004 11:36:15
LC/MS/MS #6
030504A-453 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
2731 1.45¢4
Area
%
0= T T T T T U B Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0218

3M_MNO01539369



Quantify Sample Report Page 107

Study No.:L1958, Set No.:030504A, BExt.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-454
Text:

1: Cé6 Acid PFHA

L1958-16, DF=1000 13-Mar-2004 11:57:58,
LC/MS/MS #6

030504A-454 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
19054 5.97¢4

Area

%
1 e
O e T o Time
2.00 4.00 6.00 8.00 10.00

2: C8 Acid PFOA
L1958-16, DF=1000

13-Mar-2004 11:57:58

LC/MS/MS #6

030504A-454 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
40009 2.19e5

Area

—————— Time

200 400 600 800 1000

3: C4 Sulfonate PFBS
L1958-16, DF=1000

13-Mar-2004 11:57:58

LC/MS/MS #6

030504A-454 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.63 299> 99
661 3.39e3

Area

%

0 T 1 T T T L L DO NN BN I B Time

2.00 4.00 6.00 8.00 10.00 |

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0219

3M_MNO01539370



Quantify Sample Report

Page 108

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List:

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method:

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed:

Tue Mar 16 07:26:27 2004

Name: 030504A-454
Text:

4: Cé6 Sulfonate PFHS

L1958-16, DF=1000

LC/MS/MS #6
030504A-454 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
5090 2.56e4
Area
%
O S ML N L Mot S i e s S e i s e 101

13-Mar-2004 11:57:58

2.00

4.00 6.00 8.00 10.00

5: C8 SBulfonate PFOS

L1958-16, DF=1000

030504A-454 Sm (Mn, 2x3)
10

%

13-Mar-2004 11:57:58

LC/MS/MS #6

MRM of 5 Channels ES-

8.88 499 > 99
2746 1.52e4
Area

——————— Time

200

R A L U
4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0220

3M_MNO01539371



Quantify Sample Report Page 109
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-455

Text :
1: C6 Acid PFHA
XC030504-4, 250 ng/L Standard 13-Mar-2004 12:19:41
LC/MS/MS #6
030504A-455 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
41784 2.04e5
Area
%
1
|
{ T e e T o e T o [ime
i 2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-4, 250 ng/L Standard 13-Mar-2004 12:19:41
LC/MS/MS #6
030504A-455 Sm (Mn, 2x3) MRM of 5 Channeis ES-
10 8.71 413 > 369
81448 4.41e5
Area
%
} 4 LN L B NS R AL I L L L U N T > [ime
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-4, 250 ng/L Standard 13-Mar-2004 12:19:41
LC/MS/MS #6
030504A-455 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.59 299 > 99
1150 3.01e3
Area

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539372
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0221



Quantify Sample Report Page 110
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-455

Text:
4: Cé6 Sulfonate PFHS
P(C0305044, 250 ng/L Standard 13-Mar-2004 12:19:41
i LC/MS/MS #6
030504A-455 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.54 399 > 80
12417 6.64e4
Area
%
or--——rT T T T T T = [ime
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-4, 250 ng/L Standard 13-Mar-2004 12:19:41
LC/MS/MS #6
030504A-455 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
5998 3.23e4
Area
%
0 | T T T T 1T T T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539373
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0222



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 111

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDBE\030504A CG ACSFM

P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-456
Text:

l: C6 Acid PFHA

\ 2.00 4.00 6.00 8.00

L1958-17, DF=1000 13-Mar-2004 12:41:19
LC/MS/MS #6
030504A-456 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
9049 3.14e4
Area
% |
0 fTTT*;Ti\ LA LA L AL AL DL |"A771 T T T T T T o Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-17, DF=1000 13-Mar-2004 12:41:19
LC/MS/MS #6
030504A-456 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
103773 5.34e5
Area
%
0 T T Tt I oo Ty T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-17, DF=1000 13-Mar-2004 12:41:19
\l/ LC/MS/MS #6
030504A-456 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 0.74 736 7.65 079 299 > 99
%
G""!""l'"I""I"""*"I"‘ L I LA B Tlme
10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0223

3M_MNO01539374



Quantify Sample Report Page 112
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Magslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-456

Text:
4: C6 Sulfonate PFHS
L1958-17, DF=1000 13-Mar-2004 12:41:19
LC/MS/MS #6
030504A-456 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.52 399 >80
339 2.23e3|
Area’
%
| - T Time
! 2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFQOS
?L1958-1 7, DF=1000 13-Mar-2004 12:41:19
‘ LC/MS/MS #6
030504A-456 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
1343 7.34e3
Area
%
‘ 0 L U A A B A L L AL UL | Time
: 2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539375
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0224



Quantify Sample Report Page 113
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample Lisgt: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CGC ACSFM

Last modified: Mon Mar 15 13:22:46 2004
Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-457

Text:
1: C6 Acid PFHA
L1958-17 Rep, DF=1000 13-Mar-2004 13:03:06
LC/MS/MS #6
030504A-457 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
9611 3.32e4
Area

%

N\ )
T N e ———————— T

r————r——r——r—— 7 Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
'L1958-17 Rep, DF=1000 13-Mar-2004 13:03:06
‘ LC/MS/MS #6
030504A-457 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413 > 369
102853 531e5
Area
%
0 L L L I I L L R B LA ISR Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-17 Rep, DF=1000 13-Mar-2004 13:03:06
\&( LC/MS/MS #6
030504A-457 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.58 031 299 > 99
0.72p 97 >lg 56 1046 11.79 1.68e3
161 222 338 4.094.57 W
% .
0 T T T T T T T e o [ime
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539376

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0225



Quantify Sample Report Page 114
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004
Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-457

Text:
4: C6 Sulfonate PFHS
L1958-17 Rep, DF=1000 13-Mar-2004 13:03:06
LC/MS/MS #6
030504A-457 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
376 2.36e3
Area
%
T L N A L AL B Time
2.00 4.00 6.00 8.00 10.00 |
5: (C8 Sulfonate PFOS
L1958-17 Rep, DF=1000 13-Mar-2004 13:03:06,
LC/MS/MS #6
030504A-457 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.87 499 > 99
986 5.85e3
Area
%
0 T LA L L L A AL L LB LSS NI Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539377
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0226



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004
Method:

Last modified:
Job Code:

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 115

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-458

Text:

1: C6 Acid PFHA

L1958-18, DF=1000 13-Mar-2004 13:24:56
LC/MS/MS #6
030504A-458 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
10208 3.10e4
Area
%
0 T T T L T T T T T L L A I B L B S B ———— Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-18, DF=1000 13-Mar-2004 13:24:56
LC/MS/MS #6
030504A-458 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
109832 5.72e5
Area
%
)
O N LA L L L B A AL T N ML Time
2.00 4.00 6.0 8.00 10.00
3: C4 Sulfonate PFBS
L1958-18, DF=1000 13-Mar-2004 13:24:56
\L LC/MS/MS #6
030504A-458 Sm (Mn, 2x3) MRM of 5 Channels ES-
100, 088 7.69 299 > 99
WSS g2 1021, 1.50e3
426 503 6.036.51 R W4 |
% 3.61 WJ W
0 T T T T T R R o Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0227

3M_MNO01539378



Quantify Sample Report Page 116
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-458
Text:

4: Cé Sulfonate PFHS

L1958-18, DF=1000 13-Mar-2004 13:24:56
LC/MS/MS #6
030504A-458 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
307 2.11e3
Area
%
0""]""]’j"'""I""""1""[""[""""I""l""Time
2.00 4.00 6.00 8.00 10.00
5: CB Sulfonate PFOS
L1958-18, DF=1000 13-Mar-2004 13:24:56
LC/MS/MS #6
030504A-458 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 Canceld.
1028 6.0%e3
Area
%
0-- T T T T T T T L BN Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0228

3M_MNO01539379



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:
Method:

Last modified:

Page 117
Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\L.CMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-459

Text:

1: C6 Acid PFHA

1.1958-17, DF=100 13-Mar-2004 13:46:46
LC/MS/MS #6
030504A-459 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
72613 1.96e5
Area
%
0= T T T T T T e T e e [ T Time
2.00 4.00 6.00 8.00 10.00 |
2: C8 Acid PFOA
1L.1958-17, DF=100 13-Mar-2004 13:46:46
LC/MS/MS #6
030504A-459 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
‘ 819321 4.21e6
Area
%
0 L L A L L SN S R L LA I Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
fL1958-17, DF=100 13-Mar-2004 13:46:46
LC/IMS/MS #6
030504A-459 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.59 299 > g9
1732 6.15e3
Area
%
O T L LA L LA S LA L DL A LA BRI RS B Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0229

3M_MNO01539380



Quantify Sample Report Page 118
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-459

Text
4: Cé Sulfonate PFHS
L1958-17, DF=100 13-Mar-2004 13:46:46
LC/MS/MS #6
030504A-459 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
2783 1.43e4
Area
%
0= L L L L A L R R S B AN A AL L B AL AR LA Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-17, DF=100 13-Mar-2004 13:46:46
LC/MS/MS #6
030504A-459 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
9171 4.68e4|
Area
%
0= T T T T T T T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539381
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0230



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 119

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-460

Text:

1l: Cé Acid PFHA

L1958-17 Rep, DF=100 13-Mar-2004 14:08:33
LC/MS/MS #6
030504A-460 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 313 > 269
74708 2.07e5
Area
%
0+ T T T T LA N (LA A B N B L A BN R B T T LA L B L B B ——— Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-17 Rep, DF=100 13-Mar-2004 14:08:33
LC/MS/MS #6
030504A-460 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
855949 4.32e6:
Area
% |
|
0 I N 1 7 T T T 17 AR PRI Time
2.00 4.00 6.00 8.00 10.00
3: 4 Sulfonate PFRS
L1958-17 Rep, DF=100 13-Mar-2004 14:08:33
LC/MS/MS #6
030504A-460 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.61 299 > 99
1880 7.493
Area
%
! 0""r"’[""""""'""]"f‘!"'[""""|"*""'Time
l 2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0231

3M_MNO01539382



Quantify Sample Report Page 120
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-460
Text:

4: Cé6 Sulfonate PFHS

L1958-17 Rep, DF=100 13-Mar-2004 14:08:33
LC/MS/MS #6
030504A-460 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399> 80
3481 1.63e4/
Area
% |
\ e e e e L B e e e e e e e L e e e Saman a s s 141 =}
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-17 Rep, DF=100 13-Mar-2004 14:08:33
LC/MS/MS #6
030504A-460 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
9837 4.91e4
Area,
%
0 T S R L I s e e o L e L L i Bl 141 15
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539383
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0232



Quantify Sample Report

Study No.:L1958, Set No.:030504a,

Page 121

Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-461
Text:

1: Cé6 Acid PFHA

L1958-18, DF=100

LC/MS/MS #6
030504A-461 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 313> 269
70131 1.78e5
Area
%
0= w | T . , = Time

13-Mar-2004 14:30:19

600 800  10.00

2: C8 Acid PFOA

[L1958-18, DF=100

LC/MS/MS #6
030504A-461 Sm (Mn, 2x3) MRM of 5 Channels ES-
- 100 8.71 413 > 369

795459 3.95e6
Area

%
0 ] T T T 1 Time

13-Mar-2004 14:30:19

200 400 600 800  10.00

3: C4 Sulfonate PFBS

L1958-18, DF=100

13-Mar-2004 14:30:19

LC/MS/MS #6
1030504A-461 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.61 299 > 99
6.37e3
Area
%
T I T e Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539384

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0233



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Page 122

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-461
Text:
4: Ce Sulfonate PFHS -
L1958-18, DF=100 13-Mar-2004 14:30:19
LC/MS/MS #6
030504A-461 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
3366 1.55e4
Area
%
0= L S e I B T L I A E L R I TWneJ
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-18, DF=100 13-Mar-2004 14:30:19
LC/MS/MS #6
030504A-461 Sm (Mn, 2x3) MRM of 5 Channels ES- |
10 8.88 499 > 99
8968 4.56e4,
Area
m
| )
0= DRV RV Time
2.00 4.00 6.00 8.0 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0234

3M_MNO01539385



Quantify Sample Report Page 123
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\0305042 CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-462

Text:
1: Cé Acid PFHA
L1958-17, DF=10 13-Mar-2004 14:52:12
LC/MS/MS i#6
030504A-462 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 313 > 269
590826 1.93¢e6
Area
%
L o e e e e LA e e 2 T Time
2.00 4.00 6.00 8.00 10.00 |
2: C8 Acid PFOA
L1958-17, DF=10 13-Mar-2004 14:52:12
LC/MS/MS #6
030504A-462 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
6807451 3.55¢e7
Area
%
r-———1—r——7— 7 UL UL Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-17, DF=10 13-Mar-2004 14:52:12
LC/MS/MS #6
030504A-462 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.63 299 > 99
17768 5.98e4
Area,
%
| |
O L e e B e e 05 L S B S N L LG B R S Time‘
2.00 4.00 6.00 8.00 10.00 |

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539386
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0235



Quantify Sample Report Page 124
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-462
Text:

4: C6 Sulfonate PFHS

L1958-17, DF=10 13-Mar-2004 14:52:12
LC/MS/MS #6
030504A-462 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.54 399 > 80
28503 1.43e5
Area
%
T T T T T L L MU ——— Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-17, DF=10 13-Mar-2004 14:52:12
LC/MS/MS #6
030504A-462 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
83246 4.17e5
Area
%
O L N N J ] T T T Tt Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539387
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0236



Quantify Sample Report
Study No.:L1958, Set No.:0305044,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Mon Mar 15 13:22:46 2004

Mon Mar 15 13:25:12 2004

Printed: Tue Mar 16 07:26:27 2004

Page 125

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Magslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-463

Text:

1: C6 Acid PFHA

L1958-17 Rep, DF=10  13-Mar-2004 15:13:58
LC/MS/MS #6
030504A-463 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
598295 2.00e6
Area
%
o= T 7T Time
2.00 4.00 6.00 8.00 10.00 |
2: C8 Acid PFOA
L1958-17 Rep, DF=10 13-Mar-2004 15:13:58
LC/MS/MS #6
0305804A-463 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
7057470 3.65¢e7
Area
%
-7 T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-17 Rep, DF=10 13-Mar-2004 15:13:58
LC/MS/MS #6
030504A-463 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.63 299 > 99
17424 6.22e4
Area
%
== T T T R L T e e e [ime
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0237

3M_MNO01539388



Quantify Sample Report Page 126
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004
Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004
Name: 030504A-463
Text:
4: C6 Sulfonate PFHS
L1958-17 Rep, DF=10 13-Mar-2004 15:13:58
LC/MS/MS #6
030504A-463 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.54 399 > 80
28142 1.39e5
Area
%
e By e By =T Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-17 Rep, DF=10 13-Mar-2004 15:13:58
LC/MS/MS #6
030504A-463 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.90 499 > 99
4.36e5
Area
%
0+ L L LA I ™ ™1 T T T T T T T Time
2.00 4.00 6.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539389

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0238



Quantify Sample Report
[ Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

| Method:
Last modified: Mon Mar 15 13:25:12 2004
Job Code:

| Printed: Tue Mar 16 07:26:27 2004

Page 127

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-464

| Text:

1l: C6 Acid PFHA

L1958-18, DF=10 13-Mar-2004 15:35:51
LC/MS/MS #6
030504A-464 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 313 > 269
598614 1.99¢6
Area
%
O L s o s e s L T Time
2.00 4,00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-18, DF=10 13-Mar-2004 15:35:51
LC/MS/MS #6
030504A-464 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 Canc 413 > 369
6932879 3.57e7
Area
%
0 L IR T T T T T T LS UL Time
2.00 4,00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-18, DF=10 13-Mar-2004 15:35:51
LC/MS/MS #6
030504A-464 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.63 299 > 99
16181 6.41e4
Area
%
O T T T T T e e e e e e Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0239

3M_MNO01539390




Quantify Sample Report Page 128

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-464
Text:

4: C6 Sulfonate PFHS

L1958-18, DF=10 13-Mar-2004 15:35:51
LC/MS/MS #6

030504A-464 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
29153 1.50e5

Area

%

0= LI B B B B L2 (R M B D L B B B L B B B I LR S B S B S S BRI At N S M T"ne‘
2.00 4.00 6.00 8.00 10.00 |

5: (8 Sulfonate PFOS

}L1958-18, DF=10 13-Mar-2004 15:35:51
f LC/MS/MS #6
030504A-464 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.90 499 > 99
79712 3.95e5
Area
%
0= T T T T T T T T T T T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0240

3M_MNO01539391



Quantify Sample Report

Page 129

[ Study No.:L1958, Set No.:0305042A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

l Method:
Last modified: Mon Mar 15 13:25:12 2004
Job Code:
Printed: Tue Mar 16 07:26:27 2004

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-465
Text:

1: Cé Acid PFHA

@ £4958-49; DF=1000 13-Mar-2004 15:57:40
LC/MS/MS #6
030504A-465 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
22428 6.44e4
Area
%
0 U e e B S S S B e B S S e e e e e I (11
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
@ 4958-19, DF=1000 13-Mar-2004 15:57:40
LC/MS/MS #6
030504A-465 Sm (Mn, 2x3) MRM of § Channels ES-
100 8.71 413 > 369
124346 6.54e5
Area
%
0""’"‘I""I""T""I""I"""'l"_'_‘ "I""I""Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
@ L4958=19, DF=1000 13-Mar-2004 15:57:40
LC/MS/MS #6
030504A-465 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.63 299 > 99
745 3.62€e3
Area
Y%
G""""I""!""I""I T 1 f "I""I"'Time
2.00 4.00 6.00 8.00 10.00

® L1158~ 20 (o) B o3|t

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0241

3M_MNO01539392



Quantify Sample Report Page 130
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-465

Text:
4: Cé Sulfonate PFHS
@mﬁe-—ts, DF=1000 13-Mar-2004 15:57:40
LC/MS/MS #6
030504A-465 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
4429 2.19e4
Area
%
07' L B I R B L LA A I R IS AL EEL L L Time |
2.00 4.00 6.00 8.00 10.00 |
5: C8 Sulfonate PFOS
@ TE1958=19, DF=1000 13-Mar-2004 15:57:40
LC/MS/MS #6
030504A-465 Sm (Mn, 2x3) MRM of 5 Channels ES- :
100 8.90 499 > 99
3033 1.69e4
Area
%
|
O‘r""""I""I""I""""I""""l"“l""l""l""Time
2.00 4.00 6.00 8.00 10.00

o L1958~ 20 @%o@\t@lo&(

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539393
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0242



Quantify Sample Report Page 131
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004
Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-466

Text:
1: C6 Acid PFHA
@ 1-4958«19, DF=100 13-Mar-2004 16:19:25
LC/MS/MS #6
030504A-466 Sm (Mn, 2x3) , MRM of 5 Channels ES-
100 8.17 313 > 269
181689 4.72e5
Area
%
0 Tr1rr o 1 ot e g Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
@“1:195&19, DF=100 13-Mar-2004 16:19:25
LC/MS/MS #6
030504A-466 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
963913 4. 98e6
Area
%
0 LN R L L L L BB LI I UV Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
(_D L-1938-19, DF=100 13-Mar-2004 16:19:25
LC/MS/MS #6
030504A-466 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.63 299 > 99
5676 2.18e4
Area
%
0 T T T T T e e e e [ime
2.00 4.00 6.00 8.00 10.00

O LASH-20 @ K el
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539394
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0243



Quantify Sample Report

Page 132

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MathDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-4¢66
Text:

4: C6 Sulfonate PFHS

@ ’L1958-:I—9‘, DF=100 13-Mar-2004 16:19:25
LC/MS/MS #6

030504A-466 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.54 399 > 80
42130 2.03e5

Area

%
0 RN L D L A L Time
2.00 4.00 6.00 8.00 10.00

S5: C8 Sulfonate PFOS

(1) i=+958-19, DF=100

030504A-466 Sm (Mn, 2x3)
10

13-Mar-2004 16:19:25
LC/MS/MS #6

MRM of 5 Channels ES-
499 > 99

1.49e5

Area

T r+—r——— Time

0-———1r

LD LRI ANLANS E N s B S S B B

" 2.00 4.00 6.

10.00

O 1458~ 20 %bb\\b\o%

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0244

3M_MNO01539395



Quantify Sample Report Page 133
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-467
Text:

1: Cé Acid PFHA

@ , DF=1000 13-Mar-2004 16:41:15
LC/MS/MS #6!
030504A-467 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.19 313 > 269
10596 2.87e4
Area
%
N -
. r-——— 77— 77T 777 Time
| 2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
@ 1L1958+26, DF=1000 13-Mar-2004 16:41:15
LC/MS/MS #6
030504A-467 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
109658 5.69e5
Area
%
0= LA L A B L A A A L A AL L L D S B AL UL AL | Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
@ L1958-26, DF=1000 13-Mar-2004 16:41:15
LC/MS/MS #6
030504A-467 Sm (Mn, 2x3) MRM of 5 Channels ES-
0.62 5.11 7.63 299 > 99
100 : 7.42
: 8.21 9.08 9.44 10.77 1.28e3
091 180 276 3703.67 5.84 6.8 650 ' 1035 '" 1160
% \/\A
0 L L L L AL B r 1 Time
2.00 4.00 6.00 8.00 10.00

® st~ 1A @ %05\\(7\0%

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0245

3M_MNO01539396



Quantify Sample Report Page 134

Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-467

Text:
4; Cé Sulfonate PFHS
(O 7E1958-20, DF=1000 13-Mar-2004 16:41:15
LC/MS/MS #6
030504A-467 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.52 399 > 80
975 5.06e3
Area
%
0 L L L L L L M A A I *11'T"TT" :|"‘ T\T"ne
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
@ £1958-20, DF=1000 13-Mar-2004 16:41:15
LC/MS/MS #6
030504A-467 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.88 499 > 99
1179 6.49e3
Area
%
0 T T T e [ime
2.00 4.00 6.00 8.00 10.00
O 1%6-11 @ ﬁg 03\l ot
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539397

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0246



Quantify Sample Report Page 135
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMSé6\Masslynx\Fluorochemicals.PRO\SampleDBE\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicalg.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-468
Text:

1: C6 Acid PFHA

XC030504-5, 500 ng/L Standard 13-Mar-2004 17:03:05
LC/MS/MS #6
030504A-468 Sm (Mn, 2x3) MRM of § Channels ES-
10 8.13 313> 269
73963 3.70e5
Areai
% |
| |
L s e ey B B S e B B B B B M ThneJ
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-5, 500 ng/L Standard 13-Mar-2004 17:03:05
LC/MS/MS #6
030504A-468 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.69 413 > 369
165996 8.90e5
Area
%
0= L A A L L L L AL AL I R A R I Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-5, 500 ng/L Standard 13-Mar-2004 17:03:05
LC/MS/MS #6
030504A-468 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 7.52 299 > 99

5.23e3

Area
%
0-— T T T T T T T Time
2.00 4.00 6.00 8.00 10.00 |
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539398

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0247



Quantify Sample Report Page 136
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-468

Text:
4: Cé Sulfonate PFHS
XC030504-5, 500 ng/L Standard 13-Mar-2004 17:03:0
LC/MS/MS #6
030504A-468 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 399 > 80
22123 1.17e5
Area
% |
O e A UL o e L e e e A i T Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-5, 500 ng/L Standard 13-Mar-2004 17:03:05
LC/MS/MS #6
1030504A-468 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.87 499 > 99
11691 6.24e4
Area
%
0 T L L L A L AL R A R L Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0248

3M_MNO01539399



Quantify Sample Report Page 137
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-469

Text:
1: Cé Acid PFHA
Methanol Wash 13-Mar-2004 17:24:48
LC/MS/MS #6
030504A-469 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.25 313 > 269
2030 1.64e4
Area
%
—eer~ e \ i
77— o [iMme
2.00 4,00 6.00 8.00 10 00
2: C8 Acid PFOA
Methanol Wash 13-Mar-2004 17:24:48
LC/MS/MS #6
030504A-469 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.71 413 > 369
52543 2.86e5
Area
%
R B L e B S B e e P MMUmmamaae sl 1115
2 00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
Methanol Wash 13-Mar-2004 17:24:48
LC/MS/MS #6
030504A-469 Sm (Mn, 2x3) MRM of 5 Channels ES-
1004 022 1.08 54 10,92 29190>99g
; 4.68 €
%
0 ™7 T T T T e Time
2.00 400 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539400
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0249



Quantify Sample Report

Study No.:L1958, Set No.:030504a,

Page 138

Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004
Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-469
Text:

100

Y%

4: C6 Sulfonate PFHS
Methanol Wash 13-Mar-2004 17:24:48
LC/MS/MS #6
030504A-469 Sm (Mn, 2x3) MRM of 5 Channels ES-
7.38 9.150 67 1042 11.71399 > 80
/ 8.50 ) 825

3.74 522 b5.05 8.04
T T T T T T T T T T T T T T T T [ime
2.00 4.00 6.00 8.00 10.00

5: C8 Sulfonate PFOS

Methanol Wash

030504A-469 Sm (Mn, 2x3)
100

0.14

1.47 1.81 2.16

%

509 549 651707

\V MRM of 5 Channels ES-

7.75 8.86g 44 9.69

13-Mar-2004 17:24:48
LC/MS/MS #6

10.44 499 > 99
11.421175 983

Time

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0250

3M_MNO01539401



Quantify Sample Report Page 139
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-470

Text:
1: C6 Acid PFHA
L1958-21 13-Mar-2004 17:46:28
LC/MS/MS #6
030504A-470 Sm (Mn, 2x3) MRM of 5 Channels ES-
1 313 > 269
% /\ I 157e4
Area
’ L\M\
N~ NS N \
r--— 77— Time
2.00 4.00 6.00 8.00 10.00 ‘
2: C8 Acid PFOA
L1958-21 13-Mar-2004 17:46:28
LC/MS/MS #6
030504A-470 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
20182 1.17e5
Area
%
0"““"I“"I""I""""\""I"”I""""l"‘ Tlme
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-21 13-Mar-2004 17:46:28
LC/MS/MS #6
030504A-470 Sm (Mn, 2x3) J/ MRM of 5 Channels ES-
100, 974 299 > 99

1.371.64

2.80.3.01

%

780 873 896 470 1052 1.16e3
574 676744 11.19
3.844.384.90 11.77

0 T T T L T T T —— - Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539402

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0251



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 140

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-470
Text:

4: C6 Sulfonate PFHS

L1958-21

030504A-470 Sm (Mn, 2x3)
10
4.68

530 6.09 6.88 792

13-Mar-2004 17:46:28
LC/MS/MS #6

MRM of 5 Channels ES-
1100 399 >80
847

Time

T T T

8.00

T T T T T

2.0

T T T T

i é.OO

=TT

1000

5: C8 Sulfonate PFOS

L1958-21

LC/MS/MS #6
030504A-470 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 0.14 499 > 99
10.86 11.85_ 1.02e3
B.50- % 931958 \
o] 10.58 M 443 485 586636692 7.98
0 T L e e o e e A N L e s e o e L e e e e i S I 111

13-Mar-2004 17:46:28

2.00 4.00 6.00 8.00

10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0252

3M_MNO01539403



Quantify Sample Report

Study No.:L1958, Set No.:030504a,

Sample List:

Method:

Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 141

Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-471
Text:

1: C6 Acid PFHA

L1958-22, DF=100

13-Mar-2004 18:08:15

LC/MS/MS #6
030504A-471 Sm (Mn, 2x3) MRM of § Channels ES-
100+ 8.15 313 > 269
] 21838 6.20e4
Area
_/\w—N_/VV-\/\ .
T T [iMme
6.00 8.00 10.00
2: C8 Acid PFOA
1.1958-22, DF=100 13-Mar-2004 18:08:15
LC/MS/MS #6
030504A-471 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.69 413 > 369
42479 2.33e5
Area
SRR L L L L R I N AL T Time
2.00 4.00 6.00 8.0 10.00
3: C4 Sulfonate PFBS
L1958-22, DF=100 13-Mar-2004 18:08:15
LC/MS/MS #6
030504A-471 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.52 299 > 99
228 1.86e3
Area
%
0— T T T T T T T T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0253

3M_MNO01539404



Quantify Sample Report Page 142
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MathDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-471
Text:

4: C6 Sulfonate PFHS

L1958-22, DF=100 13-Mar-2004 18:08:15
LC/MS/MS #6/
030504A-471 Sm (Mn, 2x3) MRM of 5 Channels ES-
] 4781 2.28e4,
] Area
O/D__
‘ LI R e S R T e e T e [ [ime
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-22, DF=100 13-Mar-2004 18:08:15
LC/MS/MS #6
030504A-471 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.86 499 > 99
2691 1.47e4
Area
%
0“'j T T T T LT T T e e e T e 1ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539405
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0254



Quantify Sample Report
Study No.:L1958, Set No.:030504a,

Sample List:
Last modified: Mon Mar 15 13:22:46 2004
Method:
Last modified: Mon Mar 15 13:25:12 2004
Job Code:

Printed: Tue Mar 16 07:26:27 2004

Page 143

Ext.Date:03/05/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504

Name: 030504A-472

Text:

1: C6 Acid PFHA

L1958-23, DF=1000

13-Mar-2004 18:30:03

LC/MS/MS #6
030504A-472 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 313 > 269
14584 4.13e4
Area
%
{ =77 LA L A LR A A R T T [ime
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-23, DF=1000 13-Mar-2004 18:30:03
LC/MS/MS #6,
;030504A-472 Sm (Mn, 2x3) MRM of 5 Channels ES- |
100 8.7 413 > 369,
| 48475 267e5
“ Area
%
1 !
=T T e e T —r > Time
l 2.00 4.00 6.00 8.00 10.00 ]
3: C4 Sulfonate PFBS
L1958-23, DF=1000 13-Mar-2004 18:30:03
LC/MS/MS #6
1030504A-472 Sm (Mn, 2x3) MRM of 5 Channels ES-
’ 100 7.59 299 > 99
! 186 1.21e3
i Area
%
G' T T TTT il T T T R Tlme\
2.00 4.00 6.00 8.00 10.00 B

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0255

3M_MNO01539406



Quantify Sample Report
Study No.:L1958, Set No.:030504A,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Printed:

Page 144
Ext.Date:03/05/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Mon Mar 15 13:22:46 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Mon Mar 15 13:25:12 2004

Tue Mar 16 07:26:27 2004

Name: 030504A-472
Text:

4: Cé Sulfonate PFHS

L1958-23, DF=1000 13-Mar-2004 18:30:03
LC/MS/MS #6
030504A-472 Sm (Mn, 2x3) MRM of 5 Channels ES-
100+ 8.52 399 > 80
] 4507 2.08e4
Area;
%] |
T TR T e e Time
2.00 4.00 6.00 8.00 10.00 i

5: C8 Sulfonate PFOS
L1958-23, DF=1000 13-Mar-2004 18:30:03
LC/MS/MS #6
030504A-472 Sm (Mn, 2x3) MRM of 5 Channels ES- |
100 8.88 499 > 99
2573 1.40e4
Area:
% |
| P
e L B e e s e U e e L e I 111 1=

2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0256

3M_MNO01539407



Quantify Sample Report
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Page 145

Sample List: P:\Data\L.CMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM

Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-473
Text:

1: Cé Acid PFHA

XC030504-6, 1000 ng/L Standard 13-Mar-2004 18:51:47
LC/MS/MS #6
030504A-473 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 313 > 269
129797 6.30e5
Area’
%
1
0—= LA L L A LR B I RN L L I e | IMe
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-6, 1000 ng/L Standard 13-Mar-2004 18:51:47
LC/MS/MS #6
030504A-473 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.71 413 > 369
319976 1.71e6
Area
%
r--—— T 77 = Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-6, 1000 ng/L Standard 13-Mar-2004 18:51:47
LC/MS/MS #6
030504A-473 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 7.53 299 > 99
3509 8.66e3
Area
1 %
0— T L L A A S AL S I AL LI UL B T"nef
2.00 4.00 6.00 8.00 10.00 ]

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0257

3M_MNO01539408



Quantify Sample Report Page 146
Study No.:L1958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM
Last modified: Mon Mar 15 13:22:46 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504
Last modified: Mon Mar 15 13:25:12 2004

Job Code:

Printed: Tue Mar 16 07:26:27 2004

Name: 030504A-473

Text:
4: Cé6 Sulfonate PFHS
XC030504-6, 1000 ng/L. Standard 13-Mar-2004 18:51:47
LC/MS/MS #6
030504A-473 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.52 309 > 801
42865 2.26e5;
Area
% ‘
| r--—-—T—rr———Tr T LA LA Time
| 2.00 4.00 6.00 8.00 10.00
5: CB8 Sulfonate PFOS
XC030504-6, 1000 ng/L Standard 13-Mar-2004 18:51:47
LC/MS/MS #6
030504A-473 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.88 499 > 99
23653 1.26e5
Area
%
0""""\""f"fvl"f'"ﬁ't"fﬁlv*ﬁl"' T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539409
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0258



RAW DATA REPORT

CK = Check Standard

Sponsor Study No: NA Limit of Quantitation: 50 ppt Set No: 031704A
Eaygen Study No: L1958 Injection Volume: 15 L Analyst Karen Risha
Analyte: Perfluorchexanoic Acid Matrix: ‘Water Instrument Type: LC/MS/MS Unit # 6
Ions Monitored: 313 -> 269 Sample Volume: 40.0 mL Extraction Date: 03/17/04
Site: NA Final Volume: 5.0 mL Analyzed on: 03/18/04
Std. Analyte Amount
Exygen Sponsor Sample Run Conc.  Dilution Peak Found Added Recovery
ID D Code No. _(ppt) Factor Arca ®pH) (ppt) (%)
XC030504-0 - Cs 031704A-601 Q - 1384 - - -
XC030504-1 - Cs 031704A-602 25 - 5637 - - -
XC030504-2 - (& 031704A-603 50 - 9780 - - -
XC030504-3 - Ccs 031704A-604 100 - 19409 - - -
XC030504-4 - Ccs 031704A-605 250 - 41045 - - -
XC030504-5 - Cs 031704A~606 500 - 86735 - - -
XC030504-6 - Cs 031704A-607 1000 - 151544 - - -
Methanol Wash - C 031704 A-608 - - 1188 - - -
0106020 Control na C 031704A-609 - 1 1243 ND - -
0106020 Spk A na 1LCS 031704A-610 - 1 9223 48.8 50 98
0106020 Spk B na LCS 031704A-611 - 1 81477 524 500 105
XC030504-1 - CS 031704A-612 25 - 5205 - - -
XC030504-2 - CS 031704A-613 50 - §898 - - -
L1958-17 Spk C Influent 3 LF 031704A-615 - 1000 80237 516000 250000 188
L1958-5 Spk D Comb Effluent 1/2 LF 031704A-616 - 100 30659 19000 10000 185
119589 Spk E Port 4A LF 031704A-617 - 100 83217 53600 25000 161
L1958-13 Spk F Port 4B LF 031704A-618 - 100 87895 56600 25000 164
L1958-1 Spk G Influent 1/2 LF 031704A-619 - 100 85567 55100 10000 512
XC030504-3 - CS 031704A-620 100 - 17312 - - -
XC030504-4 - Cs 031704A-621 250 - 38557 - - -
L1958-3 Influent 1/2 Low Spk FF 031704A-623 - 100 24434 14900 10000 110
XC030504-5 - CS 031704A-626 500 - 70456 - - -
XC030504-6 - CS 031704A-627 1000 - 143391 - - -
Analyte Found (ppt) = (peak area - intercept) / slope x DF Standard Curve : Linear (1/x weighted)
Recovery (%) = fanalyte found (ppt)-analyte found in control (ppt)] x 100 Intercept = 1811.49
amount added (pp?) Slope = 152.008
Coef. Of Det. = 0.993757
CS = Calibration standard LF = Lab fortified sample
C = Control sample FF = Field fortified sample
S = Sample LCS = Laboratory Control Spike Spreadsheet prepared by:%_/(/ bbl ‘ q lo%

ND = Not detected = Response between 0 and 25 ppt
NQ = Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

Samples were corrected using the data found in set 030504A.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0259

3M_MNO01539410



RAW DATA REPORT
Sponsor Study No: NA Limit of Quantitation: 50 ppt Set No: 031704A
Exygen Study No: L1958 Injection Volume: 15pL Analyst: Karen Risha
Analyte: Perfluorooctancic Acid Matrix: Water Instrument Type: LC/MS/MS Unit # 6
Ions Monitored: 413 -> 369 Sample Volume: 40.0 mL Extraction Date: 03/17/04
Site: NA Final Volume: 5.0 mL Analyzed on: 03/18/04
Std. Analyte Amount
Exygen Sponsor Sample Run Conc.  Dilution Peak Found Added Recovery
D D Code No. (ppt) Factor Area (ppt) (pY) (%)
XC030504-0 - CS§ 031704A-601 0 - 1296 - - -
XC030504-1 - CS 031704A-602 25 - 7657 - - -
XC030504-2 - CS 031704A-603 50 - 14896 - - -
XC030504-3 - CS 031704A-604 100 - 27966 - - -
XC030504-4 - CS 031704A-605 250 - 58208 - - -
XC030504-5 - Cs 031704A-606 500 - 119459 - - -
XC030504-6 - CS 031704 A-607 1000 - 236685 - - -
Methanol Wash - C 031704A-608 - - 40977 - - -
0106020 Control na C 031704A-609 - 1 1515 ND - -
0106020 Spk A na LCS 031704A-610 - 1 14001 50.6 50 101
0106020 Spk B na LCS 031704A-611 - 1 121791 Si1 500 102
XC030504-1 - CS 031704A-612 25 - 7709 - - -
XC030504-2 - Cs 031704A-613 50 - 14377 - - -
11958-17 Spk C Influent 3 LF 031704A-615 - 1000 136155 572000 250000 108
L1958-5 Spk D Comb Effluent 1/2 LF 031704A-616 - 100 30247 12000 10000 119
L1958-1 Spk G Influent 1/2 LF 031704A-619 - 100 70266 29100 10000 175
XC030504-3 - Cs 031704A-620 100 - 26988 - -
XC030504-4 - Ccs 031704A-621 250 - 60720 - - -
L1958-3 Influent 1/2 Low Spk FF 031704A-623 - 100 45237 18400 10000 68
L1958-23 Trip BlankHigh Spk FF 031704A-625 - 1000 26721 105000 100000 105
XC030504-5 - [ 031704A-626 500 - 120185 - - -
XC030504-6 - cs 031704A-627 1000 - 232929 - - -

Analyte Found (ppt) = (peak area - intercept) / slope x DF
[analyte found (ppt)-analyte found in control (ppt)] x 100
amount added (ppt)

Recovery (%) =

CS = Calibration standard
C = Control sample
S = Sample

LF = Lab fortified sample

FF = Field fortified sample
LCS = Laboratory Control Spike
CK = Check Standard

ND = Not detected = Response between 0 and 25 ppt

NQ = Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

Samples were corrected using the data found in set 030504A.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0260

Standard Curve : Linear (1/x weighted)
Intercept = 2135.08
Slope = 234.327
Coef. Of Det. = 0.999637

Spreadsheet prepared by:‘%/ {)b I lﬁ: . M

3M_MNO01539411



RAW DATA REPORT
Sponsor Study No:  NA Limit of Quantitation: 50 ppt Set No: 031704A
Exygen Study No: L1958 Injection Volume: 15 uL Analyst: Karen Risha
Analyte: Perfluorobutanesulfonate Matrix: Water Instrument Type: LC/MS/MS Unit # 6
Ions Monitored: 299 ->99 Sample Volume: 40.0 mL Extraction Date: 03/17/04
Site: NA Final Volume: 5.0mL Analyzed on: 03/18/04
Std. Analyte  Amount
Exygen Sponsor Sample Run Conc.  Dilution Peak Found Added Recovery
D D Code No. (ppt) Factor Area (ppt) {rt) (%)
XC030504-0 - Cs 031704A-601 0 - 0 - - -
XC030504-1 - Ccs 031704A-602 25 - 0 - - -
XC030504-2 - Ccs 031704A-603 50 - 384 - - -
XC030504-3 - Ccs 031704A-604 100 - 611 - - -
XC030504-4 - Ccs 031704A-605 250 - 1589 - - -
XC030504-5 - [ 031704A-606 500 - 3300 - - -
XC030504-6 - Cs 031704A-607 1000 - 5524 - - -
Methanol Wash - C 031704A-608 - - 0 - - -
0106020 Control na C 031704A-609 - 1 0 ND - -
0106020 Spk A na Lcs 031704A-610 - 1 281 390 50 78
0106020 Spk B na 1cs 031704A-611 - 1 3262 553 500 1m
XC030504-1 - Cs 031704A-612 25 - 0 - - -
XC030504-2 - (o] 031704A-613 50 - 278 - - -
L1958-1 Spk G Influent 1/2 LF 031704A-619 - 100 8001 137000 10000 949
XC030504-3 - (o] 031704A-620 100 - 657 - - -
XC030504-4 - (&) 031704A-621 250 - 1501 - - -
11958-3 Influent 1/2 Low Spk FF 031704A-622 - 1000 1042 170000 10000 1279
11958-3 Influent 1/2 Low Spk FF 031704A-623 - 100 9328 - 10000 -
L1958-22 Trip Blank Low Spk FF 031704A-624 - 100 522 8050 10000 81
11958-23 Trip BlankHigh Spk FF 031704A-625 - 1000 465 70700 100000 71
XC030504.5 - & 031704A-626 500 - 2045 - - -
XC030504-6 - (& 031704A-627 1000 - 5816 - - -

Analyte Found (ppt) = (peak area - intercept) / slope x DF
Recovery (%) = [analyte found (ppt)-analyte found in control (ppt)] x 100
amount added (ppt)

CS = Calibration standard
C = Control sample
§ = Sample

LF = Lab fortified sample

FF = Field fortified sample

LCS = Laboratory Control Spike
CK = Check Standard

ND = Not detected = Response between 0 and 25 ppt

NQ =Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

Samples were corrected using the data found in set 030504A.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0261

Standard Curve : Linear (1/x weighted)
Intercept = 54.7291
Slope = 5.80467
Coef. Of Det. = 0.993620

Spreadsheet prepared by / Q é. !q jok’(

3M_MNO01539412



RAW DATA REPORT
Sponsor Study No: NA Limit of Quantitation: 50 ppt Set No: 031704A
Exygen Study No: L1958 Injection Volume: 15 pL Analyst: Karen Risha
Analyte: Perfluorhexanesulfonate Matrix: Water Instrument Type: LC/MS/MS Unit# 6
Tons Monitored: 399 >80 Sample Volume: 40.0 mL Extraction Date: 03/17/04
Site: NA Final Volume: 5.0mL Analyzed on: 03/18/04
Std. Analyte Amount
Exygen Sponsor Sample Run Conc.  Dilution Peak Found Added Recovery
1D D Code No. (ppt) Factor Area (ppY) {ppt) (%)
XC030504-0 - CS 031704A-601 0 - 0 - - -
XC030504-1 - Cs 031704A-602 25 - 873 - - -
XC030504-2 - Ccs 031704A-603 50 - 1918 - - -
XC030504-3 - & 031704A-604 100 - 3759 - - -
XC030504-4 - CS 031704A-605 250 - 8576 - - -
XC030504-5 - Cs 031704A-606 500 - 17829 - - -
XC030504-6 - Cs 031704A-607 1000 . 35559 - - -
Methanol Wash - C 031704A-608 - - 0 - - -
0106020 Control na C 031704A-609 - 1 0 ND - -
0106020 Spk A na LCS 031704A-610 - 1 1858 52.3 50 105
0106020 Spk B na LCS 031704A-611 - 1 17060 484 500 97
XC030504-1 - [ 031704A-612 25 - 906 - - -
XC030504-2 . CS 031704A-613 50 - 1733 - - -
XC030504-3 - Cs 031704A-620 100 - 3370 - - -
XC030504-4 - CcS 031704A-621 250 - 8581 - - -
L1958-3 Influent 1/2 Low Spk FF 031704A-623 - 100 5147 14600 10000 100
XC030504-5 - Ccs 031704A-626 500 - 17277 - - -
XC030504-6 - Cs 031704A-627 1000 - 35458 - - -
Analyte Found (ppt) = (peak area - intercept) / slope x DF Standard Curve : Linear (1/x weighted)
Recovery (%) = [analyte found (ppt)-analyte found in control (ppt)] x 100 Intercept = 16.7342
amount added (ppt) Slope = 35.2308
Coef. Of Det. = 0.999704
€S = Calibration standard LF = Lab fortified sample

CK = Check Standard
ND = Not detected = Response between 0 and 25 ppt
NQ = Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

C = Control sample FF = Field fortified sample
S = Samplc LCS = Laboratory Control Spike Spreadsheet prepared by: 05 Dk(

Samples were corrected using the data found in set 030504A.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539413
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0262



RAW DATA REPORT
Sponsor Study No: NA Limit of Quantitation: 50 ppt SetNo: 031704A
Exygen Study No: L1958 Injection Volume: 15 L Analyst: Karen Risha
Analyte: Perfluorooctanesulfonate Matrix: Water Instrument Type: LCMS/MS Unit # 6
Ions Monitored: 499 -> 99 Sample Volume: 40.0 mL Extraction Date: 03/17/04
Site: NA Final Volume: 5.0mL Analyzed on: 03/18/04
Std. Analyte Amount
Exygen Sponsor Sample Run Conc.  Dilution Peak Found Added Recovery
ID ID Code No. {ppt) Factor Area (ppv) (ppt) (%)
XC030504-0 - Ccs 031704A-601 0 - 310 - - .
XC030504-1 - [ 031704A-602 25 - 440 - - -
XC030504-2 - () 031704A-603 50 - 900 - - -
XC030504-3 - Ccs 031704A-604 100 - 1583 - - -
XC030504-4 - (o 031704A-605 250 - 3392 - - -
XC030504-5 - CS 031704A-606 500 - 7489 - - -
XC030504-6 - Cs 031704A-607 1000 - 13775 - - -
Methanol Wash - C 031704A-608 - - 0 - - -
0106020 Control na C 031704A-609 - 1 0 ND - -
0106020 Spk A na LCsS 031704A-610 - 1 659 34.9 50 70
0106020 Spk B na LCs 031704A-611 - 1 7099 525 500 105
XC030504-1 - CcS 031704A-612 25 - 532 - - -
XC030504-2 - (& 031704A-613 50 - 777 - - -
L1958-1 Spk G Influent 1/2 LF 031704A-619 - 100 3927 28300 10000 149
XC030504-3 - [&] 031704A-620 100 - 1421 - - -
XC030504-4 - CS 031704A-621 250 - 3438 - - -
L1958-3 Influent 1/2 Low Spk FF 031704A-623 - 100 3246 23200 10000 98
XC030504-5 - Ccs 031704A-626 500 - 6406 - - -
XC030504-6 - Cs 031704A-627 1000 - 12885 - - -
Analyte Found (ppt) = (peak area - intercept) / slope x DF Standard Curve : Linear (1/x weighted)
Recovery (%) = {analyte found (ppt)-analyte found in control (ppt)] x 100 Intercept = 200.030
amount added (ppt) Slope = 13.1525
Coef. Of Det. = 0.995843
CS = Calibration standard LF = Lab fortified sample

C = Control sample FF - Field fortified sample
S = Sample LCS = Laboratory Control Spike Spreadsheet prepared by: 05 d“(

CK = Check Standard
ND = Not detected = Response between 0 and 25 ppt
NQ = Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

Samples were corrected using the data found in set 030504 A.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539414
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0263



Phone: 814-272-1039
Fax: 8§14-231-1580

3058 Research Drive
State College, PA 16801

%RiSEA RO

Internal Chain of Custody/Fortification Sheet

Exygen Study Number: L1958 Matrix: Water
Sponsor Study/Protocol No: NA
The samples listed below were removed from refrigerator No. ,3;
Time __ 09)5 Date___03}17)0Y Initials___ A3
CLIENT SAMPLE ID EXYGEN ID NUMBER VOLUME (mL) | FORTIFICATION (ng)
na 0106020 Control 40.0 -
na 0106020 Spk A 40.0 2.0
na 0106020 Spk B 40.0 20.0
Influent 3 L1958-17 Spk C 40.0 10000.0
Comb Effluent 1/2 [.1958-5 Spk D 40.0 400.0
Port 4A L1958-9 Spk E 40.0 1000.0
Port 4B L1958-13 Spk F 40.0 1000.0
Influent 1/2 L1958-1 Spk G 40.0 400.0
Influent 1/2 Low Spk L1958-3 40.0 -
Trip Blank Low Spike 11958-22 400 -
Trip Blank High Spike 1L1958-23 40.0 -
Spiking Solution Used Volume Used for Spiking Initial/Date
0106020 Spk A F(012004-10 (10 ng/mL) 200 L (200 pL micropipet) /2l 7k
0106020 Spk B F012004-9 (100 ng/imL) 200 pL (200 pL micropipet) & /ealrl
1.1958-17 Spk C F012004-6 (100000 ng/mL) 100 uL (200 uL micropipet) S T,
11958-5 Spk D F012004-8 (1000 ng/mL) 400 uL (200 uL micropipet) | Y¥ _ io2li{o
1.1958-9 Spk E F012004-7 (10000 ng/mL) 100 1L (200 uL micropipet) | ¥ /e )T
L1958-13 Spk F F012004-7 (10000 ng/mL) 100 uL (200 uL micropipet) /
11958-1 Spk G F012004-8 (1000 ng/mL) 400 pL (200 pL micropipet) /

U

All samples were measured:

Iitials__AMBA

Time Date 03! lllQH
After measuring samples were returned to refrigerator No. __ 372
Time ____}2.00 Date _ 03 ]]log mitials___AMB

Comments: 200 yL of 250 mg/mL sodium thiosulfate was added to all samples before spiking. Initials/Date: Hmﬁ 03[)7 [oL/

Data Set: 03\70‘{& Initials/Date: % / 05|\8|O‘-{
-
/ =

Analysis Summary:
Data Set: — Initials/Date:
Data Set: —

Set extraction/analysis data verified by: %l)!

Initials/Date: -~

Date: 32% ;ﬂi
July 26, 2001/6

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539415

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0264



3058 Research Drive
State College, PA 16801

Phone: 814-272-1039
Fax: 814-231-1580

Exveen

RESEARCH

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET

EXYGEN STUDY NUMBER: L1958 METHOD: ¥ PROTOCOL NUMBER: NA
MATRIX: Water ANALYTES: C4, C6,C7 & CB Acids, C4, C6 & C8 sulfonates

Client ID Exygen ID STEP STEP Dilutions STEP Dilutions STEP Reagents/
1 2 (mL/mL) 3 (mL/mL) 4 Materials Lot #
na 0106020 Control - r -~ Methanol 2195329
na 0106020 Spk A - - CI8 SPE 331738
na 0106020 Spk B - - ~ Type | Water NA
Influent 3 L1958-17 Spk € o) R — .
Comb Effluent 1/2 L1958-5 Spk D U0 - — - -
Port 4A 119589 Spk E L) B _ - N
Port 4B L1958-13 Spk F °‘AD - — Initials/Date | AMIB 03]11]oy
Influent 1/2 L1958-1 Spk G 9-Y10 - - - -
Influent 1/2 Low Spk L1958-3 aan - - - -
Trip Blank Low Spike L1958-22 oY J - - - -
Trip Blank High Spike L1958-23 d v (Yoo ¥ ~ - . }
= - - - - - - HPLC
- - - - - - - -~ Methanol [*] ma
- - - - - - - - Ammonium Acetate vablsy
- - - - - - - Type [ water NA
BTG e %
*Initials/Date - D3 IDL/ 03‘\7‘0'4’ Dbhséz;' _ - Initials/Date 05'5 )O
T L]

STEP |: SPE column clean-up (omitting 40% wash)

STEP 2: Final volume to 5 mL collected in 15 mL polypropolene tubes
STEP 3: LC/MS/MS analysis

STEP 4: LC/MS/MS reanalysis.

(0R9 m,°‘\/{o,°"/\o Y+ 1o omd. 0,000
@ b= 10D amd-LoeD %‘5'” ,0,_(
@\p=1000

*Initials and date under each step indicates the personnel that performed this step.

$% Method of Analysis for the Determination of Ferfluorooctanc sulfonate (PFOS), Perfluorooctane sulfonylamide (PFOSAY), and Perfluorooctancate (POAA) in Water

COMMENTS:

Final extracts stored in refrigerator A2, Titials: ”Mé Date: 05!1 7103
July 19, 2001/4

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

3M_MNOQ1539416

1939.0265



Masslynx - Sample List

Printed: Thu Mar 18 08:01:22 2004

0318

Exygen STUDY NO. _Ll_‘?_SE_

Page 1
Page Position: (1, 1)

Sample List: C:\MASSLYNX\FIuorochemg?Is.PRO\SampIeDB\O31704A CG ACSFM.SPL

Vial File Name LIMS ID ClientID Sample Description

1 031704A-601 -- ---

2 D31704A-602 --- ---

3 031704A-603 -- -—

4 031704A-504 -- -

5 031704A-605 --- -

6  031704A-606 -- -

7 031704A-607 --- -
92 031704A-608 --- —
41  031704A-609 --- -
10 42 031704A-610 --- -
" 43 031704A-611 - -
12 2 031704A-612 - -
13 3 031704A-613 - -
14 44  031704A-614 - -
15 45 031704A-616 - -
16 46 031704A-616 — -
17 47 031704A-617 — -
18 48 031704A-618 — -
19 49 031704A-619
20 4 031704A-620 — -
21 5 031704A-B21 -—- -
22 50 031704A-622 - -
23 51 031704A-623 --- -
24 52 031704A-624 - ——n
25 53  031704A-825 - -
26 6 031704A-626 --—- —
27 7 031704A627 — —

WOONONERWN=

XC030504-0, 0 ng/L. Standard —
XC030504-1, 25 ng/L Standard -
XC030504-2, 50 ng/L Standard —
XC030504-3, 100 ng/L Standard -
XC030504-4, 250 ng/L Standard —
XC030504-5, 500 ng/L Standard —
XC030504-6, 1000 ng/L Standard —
Methanol Wash —
0106020 Control —
0106020 Spk A, 50 ng/L —
0106020 Spk B, 500 ng/L —
XCG030504-1, 25 ng/L Standard —
XC030504-2, 50 ng/L Standard —
L1958-17 Spk C, 250000 ng/L, DF=10000 —
L1958-17 Spk C, 250000 ng/L, DF=1000 —
L1958-5 Spk D, 10000 ng/L, DF=100 —
L1958-9 Spk E, 25000 ng/L, DF=100 -
L1958-13 Spk F, 25000 ng/L, DF=100 -
L1958-1 Spk G, 10000 ng/L, DF=100 —
XC030504-3, 100 ng/L Standard -
XC030504-4, 250 ng/L Standard —
L1958-3, DF=1000 -
L1958-3, DF=100 -
L1958-22, DF=100 —
L1958-23, DF=1000 -
XC030504-5, 500 ng/L. Standard —
XC030504-6, 1000 ng/L Standard —

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Blank
Blank
Qc

QcC
Standard
Standard

Standard
Standard

Standard
Standard

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
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Matrix Sample Type Conc (ng/L)

0

25
50
100
250
500
1000

Conc B

ConcC TestID DF

AmAaaaaaaaaasaan

10000
1000
100
100
100
100

1000
100
100
1000

'
i
H
CO0O0COCCOLLODOOO0O00DO0OOOOOOCOC O
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Masslynx - Sample List

% Page 2
. _ Y .
Sample List: C:AMASSLYNX\Fluorochemjicals.PRO\SampleDB\031704A CG ACSFM.SPL Exygen STUDY NO e Page Pasition: (2, 1)
Printed: Thu Mer 18 08:01:222004 {41 ol jp 1 Xyg
T ]
MS Method HPLC Method MS TuneFile Inj.Volume

1 C68ACIDS C468 SULF  pfbs water Fluorochems 15

2 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15

3 C68ACIDS C468 SULF  pfbs water Flucrochems 15

4 C6 8 ACIDS C4 6 8 SULF pfbs water Flucrochems 15

5 C68 ACIDS C4 68 SULF  pfbs water Fluorochems 15

6 C68ACIDS C468 SULF  pfbs water Flucrochems 15

7 C6 8 ACIDS C468 SULF  pfbs water Fluorochems 15

8 C68ACIDS C468SULF  pfbs water Flucrochems 15

] C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15

10 C68ACIDSC468SULF  pfbs water Fluorochems 15

11 C68ACIDSC468SULF pfbs water Flucrochems 15

12  C68ACIDS C468 SULF pfbs water Fluorochems 15

13 C68ACIDS C468SULF pfhs water Fluorochems 15

14  C68 ACIDS C468 SULF pfbs water Fluorochems 15

15 C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15

16 C68ACIDSC468SULF  pfbs water Fluorochems 15

17 C68ACIDS C468 SULF pfbs water Fluorochems 15

18 C6B8ACIDSC468SULF  pfbs water Fluorochems 15

19 C68 ACIDS C4 6 8 SULF pfbs water Fluorochems 15

20 C68ACIDS C4 68 SULF pfbs water Fluorochems 15

21 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15

22 C68ACIDS C468SULF pfbs water Fluorochems 15

23 C68ACIDS C4 68 SULF pfbs water Fluorochems 15

24 CBB8ACIDS C468SULF pfbs water Fluorochems 15

25 CB68ACIDS C468SULF pfbs water Fluorochems 15

26 CBB8ACIDSC468SULF pfbs water Flucrochems 15

27 CB8ACIDSC468SULF pfbs water Fluorochems 15
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNO1539418
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LC/MS/MS SYSTEM AND OPERATING CONDITIONS

Sponsor Protocol No: NA Exygen Study No: 1.1958
Instrument: Micromass Quattro Ultima (LC/MS/MS Unit #6)
Computer: COMPAQ Professional Workstation AP200
Software: Microsoft Windows NT: Version 4 Build 1381: Service Pack 5
Micromass Limited: MassLynx 3.4 Build 004
HPLC Equipment: Hewlett Packard (HP) Series 1100
HP Bin Pump HP Vacuum Degasser
HP Autosampler HP Column Oven
HPLC Column: Genesis C-8, 5 cm x 2.1 mm i.d. x 4 1 (Exygen ID: MA0012842)
(JONESCHROMATOGRAPHY: Part No. FK5962E)
Mobile Phase (A) : 2 mM Ammonium Acetate in Type I Water
Mobile Phase (B) : Methanol \ OL'\
Analyst: Karen Risha 07)\\@
Exygen Research

3058 Research Drive, State College, PA 16801
Phone: (814) 272-1039 FAX: (814) 231-1580

NOTE: The next 3 pages are computer generated printouts from

the masslynx software program. The pages contain the
instrument settings used for the analysis of this data set.

All Handwritten Peak ID’s by:__| ) 3\1 \q IOL(

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Scanning Method Report Page 1

Method: C: \MASSLYNX\FLUOROCHEMICALS.PRO\ACQUDB\C6 8 ACIDS C4 6 8 SULF
Last Modified: Tue Mar 16 15:06:12 2004
Printed: Thu Mar 18 08:01:49 2004 %& 05“%10%
U 1 Al
Solvent Delay ( mins ) : 0.00
Analog Channel 4 : Unused
Function : 1 MRM of 5 Mass Pairs ( ESP- )
Inter Channel Delay ( Secs ) : 0.03
Span ( Daltons ) : 0.00
Start Time ( Mins ) : 0.00
End Time ( Mins ) : 12.00
Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V)
1 299.00 99.00 0.20 40 49
2 313.00 269.00 0.20 10 20
3 399.00 80.00 0.20 35 50
4 413.00 369.00 0.20 10 10
5 499.00 99.00 0.20 30 10
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539420

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0269



Method Report Page 1
Method File: C:\MASSLYNX\FLUOROCHEMICALS.PRO\ACQUDB\pfbs water
Last Modified: Thursday, March 18, 2004 07:03:06
Printed: Thursday, March 18, 2004 08:02:05 & } { (‘/
K 03180
HP1100 LC Pump Initial Conditions L}
Solvents
A% 90.0
B% 10.0
C% 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 20.0
Min Pressure {(bar) 0
Max Pressure (bar) 400
Oven Temperature Left (°C) 35.0
Oven Temperature Right (°C) 35.0
HP1100 LC Pump Gradient Timetable
The gradient Timetable contains 8 entries which are
Time A% B% C% D% Flow Pressure
0.00 90.0 10.0 0.0 0.0 0.300 400
2.00 90.0 10.0 0.0 0.0 0.300 400
5.00 10.0 90.0 0.0 0.0 0.300 400
9.00 10.0 90.0 0.0 0.0 0.300 400
9.50 0.0 100.0 0.0 0.0 0.300 400
14.00 0.0 100.0 0.0 0.0 0.300 400
14 .50 90.0 10.0 0.0 0.0 0.300 400
20.00 90.0 10.0 0.0 0.0 0.300 400
HP1100 LC Pump External Event Timetable
The Timetable contains 6 entries which are :
Time Column Switch Contactl Contact2 Contact3 Contact4
Initial Off Off Off Off Off
0.00 Off Oon Off Off Off
0.05 Off Off Off Off Off
0.10 Off Off On Off Off
11.90 Off Off Off Oon Off
12.00 Off Off Off Off Off

HP1100 Autosampler Initial Conditions

Draw Speed

Eject Speed (pl/min)

Draw Position (mm)
Stop Time (mins)

Injection Volume (pl)

Vial Number

200.0
200
0.00
20.00
15.0
92

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Tuning Method Report

Method: C: \MASSLYNX\FLUOROCHEMICALS . PRO\ACQUDB\FLUOROCHEMS

Printed: Thu Mar 18 08:02:28 2004

Page 1

97

Dau 299.00

SOURCE ( ESP- )

Capillary

Cone

Hexapole 1
Aperture 1
Hexapole 2

Source Block Temp.
Desolvation Temp.

Pressures

Analyser Vacuum
Gas Cell

Set Rdbk
3.00 -2.93
10 -11
0.0

0.0

0.2 -
100 100
300 299
Rdbk

OFF

2.8e-3

1 3o

Analyser Set Rdbk
LM Res 1 14.0

HM Res 1 14.0
IEnergy 1 1.0
Entrance -2 28
Collision 30 29
Exit 2 31
IM Res 2 14.0

HM Res 2 14.0
IEnergy 2 2.0
Multiplier 650 ~-648
Gas Flows Rdbk

Cone Gas 129.6
Desolvation 751.3

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Calibration Report Page 1
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals,.PRO\CurveDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:34:57 2004

Printed: Fri Mar 19 12:24:05 2004 Kgbﬂﬁ‘u{%ﬂ%d (,-g

Compound 1 name: C6 Acid PFHA

Coefficient of Determination: 0.993757

Calibration curve: 152.008 * x + 1811.49

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/, Axis trans: None

1. 5495‘]

Response

LA S B e R T T e ———— N
0.0 200.0 400.0 600.0 800.0 1000.0
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539423
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Quantify Calibration Report Page 2
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:34:57 2004

Printed: Fri Mar 19 12:24:05 2004
Compound 2 name: C8 Acid PFOA
Coefficient of Determination; 0.998637
Calibration curve: 234.327 * x + 2135.08
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
2.37eb5
X
Response-|
Ot — 1 Ng/L
0.0 200.0 400.0 600.0 800.0 1000.0
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539424
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Quantify Calibration Report

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Page 3

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:34:57 2004
Printed: Fri Mar 19 12:24:05 2004

Compound 3 name: C4 Sulfonate PFBS

Coefficient of Determination: 0.993620

Calibration curve: 5.80467 * x + 54.7291

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

5.86e37

Response-

G T T ¥ T T T T T ' T T
0.0 200.0

400.0 600.0

— ng/L
1000.0

LI R BN Dot s B B IR Sant S B B BN A S S B BN B M

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Calibration Report
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Page 4

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:34:57 2004
Printed: Fri Mar 19 12:24:05 2004

Compound 4 name: C6 Sulfonate PFHS

Coefficient of Determination: 0.999704

Calibration curve: 35.2308 * x + 16.7342

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

3.56e4+

Response

T T T T T

" 600.0 ' 800.0

00 2000 4000

———— ng/L

1000.0

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Calibration Report Page 5
study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMSé\Masslynx\Fluorochemicals.PRO\CurveDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:34:57 2004
Printed: Fri Mar 19 12:24:05 2004

Compound 5 name: C8 Sulfonate PFOS

Coefficient of Determination: 0.995843

Calibration curve: 13.1525 * x + 200.030

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

1.38e4 X

X

Response-

T+ Ng/L
400.0 600.0 800.0 1000.0

—T—TT

e
0.0 200.0

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539427
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Quantify Sample Report Page 1
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004
Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004
Job Code: Initials Ex,

. . Date 23191 U
Printed: Fri Mar 19 12:24:08 2004 Run#mubﬂﬁ;ﬁm_rogimﬂ—ga

Name: 031704A-601
Text:

1: C6 Acid PFHA

XC030504-0, 0 ng/L Standard 18-Mar-2004 08:17:21
LC/MS/MS #6
031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 313> 269
2.8%4
8.60 Area
% 1384
0 "’l"‘I"’l""l""T'"‘l'r“l""T'"'l""l"\'f‘\Time
2.00 4.00 6.00 8.00 10.00
2: CB Acid PFoA
XC030504-0, 0 ng/L Standard 18-Mar-2004 08:17:21
LC/MS/MS #6
031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 413 > 369
3.53e4
Area
% 9.02
1296
L U e o e s B M e S e e e s [
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-0, 0 ng/L Standard 18-Mar-2004 08:17:21
LC/MS/MS #6
031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES-
0.14 209 > 99

10 J/ 3.58e3

%

10.16
070 132187 290 376 453 555 655 0 8840 925 989 11.64

-——r7 7 T [ime
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539428

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0277



Quantify Sample Report Page 2
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 0315604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-601

Text:

4: C6 Sulfonate PFHS
XC030504-0, 0 ng/L Standard 18-Mar-2004 08:17:21|
LC/MS/MS #6
031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES-
100- 01 399 > 80
8.52e3

% ®
og1 119 415
.
— T T T T [ e [ Ime
2.00 4.00 6.00 8.00 10.00

5: C8 Sulfonate PFOS
XC030504-0, 0 ng/L. Standard 18-Mar-2004 08:17:21
LC/MS/MS #6
031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 499 > 99
5.94e3
9.97 Area

% 310
B e L ANLA n e e e e e 04 T
2.00 4.00 6.00 8.0 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539429
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 3

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Laat modified: Thu Mar 18 09:51:08 2004
Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-602

Text:

1: C6 Acid PFHA

XC030504-1, 25 ng/L Standard 18-Mar-2004 08:39:04{
LC/MS/MS #6

031704A-602 Sm (Mn, 2x3) MRM of 5 Channels ES-
313 > 269

3.58e4

Area

e Time

10.00

2: C8 Acid PFOA

XC030504-1, 25 ng/L Standard

031704A-602 Sm (Mn, 2x3)

100 0.04

7657

18-Mar-2004 08:39:04]
LC/MS/MS #6

MRM of § Channels ES-
413 > 369

4.65e4

Area

Time

L e S LI A e B S B B B R S e B B B Bt S N B

4.00

200

1000

3: C4 Sulfonate PFBS

XC030504-1, 25 ng/L Standard

18-Mar-2004 08:39:04]

LC/MS/MS #6
031704A-602 Sm (Mn, 2x3) A MRM of 5 Channels ES-
. 299 > 99
10070.14 9.92 1.34e3
9.19 10.87
42 153 . 490 592650 6. 11.81
% 142 239, 5. 350390 5.92 6.96
0 T T T T T T T T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Regearch, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 4
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-602

Text:
4: C6 Sulfonate PFHS
XC030504-1, 25 ng/L. Standard 18-Mar-2004 08:39:04
LC/MS/MS #6
031704A-602 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.85 399 > 80
873 5.19e3
Area
%
P AN N N
0 LI L AL S S AL LA LA L B AL A R L I Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-1, 25 ng/L Standard 18-Mar-2004 08:39:04
LC/MS/MS #6
031704A-602 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
440 2.80e3
] Area

%

0 e T T B T T O Mo s et S T T T e we S B B e Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539431
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Quantify Sample Report Page 5
Study No.:L1958, Set No.:031704A, Ext.Date:;03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDBE\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-603
Text:

1: C6 Acid PFHA

XC030504-2, 50 ng/L Standard 18-Mar-2004 09:00:46
LC/MS/MS #6
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.59 313 > 269
. 9780 6.02e4
Area
%
TN
L i e e B B e IR ‘.,\TTf\T‘Tﬁne
2.00 4.00 6.00 8.00 10.00
2: CB Acid PFOA
XC030504-2, 50 ng/L Standard 18-Mar-2004 09:00:46
LC/MS/MS #6
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
14896 8.67e4
Area
%
L L e e e A S e e e —= Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-2, 50 ng/L. Standard 18-Mar-2004 09:00:46
LC/MS/MS #6
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.28 299> 99
384 2.52e3
Area
%
0""l“f'l'"'I""[""I""I‘"'I""I""|"“I""I""Time;
L 2.00 4.00 6.00 8.00 10.00 |
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539432
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Quantify Sample Report Page 6
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-603

Text:
4: C6 Sulfonate PFHS
XC030504-2, 50 ng/L Standard 18-Mar-2004 09:00:46
LC/MS/MS #6
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.86 399 > 80
1918 1.10e4
Area
%
\ 0 LI A AL R A S L I AR IR A I AL BRI ISR Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-2, 50 ng/L Standard 18-Mar-2004 09:00:46
LC/MS/MS #6
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.21 499 > 99
900 481e3
Area
%
- Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539433
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report

Study No.:L1958, Set No.:031704A,

Sample List:
Last modified:

Page 7

Ext.Date:03/17/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004
Job Code:
Printed: Fri Mar 19 12:24:08 2004
Name: 031704A-604
Text:
1: C6 Acid PFHA
XC030504-3, 100 ng/L Standard 18-Mar-2004 09:22:32
LC/MS/MS #6
031704A-604 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.60 313 > 269
19409 1.12e5
“ Area
%
B 1 7 T T T T T L Time
2.00 4.00 6.00 8.00 10.00
2;: CB Acid PFOA
XC030504-3, 100 ng/L Standard 18-Mar-2004 09:22:32
LC/MS/MS #6
031704A-604 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
27966 1.55e5
Area
%
LI A s B B B L B S R A [ s S M M U S B B A B s B B S B s B S S E "[""]f"'Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-3, 100 ng/L Standard 18-Mar-2004 09:22:32
LC/MS/MS #6
031704A-604 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.31 299 > 99
611 4.00e3
Area
%
00— T T T LA I T T T Time
2.00 4.00 6.00 8.00 10.00 \

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01539434

1939.0283



Quantify Sample Report Page 8
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-604

Text:
4: C6 Sulfonate PFHS
XC030504-3, 100 ng/L Standard 18-Mar-2004 09:22:32
LC/MS/MS #6
031704A-604 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.87 399 > 80
3759 2.07e4
\ Area
b %
'Iﬁ*"'l""""1"""'7I"’_'l""l""""I""I""Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
§(C030504-3, 100 ng/L Standard 18-Mar-2004 09:22:32
LC/MS/MS #6
031704A-604 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.19 499 > 99
1583 8.97e3
Area
%
T T T T [Ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539435
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0284



Quantify Sample Report

Study No.:L1958, Set No.:031704A,

Page 9

Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Last modified: Thu Mar 18 09:51:08 2004
Job Code:
Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-605
Text:

1: C6 Acid PFHA

XC030504-4, 250 ng/L Standard

18-Mar-2004 09:44:11

LC/MS/MS #6
1031704A-605 Sm (Mn, 2x3) MRM of 5 Channels ES-
l 10 8.60 313> 269
‘ 41045 2.34e5

Area
%
T T T T T e e Time
2.00 4.00 6.00 8.00 10.00

2: CB Acid PFOA

XC030504-4, 250 ng/L Standard

031704A-605 Sm (Mn, 2x3)
10

%

18-Mar-2004 09:44:11

LC/MS/MS #6

MRM of 5 Channels ES-

9.04 413 > 369
58208 3.26e5
Area

0L

LIS I L DL L I L L
2.00 4.00 6.00 8.00 10.00

—————— Time

3: C4 Sulfonate PFBS

XC030504-4, 250 ng/L. Standard

031704A-605 Sm (Mn, 2x3)
100

18-Mar-2004 09:44:11
LC/MS/MS #6

MRM of 5 Channels ES-
8.31 299 > 99
8.91e3

Area
%
|
T T T T T L T T T Time5
2.00 4.00 6.00 8.00 10.00 |
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539436

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0285



Quantify Sample Report
Study No.:L1958, Set No.:031704a,

Sample List:

Last modified: Fri Mar 19 11:30:32 2004

Page 10

Ext.Date:03/17/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004
Job Code:
Printed: Fri Mar 19 12:24:08 2004
Name: 031704A-605
Text:
4: Cé Sulfonate PFHS
XC030504-4, 250 ng/L Standard 18-Mar-2004 09:44:11
LC/MS/MS #6
031704A-605 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.85 CancelD.
8576 4.78e4
Area
%
O 0 L L S e L e B B L B o e Time
2.00 4.00 6.00 8.00 10.00
S: C8 Sulfonate PFOS
XC030504-4, 250 ng/L Standard 18-Mar-2004 09:44:11
LC/MS/MS #6
031704A-605 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
3392 1.90e4
Area
%
0 T T T T T T T T T T T T T T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0286

3M_MNO01539437



Quantify Sample Report Page 11
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modifled: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-606
Text:

1l: C6 Acid PFHA
[XC030504-5, 500 ng/l. Standard 18-Mar-2004 10:05:51
LC/MS/MS #6

031704A-606 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.60 313 > 269
86735 4.83e5

Area

%

O T T e e e e Time
2.00 4.00 6.00 8.00 10.00

2: C8 Acid PFOA

XC030504-5, 500 ng/L Standard 18-Mar-2004 10:05:51
LC/MS/MS #6
031704A-606 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.04 413 > 369
119459 6.56e5
Area

%
- L L rr——r=r=— Time

2.00 4.00 6.00 10.00

3: C4 Sulfonate PFBS

XC030504-5, 500 ng/L Standard 18-Mar-2004 10:05:51
LC/MS/MS #6

031704A-606 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.31 299 > 99
3300 1.88e4

Area

%
O A e S e S R B R NSRSt HERELE LA T Time
2.00 4.00 6.00 10.00

Bxygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539438
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0287



Quantify Sample Report Page 12
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-606
Text:

4: C6 Sulfonate PFHS

XC030504-5, 500 ng/L Standard 18-Mar-2004 10:05:51
LC/MS/MS #6
031704A-606 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.87 399 > 80
17829 9.74e4
Area
%
0= L A T L AL E L AL = Time
2.00 4.00 6.00 8.00 10.00
5: CB Sulfonate PFOS
XC030504-5, 500 ng/L Standard 18-Mar-2004 10:05:51
LC/MS/MS #6
031704A-606 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
7489 4.03e4
Area
%
0= m S o L S L B B B B e el (11
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539439
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0288



Quantify Sample Report Page 13
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-607

Text:
1: C6 Acid PFHA
XC030504-6, 1000 ng/L Standard 18-Mar-2004 10:27:34
LC/MS/MS #6
031704A-607 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.60 313 > 269
151544 8.32e5
Area
%
- NN Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-6, 1000 ng/L Standard 18-Mar-2004 10:27:34
LC/MS/MS #6
031704A-607 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
236685 1.30e6
Area
%
77— T T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-6, 1000 ng/L Standard 18-Mar-2004 10:27:34
LC/MS/MS #6
031704A-607 Sm (Mn, 2x3) MRM of 5 Channels ES-
1007 8.31 299 > 99
‘ 1 5624 3.07e4
‘ j Area
%
Oﬂ" [N B R I L R SR L A R A LA AL I A B L B AL LA L L B TimeE
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539440
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0289



CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Quantify Sample Report Page 14
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-607

Text:
4: C6 Sulfonate PFHS
XC030504-6, 1000 ng/L. Standard 18-Mar-2004 10:27:34|
LC/MS/MS #6
031704A-607 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.86 399 > 80
35559 1.93e5
| Area
%
0 L A N L A L A L L BN I AL R B A =T Time
2.00 4.00 6.00 8.00 10.00
5: CB Sulfonate PFOS
XC030504-6, 1000 ng/L Standard 18-Mar-2004 10:27:34
LC/MS/MS #6
031704A-607 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
13775 7.50e4
Area
%
o T T e Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0290

3M_MNO01539441



Quantify Sample Report Page 15
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004
Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Last modified: Thu Mar 18 09:51:08 2004
Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-608

Text:
1: C6 Acid PFHA
Methanol Wash 18-Mar-2004 10:49:18
: LC/MS/MS #6
031704A-608 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.60 313 > 269
1188 1.19e4
Area
%
e ey
- T T e Time
2.00 4,00 6.00 8.00 10.00
2: CB8 Acid PFOA
Methanol Wash 18-Mar-2004 10:49:18
LC/MS/MS #6
031704A-608 Sm (Mn, 2x3) MRM of 5§ Channels ES-
10 9.04 CancelIx
40977 2 26e5
Area
%
o= T T T T [ e [Ime
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
Methanol Wash 18-Mar-2004 10:49:18
, LC/MS/MS #6
031704A-608 Sm (Mn, 2x3) MRM of 5 Channels ES-

1041 11.64 299> 99

J)\1 .05e3

100 8.62 10.12

0.16 467 5.385 63
116 184232 505329478 '

%

0 T — T o [ime
2.00 4.00 6.00 8.00 10.00 |
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539442

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0291



Quantify Sample Report Page 16
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-608

Text:
4: Cé6 Sulfonate PFHS
Methanol Wash 18-Mar-2004 10:49:18
LC/MS/MS #6
031704A-608 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 10.54 399 > 80
11.04 1.13e3

% 422 501 569

0' | LN (L L L L L L I L L L L Y LB AL L LA B LN B A B Tlme
2.00 4,00 6.00 8.00 10.00 |

5: C8 Sulfonate PFOS
Methanol Wash 18-Mar-2004 10:49:18
LC/MS/MS #6
031704A-608 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 .23 Cani 10.00 499 > 99
11.16 872

11.79

%

- 7T Time
| 2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539443
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0292



Quantify Sample Report

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Page 17

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-609
Text:

1: C6 Acid PFHA

0106020 Control

031704A-609 Sm (Mn, 2x3)
8.61

10 1243
e e N e N o~

18-Mar-2004 11:11:00

MRM of 5 Channels ES-

LC/MS/MS #6

313 > 269
1.11e4
Area

L T T T T ]

2 00 4.00 6 OO 8.00

1000

Time

2: C8 Acid PFOA

0106020 Control

18-Mar-2004 11:11:00

LC/MS/MS #6
031704A-609 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.02 413 > 369
1515 141e4
Area
96 \\/q”\»/\JP\//_/\K\
0-— T L A L . L BN L I RN o Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
0106020 Control 18-Mar-2004 11:11:00
LC/MS/MS #6
CancelDOx is printing(dx3) o 5I\éIRM of 5 Channels ES-
9.23 9. 299 > 99
10.60
1007 018 8.35 11,52 1.05€3
6 5.09 645575 7.71
%
0= T T | T T T T —————— Time

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0293

3M_MNO01539444



Quantify Sample Report Page 18
Study No.:L1958, Set No.:0317042, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-609

Text:
4: C6 Sulfonate PFHS
0106020 Control 18-Mar-2004 11:11:00
LC/MS/MS #6
031704A-609 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 11.83.399 > 80
014 606, 1027 10.56 10.77 943
1% 0.76 3.40 8.27 898923
(]
T T T T T T T T T T T e Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
0106020 Control 18-Mar-2004 11:11:00
LC/MS/MS #6
031704A-609 Sm (Mn, 2x3) MRM of 5 Channels ES-
10.48 499 > 99
10
i/ o7 10,06/ 10%11.44 991
%
0 ™ T 1 T T T | 7 ——————— Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539445

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0294



Quantify Sample Report
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Page 19

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-610
Text:

1l: Cé6 Acid PFHA

0106020 Spk A, 50 ng/L. 18-Mar-2004 11:32:4
LC/MS/MS #6
031704A-610 Sm (Mn, 2x3) MRM of 5 Channeils ES-
100 8.60 313 > 269
9223 5.62¢4
Area:
% |
T M L L e L AL R I B T T T "T‘TT\TTT\‘T"UB
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
0106020 Spk A, 50 ng/L 18-Mar-2004 11:32:45
LC/MS/MS #6
031704A-610 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
14001 8.29e4
Area
%
| I R A I B R L I —— > Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
0106020 Spk A, 50 ng/L 18-Mar-2004 11:32:45
LC/MS/MS #6
031704A-610 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
281 2.02e3
Area
% \/\/\/\,\/\,\\_/\
7T UL AR BN ——— Time

T T
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0295

3M_MNO01539446



Quantify Sample Report

Page 20

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List:
Last modified: Fri Mar 19 11:30:32 2004
Method:
Last modified: Thu Mar 18 09:51:08 2004
Job Code:

Printed: Fri Mar 19 12:24:08 2004

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Name: 031704A-610
Text:

4: Cé Sulfonate PFHS

0106020 Spk A, 50 ng/L 18-Mar-2004 11:32:45
LC/MS/MS #6
031704A-610 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.85 390 > 80
1858 1.10e4
Area

%
O T T [ime

2.00 4.00 6.00 8.00 10.00

5: C8 Sulfonate PFOS

0106020 Spk A, 50 ng/L.

18-Mar-2004 11:32:45

LC/MS/MS #6
031704A-610 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
: 659 3.88e3
Area
%
T T T T —— 7 [ime
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01539447

1939.0296



Quantify Sample Report Page 21
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-611
Text:

1: C6 Acid PFHA

0106020 Spk B, 500 ng/L 18-Mar-2004 11:54:32
LC/MS/MS #6
031704A-611 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.59 313 > 269
81477 4.42e5
Area
%
0 L L L A L L B A R AL L B N [ R B Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
0106020 Spk B, 500 ng/L 18-Mar-2004 11:54:32
LC/MS/MS #6
031704A-611 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
121791 6.70e5
Area
%
i r———r—rr———1—7 77— T ] Time
L 2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
0106020 Spk B, 500 ng/L 18-Mar-2004 11:54:32
LC/MS/MS #6
031704A-611 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
3262 1.87¢e4
Area
%
T P T T e T e T T e [ime
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539448

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0297



Quantify Sample Report
Study No.:L1958, Set No.:031704A,

Sample List:

Last modified: Fri Mar 19 11:30:32 2004

Page 22

Ext.Date:03/17/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004
Job Code:
Printed: Fri Mar 19 12:24:08 2004
Name: 031704A-611
Text:
4: C6 Sulfonate PFHS
0106020 Spk B, 500 ng/L 18-Mar-2004 11:54:32
LC/MS/MS #6
031704A-611 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.84 399 > 80
17060 9.18e4
Area
%
-7 U L Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
0106020 Spk B, 500 ng/L 18-Mar-2004 11:54:32
LC/MS/MS #6
1031704A-611 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.19 499 > 99
7099 3.80e4
Area
%
0-= T T ™1 T 1 T T S R B e S e e e g 1
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0298

3M_MNO01539449



Quantify Sample Report
Study No.:L1958, Set No.:031704A,

Sample List:
Last modified: Fri Mar 19 11:30:32 2004

Method:

Last modified: Thu Mar 18 09:51:08 2004
Job Code:

Printed: Fri Mar 19 12:24:08 2004

Page 23

Ext.Date:03/17/04, 2Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Flucrochemicals.PRO\MethDB\CotGrove NPDES 031604

Name: 031704A-612
Text:

1l: C6 Acid PFHA

XC030504-1, 25 ng/L Standard 18-Mar-2004 12:16:15
LC/MS/MS #6
031704A-612 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.59 313 > 269
5205 3.27¢4
Area
%
O e e e e e N A B e B A I ——r— 1 Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-1, 25 ng/L Standard 18-Mar-2004 12:16:15
LC/MS/MS #6
031704A-612 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
7709 4.69e4
Area
%
0 LI O B N B e RN RN A AL A S Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-1, 25 ng/L Standard 18-Mar-2004 12:16:15
J/ LC/MS/MS #6
031704A-612 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.27 299 > 89
1.61e3
9.06 9.71 10.85
% 405 SWO52 640 75 100 1183
0— T T L R T T T R SR Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0299

3M_MNO01539450



Quantify Sample Report

Study No.:L1958, Set No.:0317043,

Sample List:

Method:

Last modified: Thu Mar 18 09:51:08 2004
Job Code:

Printed: Fri Mar 19 12:24:08 2004

Page 24

Ext.Date:03/17/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:30:32 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Name: 031704A-612
Text:

4: Ce Sulfonate PFHS

XC030504-1, 25 ng/L Standard

18-Mar-2004 12:16:15‘

LC/MS/MS #6
031704A-612 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.84 399 > 80
906 5.69¢e3
Area
%
,NA'MA

LI AL L L L A LA L L "I""}""!""""]““I""Time

2.00 4.00 6.00 8.00 10.00

5: C8 Sulfonate PFOS

XC030504-1, 25 ng/L Standard 18-Mar-2004 12:16:15
LC/MS/MS #6
031704A-612 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.19 499 > 99
532 3.13e3
Area
I T . T Time

8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0300

3M_MNO01539451



Quantify Sample Report Page 25
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, 2Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-613
Text:

1: Cé6 Acid PFHA

XC030504-2, 50 ng/L. Standard 18-Mar-2004 12:38:02
LC/MS/MS #6
031704A-613 Sm (Mn, 2x3) MRM of 6 Channels ES-
10 8.60 313> 269
8898 5.30e4
Area
%
/\-\‘_\\
O e e S A N A B S o o o e e e p s ‘l'\TTi\ Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFCA
XC030504-2, 50 ng/L Standard 18-Mar-2004 12:38:02
LC/MS/MS #6
031704A-613 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.02 413 > 369
14377 8.46e4
Area
%
LI L B N S B I AL B R AL LA NS RN AL I | Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-2, 50 ng/L Standard 18-Mar-2004 12:38:02
LC/MS/MS #6
031704A-613 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
278 1.84e3
Area
* A\u/\\/p\f\\/\JN//‘v‘,J/\/\~Jf\~»J
T T T T e e Time
2.00 4.00 6.00 8.00 10.00 ]

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0301

3M_MNO01539452



Quantify Sample Report
Study No.:L1958, Set No.:031704A3,

Sample List:

Last modified: Fri Mar 19 11:30:32 2004

Page 26

Ext.Date:03/17/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004
Job Code:
Printed: Fri Mar 19 12:24:08 2004
Name: 031704A-613
Text:
4: Cé Sulfonate PFHS
XC030504-2, 50 ng/L Standard 18-Mar-2004 12:38:02
LC/MS/MS #6
031704A-613 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.85 399 > 80
1733 1.01e4
Area
%
- T T T T T T T T —— 1 Time
2.00 4.00 6.00 8 10.00
5: CB Sulfonate PFOS
XC030504-2, 50 ng/L Standard 18-Mar-2004 12:38:02
LC/MS/MS #6
031704A-613 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.19 499 > 99
777 4.62e3
Area
%
T T ™7 T T LI T T [ime
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0302

3M_MNO01539453



Quantify Sample Report Page 27
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-614

Text:
1: C6 Acid PFHA
L1958-17 Spk C, 250000 ng/L, DF=10000 18-Mar-2004 12:59:44
LC/MS/MS #6
031704A-614 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.59 313 > 269
9721 5.85e4
Area
%
I N
L B N L S LN B AR AL B .,T_TTﬁ\'Thne
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-17 Spk C, 250000 ng/L, DF=10000 18-Mar-2004 12:59:44
LC/MS/MS #6
031704A-614 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
17225 9.50e4
Area
%
0 ﬁ\rfz\}fi DL U D A N B S B LSRR Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-17 Spk C, 250000 ng/L, DF=10000 18-Mar-2004 12:59:44
LC/MS/MS #6
031704A-614 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
596 3.66e3
Area
%
S L S A B O o S L A L e S el 111
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0303

3M_MNO01539454



Quantify Sample Report Page 28
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-614

Text:
4: C6 Sulfonate PFHS
L1958-17 Spk C, 250000 ng/L, DF=10000 18-Mar-2004 12:59:44
LC/MS/MS #6
031704A-614 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.84 399> 80
1000 6.01e3
Area
%
] -~ o~ A\
Lt e S B L L s L R i (1 (-]
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-17 Spk C, 250000 ng/L, DF=10000 18-Mar-2004 12:59:44,
LC/MS/MS #6
031704A-614 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.19 499 > 99
621 3.38e3
Area
%
0"7 j L L A L L L L L L L R AL HL L A A SN AL L | Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539455
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0304



Quantify Sample Report

Study No.:L1958, Set No.:031704A,

Page 29

Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-615

Text:
1: C6 Acid PFHA

L1958-17 Spk C, 250000 ng/L, DF=1000 18-Mar-2004 13:21:28
LC/MS/MS #6
031704A-615 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.59 313> 269
80237 4.42e5
Area

%
LG""""\""""F"" T T e e e [ime

2.00 4.00 6.00 8.00 10.00

2: CB Acid PFOA

LC/MS/MS #6
031704A-615 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.04 413 > 369
136155 7.40e5
Area

%
o1 T T Time

L1958-17 Spk C, 250000 ng/L, DF=1000

18-Mar-2004 13:21:28

2.00 400

600 800 1000

3: C4 Sulfonate PFBS

L1958-17 Spk C, 250000 ng/L, DF=1000 18-Mar-2004 13:21:28
L.C/MS/MS #6
031704A-615 Sm (Mn, 2x3) MRM of 5 Channels ES-
100~ 8.29 299 > 99
] 4764 2.57¢e4
] Area
%
] |
| Gﬁ' T T T T T T e e e e Time |
2.00 4.00 6.00 8.00 10.00 |

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539456

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0305



Quantify Sample Report Page 30
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-615
Text:

4: C6 Sulfonate PFHS

L1958-17 Spk C, 250000 ng/L, DF=1000 18-Mar-2004 13:21:28
LC/MS/MS #6
031704A-615 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.84 399 > 80
8714 4.80e4
Area
%
L L o L e B Ll S 2 e e I
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-17 Spk C, 250000 ng/L, DF=1000 18-Mar-2004 13:21:28
LC/MS/MS #6
031704A-615 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.19 499 > 99
4343 2.28e4
Area
%
0= L N L L B A R A A L A A LA AL AL I | Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539457
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0306



Quantify Sample Report

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Page 31

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-616
Text:

1l: C6 Acid PFHA

L1958-5 Spk D, 10000 ng/L, DF=100 18-Mar-2004 13:43:14
LC/MS/MS #6
031704A-616 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.59 313 > 269
30659 1.75e5
Area
%
=TT T T T e e e T T T T e Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-5 Spk D, 10000 ng/L, DF=100 18-Mar-2004 13:43:14
LC/MS/MS #6
031704A-616 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.04 413 > 369
30247 1.72e5
Area
%
L L A L L L B B B AL T T Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
1.1958-5 Spk D, 10000 ng/L, DF=100 18-Mar-2004 13:43:14
LC/MS/MS #6
031704A-616 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
1765 9.19e3
Area
%
T T T [ime
f 2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0307

3M_MNO01539458



Quantify Sample Report Page 32
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-616

Text:
4: C6 Sulfonate PFHS
L1958-5 Spk D, 10000 ng/L, DF=100 18-Mar-2004 13:43:14
LC/MS/MS #6
031704A-616 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.84 399 > 80
3639 2.02e4
Area
%
e UL L B e e M e S e Thne'
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-5 Spk D, 10000 ng/L, DF=100 18-Mar-2004 13:43:14
LC/MS/MS #6
031704A-616 Sm (Mn, 2x3) MRM of 5 Channels ES- |
100 9.19 499 > 99
‘ 1385 7.62e3
Area
%
-7 LA R S I A L AL L Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539459
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0308



Quantify Sample Report

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Page 33

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-617
Text:

1: C6 Acid PFHA

L1958-9 Spk E, 25000 ng/L, DF=100 18-Mar-2004 14:05:02
LC/MS/MS #6
031704A-617 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.58 313 > 269
83217 4.54eb5
Area
%
{ o e o L e e L S o e e VB Time
2.00 4.00 6.00 8.00 10.00
2: CB8 Acid PFOA
L1958-9 Spk E, 25000 ng/L, DF=100 18-Mar-2004 14:05:02
LC/MS/MS #6
031704A-617 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.02 413 > 369
75711 4.13e5
Area
%
l;G""[T“"""I'"'l""l'“'I""I""I""_I_‘“‘I"" Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFRS
L1958-9 Spk E, 25000 ng/L, DF=100 18-Mar-2004 14:05:02
LC/MS/MS #6
031704A-617 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.29 200 > 99
8927 4.67¢e4
Area
%
O 05 JL L e T Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0309

3M_MNO01539460



Quantify Sample Report Page 34
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-617
Text:

4: C6 Sulfonate PFHS

L1958-9 Spk E, 25000 ng/L, DF=100 18-Mar-2004 14:05:02
LC/MS/MS #6
031704A-617 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.85 399 > 80
9161 5.06e4
Area
%
) B . LA o s 2 2 s 2 B S N B R B Thne‘
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-9 Spk E, 25000 ng/L, DF=100 18-Mar-2004 14:05:02
LC/MS/MS #6
031704A-617 Sm (Mn, 2x3) MRM of 5 Channels ES-
100+ 9.19 499 > 99
] 3854 2.10e4
Area
%]
0—' T I L A A R A LA B Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539461
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0310



Quantify Sample Report
Study No.:1L1958, Set No.:031704A,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Printed:

Fri Mar 19 12:24:08 2004

Ext.Date:03/17/04, Analyst:K.Risha

Page 35

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Fri Mar 19 11:30:32 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Thu Mar 18 09:51:08 2004

Name: 031704A-618

Text:

1l: C6 Acid PFHA

\L1958-13 Spk F, 25000 ng/L, DF=100
|

18-Mar-2004 14:26:53

‘ LC/MS/MS #6
031704A-618 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.58 313 > 269
87895 4.82e5
Area
%
o T T T e e e e Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-13 Spk F, 25000 ng/L, DF=100 18-Mar-2004 14:26:53
LC/MS/MS #6
031704A-618 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.02 413 > 369
73623 4,07e5
Area
%
O LA AL T T 17 1 T e Jime
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFRS
L1958-13 Spk F, 25000 ng/L, DF=100 18-Mar-2004 14:26:53
LC/MS/MS #6)
031704A-618 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
7584 4.00e4
Area
%
e A RLAN I A e L S L B S A B S ey e e 1111
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive,

State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0311

3M_MNO01539462



Quantify Sample Report Page 36
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-618

Text:
4: Cé Sulfonate PFHS
L1958-13 Spk F, 25000 ng/L, DF=100 18-Mar-2004 14:26:53
LC/MS/MS #6
031704A-618 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.85 399 > 80
8743 4.79e4
Area
%
e AL L I B B S B B s el 912
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-13 Spk F, 25000 ng/L, DF=100 18-Mar-2004 14:26:53
LC/MS/MS #6
031704A-618 Sm (Mn, 2x3) MRM of 5 Channels ES-
100~ 9.20 499 > 99
] 3467 1.92¢4
] Area
)
| L R A R LA L A L L A E L SN e Time
| 2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539463
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0312



Quantify Sample Report Page 37
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-619
Text:

1: C6 Acid PFHA

L1958-1 Spk G, 10000 ng/L, DF=100 18-Mar-2004 14:48:40
LC/MS/MS #6
031704A-619 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.58 313 > 269
85567 4.73e5
Area
%
o7 RV Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-1 Spk G, 10000 ng/L, DF=100 18-Mar-2004 14:48:40
LC/MS/MS #6)
031704A-619 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.02 413 > 369
70266 3.86e5
Area
%
0-= r+~ . 1. 1 T T1TryvrrJyrrrrJr & oo oot e Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-1 Spk G, 10000 ng/L, DF=100 18-Mar-2004 14:48:40
LC/MS/MS #6
031704A-619 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.27 299 > 99
8001 4.35¢e4
Area
%
L s e B B L A L B S B A B e | 1=
1 2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539464
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0313



Quantify Sample Report
Study No.:L1958, Set No.:031704A,

Sample List:

Last modified: Fri Mar 19 11:30:32 2004

Page 38

Ext.Date:03/17/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\0317042 CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 05:51:08 2004
Job Code:
Printed: Fri Mar 19 12:24:08 2004
Name: 031704A-619
Text:
4: Cé6 Sulfonate PFHS
L1958-1 Spk G, 10000 ng/L, DF=100 18-Mar-2004 14:48:40
LC/MS/MS #6
031704A-619 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.85 399> 80
8845 4.79e4
Area
%
O LA AN L o s e o s s B 2 e S B s e el 1911
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-1 Spk G, 10000 ng/L, DF=100 18-Mar-2004 14:48:40
LC/MS/MS #6
031704A-619 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.20 499 > 99
3927 2.16e4
Area
%
0= T 1 T T T T T ] ' T T LR DR Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0314

3M_MNO01539465



Quantify Sample Report Page 39

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha
Sample Lisgt: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-620
Text:

1: C6 Acid PFHA
XC030504-3, 100 ng/L Standard

18-Mar-2004 15:10:34
LC/MS/MS #6

031704A-620 Sm (Mn, 2x3) MRM of &5 Channels ES-
8.60 313 > 269

10 17312 1.01e5!
Area.
%

e T T = Time
0 4.00 6.00 8.00 10.00

2: C8 Acid PFOA
XC030504-3, 100 ng/L Standard

18-Mar-2004 15:10:34

LC/MS/MS #6

031704A-620 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.04 413 > 369
26988 1.51e5

Area

%
0-= LA A L 1 L L L A R L R AL S Time
2.00 4.00 6.00 8.00 10.00

3: C4 Sulfonate PFBS

XC030504-3, 100 ng/L Standard

18-Mar-2004 15:10:34

LC/MS/MS #6
031704A-620 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
657 4.38e3
Area
%

""l""I“"I""(""I'"'I""l'7'1TT"’I‘*"I“"‘I""Time

2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0315

3M_MNO01539466



Quantify Sample Report

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Page 40

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Last modified: Thu Mar 18 09:51:08 2004
Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-620
Text:

4: C6 Sulfonate PFHS

XC030504-3, 100 ng/L Standard

18-Mar-2004 15:10:34

LC/MS/MS #6
031704A-620 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.85 399 >80
3370 1.88e4
Area
%
) B e L B B e U s ST T T T T Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-3, 100 ng/L Standard 18-Mar-2004 15:10:34;
LC/MS/MS #6
031704A-620 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.19 499 > 99
1421 8.08e3
Area
%
| T T TTT T T T T TP T T T Time
2.00 4.00 6.00 8.00 10.00
Exygen Researxch, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0316

3M_MNO01539467



Quantify Sample Report

Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Page 41

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NFDES 031604
Last modified: Thu Mar 18 05:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-621
Text:

1: Cé Acid PFHA

XC030504-4, 250 ng/L Standard 18-Mar-2004 15:32:17
LC/MS/MS #6
031704A-621 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.59 313> 269
38557 2.21e5
Area
%
O A B o e A B S i B R B S el ¢4
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-4, 250 ng/L Standard 18-Mar-2004 15:32:17
LC/MS/MS #6
031704A-621 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
60720 3.33e5
Area
%
0= LN A A L AL L L L E L AL I AL AL I B IS Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-4, 250 ng/L Standard 18-Mar-2004 15:32:17
LC/MS/MS #6
031704A-621 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.28 299 > 99
1501 9.33e3!
Area;
%
O L S B AN B Lt I AL B Thne}
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0317

3M_MNO01539468



Quantify Sample Report
Study No.:L1958, Set No.:031704A,

Sample List:
Last modified: Fri Mar 19 11:30:32 2004

Page 42

Ext.Date:03/17/04, Analyst:K.Righa

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004
Job Code:
Printed: Fri Mar 19 12:24:08 2004
Name: 031704A-621
Text:
4: C6 Sulfonate PFHS
XC030504-4, 250 ng/L Standard 18-Mar-2004 15:32:17
LC/MS/MS #6
031704A-621 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.84 399 > 80
8581 4.78¢4
Area
%
O L L B S B S B B Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-4, 250 ng/L Standard 18-Mar-2004 15:32:17
LC/MS/MS #6
031704A-621 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
3438 1.90e4
Area
%
0-= T T T T T T T T T T T T T T ] Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0318

3M_MNO01539469



Quantify Sample Report Page 43
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-622
Text:

1: C6 Acid PFHA

L1958-3, DF=1000 18-Mar-2004 15:54:04|
LC/MS/MS #6

031704A-622 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.60 313> 269
3807 243e4

Area

%
~
O T T e e T e Time
2.0 4.00 6.00 8.00 10.00

2: C8 Acid PFOA

L1958-3, DF=1000 18-Mar-2004 15:54:0
LC/MS/MS #6
031704A-622 Sm (Mn, 2x3) MRM of 5 Channels ES-
100+ 9.04 413 > 369
‘ 6086 3.65e4
Area
%
0+ LN R AL B IS AL B LA R AL AL LA DL Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
1.1958-3, DF=1000 18-Mar-2004 15:54:04
LC/MS/MS #6
031704A-622 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 09
1042 5.50e3
Area
%
O T T T T T T T T T T T e e Time
2.00 4.00 6.00 8.00 10.00 |

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539470
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0319



Quantify Sample Report Page 44
Study No.:L1958, Set No.:031704A, BExt.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-622

Text:

4: Cé6 Sulfonate PFHS
L1958-3, DF=1000 18-Mar-2004 15:54:04)
LC/MS/MS #6
031704A-622 Sm (Mn, 2x3) MRM of 5 Channeis ES-
10 8.87 3909 > 80
539 3.33e3
Area

%

‘/\//\’\
G""I""l“"""l'“'l""\""l""l""""I"" Tlme
2.00 4,00 6.00 8.00 10.00

5: C8 Sulfonate PFOS
L1958-3, DF=1000 18-Mar-2004 15:54:04
LC/MS/MS #6
031704A-622 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
403 2.22e3
Area

%

VA

0 T T T T T T T [ {me
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539471

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0320



Quantify Sample Report
Study No.:L1958, Set No.:031704A,

Sample List:

Last modified: Fri Mar 19 11:30:32 2004

Page 45

Ext.Date:03/17/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004
Job Code:
Printed: Fri Mar 19 12:24:08 2004
Name: 031704A-623
Text:
1: C6 Acid PFHA
L1958-3, DF=100 18-Mar-2004 16:15:47
LC/MS/MS #6
031704A-623 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.60 313 > 269
24434 1.40e5
Area
%
== T T T T T == Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-3, DF=100 18-Mar-2004 16:15:47
LC/MS/MS #6!
031704A-623 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
44788 2.45e5
Area
%
0= T T L I T T T I = Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-3, DF=100 18-Mar-2004 16:15:47
LC/MS/MS #6
031704A-623 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.31 299 > 99
9328 4.97¢e4
Area
%
0= =T T U AL L B IR R R T e e e [Ime
} 2.00 4.00 6.00 8.00 10.00
.Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0321

3M_MNO01539472



Quantify Sample Report Page 46
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-623

Text:
4: C6 Sulfonate PFHS

L1958-3, DF=100 18-Mar-2004 16:15:47
LC/MS/MS #6
031704A-623 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.87 399 > 80
5147 2.84e4
Area

%
G""""I“"!‘"‘I""I""I""""\""""f""""Time

2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS

L1958-3, DF=100 18-Mar-2004 16:15:47
LC/MS/MS #6!
031704A-623 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.21 499 > 99
3246 1.70e4
Area

%
0= L L L L I L L AL B LI UL Time

2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539473
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0322



Quantify Sample Report
Study No.:L1958, Set No.:031704A,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Fri Mar 19 11:30:32 2004

Thu Mar 18 09:51:08 2004

Printed: Fri Mar 19 12:24:08 2004

Page 47

Ext.Date:03/17/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Name: 031704A-624

Text:

1: Cé6 Acid PFHA

L1958-22, DF=100

18-Mar-2004 16:37:30

LC/MS/MS #6
031704A-624 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.60 313 > 269
16341 9.84e4
Area
%
T T T T T L A T I '-i\TTT’TTt\ Time
2.00 4.00 6.00 8.0 10.00
2: C8 Acid PFOA
L1958-22, DF=100 18-Mar-2004 16:37:30
LC/MS/MS #6)
031704A-624 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.04 413 > 369
26432 1.50e5
Area
%
R L N T T T e [ ime
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-22, DF=100 18-Mar-2004 16:37:30
LC/MS/MS #6
031704A-624 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
522 3.72e3
Area
%
/\'\/\_—-/\-—\/w\/\/—"\/\"\k/‘-’/\"\/—
“ L e o T [ B I B I B e e s el 111
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0323

3M_MNO01539474



Quantify Sample Report Page 48
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-624

Text:
4: Cé6 Sulfonate PFHS
L1958-22, DF=100 18-Mar-2004 16:37:30{
LC/MS/MS #6
031704A-624 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.87 399 > 80
3615 2.02e4
Area
%
) B L B e UL B e e e w4 [
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
L1958-22, DF=100 18-Mar-2004 16:37:30
LC/MS/MS #6
031704A-624 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.19 499 > 99
1501 8.83e3
Area
%
0-= T T T T LA L L L B L2 L L A LA A AL AL L A S L LB ENLL A A R BB — Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539475
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0324



Quantify Sample Report Page 49
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-625

Text:
1: C6 Acid PFHA
L1958-23, DF=1000 18-Mar-2004 16:59:13
LC/MS/MS #6
031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.59 313 > 269
16923 1.01e5
Area
%
1 T T T T T = Time
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
L1958-23, DF=1000 18-Mar-2004 16:59:13
LC/MS/MS #6,
031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.04 413 > 369
26721 1.51e5
Area
%
0 S L e e B e B A S e e Bl 141 )
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
L1958-23, DF=1000 18-Mar-2004 16:59:13
LC/MS/MS #6
031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.29 299 > 99
465 3.33e3
i Area
| %
L e L A LA AL DL L (N L LU B Time
2.00 4.00 6.00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539476

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0325



Quantify Sample Report Page 50
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, 2Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Nama: 031704A-625

Text:
4: Cé6 Sulfonate PFHS ‘
L1958-23, DF=1000 18-Mar-2004 16:59:13
LC/MS/MS #6
031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.86 300 > 80
3488 1.96e4
Area
%
L L A s e e e e L B e e e B e e e Ly
2.00 4.00 6.00 8.00 10.00
5: CB Sulfonate PFOS
L1958-23, DF=1000 18-Mar-2004 16:59:13
LC/MS/MS #6)
031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
1426 7.81e3
Area
%
0———— T T 1 LA T T R Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539477
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0326



Quantify Sample Report
Study No.:L1958, Set No.:031704A,

Sample List:

Last modified: Fri Mar 19 11:30:32 2004

Method:

Last modified: Thu Mar 18 09:51:08 2004
Job Code:

Printed: Fri Mar 19 12:24:08 2004

Page 51

Ext.Date:03/17/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\0317042 CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Name: 031704A-626
Text:

1l: Cé Acid PFHA

XC030504-5, 500 ng/L Standard 18-Mar-2004 17:20:56
LC/MS/MS #6
031704A-626 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.60 313 > 269
79456 4.44e5
Area
%
0 LS e S e s e A e e e e B el BT ]
2.00 4.00 6.00 8.00 10.00
2: C8 Acid PFOA
XC030504-5, 500 ng/L Standard 18-Mar-2004 17:20:56
LC/MS/MS #6
031704A-626 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.04 413 > 369
120185 6.64e5
Area
%
0 LR L A [ A A L L L T = Time
2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-5, 500 ng/L Standard 18-Mar-2004 17:20:56
LC/MS/MS #6
031704A-626 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.31 209 > 99
2945 1.65e4
Area
j %
|
‘ 0 L B N T T T [ e e e Time
2.00 4.00 .00 8.00 10.00
Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0327

3M_MNO01539478



Quantify Sample Report Page 52
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDE\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-626
Text:

4: C6 Sulfonate PFHS

XC030504-5, 500 ng/L Standard 18-Mar-2004 17:20:56
LC/MS/MS #6
031704A-626 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.85 399 >80
17277 9.20¢4
Area
%
G‘ﬁ“""']""""I""l‘"'I""I""I"'!""l"“l"“Time
2.00 4.00 6.00 8.00 10.00
5: C8 Sulfonate PFOS
XC030504-5, 500 ng/L Standard 18-Mar-2004 17:20:56
LC/MS/MS #6
031704A-626 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
6406 3.47e4
Area
%
0= T T T T 1T T T e [ime
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539479
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0328



Quantify Sample Report
Study No.:L1958, Set No.:0317042a,

Sample List:

Method:

Last modified: Thu Mar 18 09:51:08 2004
Job Code:

Printed: Fri Mar 19 12:24:08 2004

Page 53

Ext.Date:03/17/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Flucrochemicals.PRO\SampleDB\031704A CG ACSFM

Last modified: Fri Mar 19 11:30:32 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604

Name: 031704A-627
Text:

1l: C6 Acid PFHA

{XCO30504-6, 1000 ng/L Standard 18-Mar-2004 17:42:43
LC/MS/MS #6
031704A-627 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.59 313> 269
143391 7.92e5
Area
%
r—\r—— 7T T T T Time
2.00 4.00 6.00 8.00 10.00
2: CB Acid PFOA
XC030504-6, 1000 ng/L Standard 18-Mar-2004 17:42:43
LC/MS/MS #6
031704A-627 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.04 413 > 369
232929 1.28e6
Area
%
-V Time
| 2.00 4.00 6.00 8.00 10.00
3: C4 Sulfonate PFBS
XC030504-6, 1000 ng/L Standard 18-Mar-2004 17:42:43
LC/MS/MS #6
031704A-627 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.31 299 > 99
5816 3.27¢4
Area
%
0\ﬁ’l\]’l\T\T7li\]\1v|]1_ﬁ‘7_]7lrf\] Iif]\‘*\lrl\\*l]\'j—‘ﬁﬁ‘#ﬁ‘Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive,

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

State College, PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0329

3M_MNO01539480



Quantify Sample Report Page 54
Study No.:L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM
Last modified: Fri Mar 19 11:30:32 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604
Last modified: Thu Mar 18 09:51:08 2004

Job Code:

Printed: Fri Mar 19 12:24:08 2004

Name: 031704A-627
Text:

4: Cé6 Sulfonate PFHS

XC030504-6, 1000 ng/L. Standard 18-Mar-2004 17:42:43
LC/MS/MS #6
031704A-627 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.86 399 > 80|
35458 1.89e5
Area
%
|
- T Time
2.00 4.00 6.00 8.00 10.00
5: C8 SBulfonate PFOS
XC030504-6, 1000 ng/L Standard 18-Mar-2004 17:42:43
| LC/MS/MS #6
031704A-627 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.21 499 > 99
12885 6.83e4
Area
%
0= LB LA A N R B A Bt N B e R A S Ay R L A I R B B A IR L B L B A R AL A Time
2.00 4.00 6.00 8.00 10.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0330

3M_MNO01539481



Metals
FINAL REPORT
EVENT 2

F04-0126
February 25, 2004

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539482
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0331



North Sh(};*kg

Analyiical, Inc

5610 Miller Trunk Hicheny Suie#l
o o s e 0 Diabith MIN O ASRTET

MDH Lab#027-137-380 | TPhone: (218} 7294658

WDINE L ab = 399017190 Eax: 1218 729-4659

AngZyg;;ggf Rgpg;ﬁ[; ; -, Dwﬂ ngﬁgd .

Client: - A ‘  Sample Information:

AM Colteee Grove L , L hgn o Cusloly. 089
e o , i i
10745 Innovation Rd| Blde 123 ARG
Cottage Grove, MN 55616

Method: EPA 1631

Phone: 651 4587010
Fav: 631.458.2508

ldhetaily . NiGREMRY o
. heny SampleDate Apalysis Date

Tt el ode . Siiey g
Effloent 0 gpes L g 2050004 - 3/312004

If you have any questions regarding this report, please call (218) 7

Sincerely,

Linda Christensen
Chemical Engincer

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01539483
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0332



North Shore

Analytical, Inc

5512 Miller Trunk Hichway, Sutte #1
, , ~ Duluth, MIN 55811
MBHIab 3027137380 ; Phone: (218) 7294650
WDNR Lab#309017190 Fax (218) 729-4659

Analytical Report Date Reported: 3/4/04

ligne: ‘ Bample baformation:

38 Contage Grove € hoin of Custody:
Atin: Tom Baltutis ' Sampled By:
10746 Innovation Rd., Bldg, 145
Cottage Grove, MM 55016

Method: EPA 1631
Phone: 651 4580032
Fax 6514580506

" Laboratory
Sgmpleld . 1D ' Sample Datc  Analysis Date

Field Blank 8092 2/25/2004 332004
 Phase 3 Effluent 8093 22512004 330004

Low:-level mercury results are reagent blank corrected.

-
Reviewed By f g{fgéfé,/i‘*’

If you have any questions regarding this report, please call (218) 7294658,

Sincercly,

Linda Christensen
Chemical bnpineer

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3M_MNO01539484
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 B

1939.0333



Notli Shore Amalviical 1

3612 Hilker Trunk Highway, Sule |

Driluth MN

Phoned 18 73504852

Faimiiagas

STFCO ]
Hevision MNunher: 7
Revision Date 72501

Chain of Custody

€ hiens Nam Repoat to 8 Samplec By s
VIR avconage Gove POt om Baltalis SEREC T TMGIMAN
Addre . Zhops: Project:
%= Bldg 145 Envirormental Lab: 10748 Innovation Read i 851.768-2032
City . Zin Fax:
e Cottacs Grove WIN- ST geeap - G54 780-2885 I
| s i GcDate T Times ‘Bapinle Type Container! E i
N3ALAL# § Botldef Chierd Sample Ietuification | Collseted | Coll Mats Chialy— A Carsposite- - | Preservation Analesis Reouestod
e e 5 ‘ thaﬁ(ji‘? W ) AW Bl b A Tlow Level Mercury
Gl Ve B e L v HOT I hew AR 7
— y e . it
o- 11 ppladl A S e B ?av%[f; DL SPoDiE.
¥ i P i ] TR ‘ SEE ¢ H £ .
LR kAN J f Ade ) ~ L NV
A Helinguiyhitd Oy wule Tune R Ac:c:ag)te}d_ﬁv Tate Time Condhtion
: T T e F§ ; Tap g Ly / IO | 2 b et
o
1
i
ATMMRONALCIAMENTS
M , Pomnete
Sifce Wi T Gronnd Wa Plastic 5= None Added
SEW T R D= Prinking Waisr =3t H= Hudrochlorie Acid
1 Plastic Hap = Byorion Monclioride

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1939.0334

3M_MNOQ1539485



Calib
Method: WWTP Scan

Result: ¢G WWTP Carbon Study Event 2 E04-0126
Sh 206.836 ‘As 188.979
4k //.,/ s 5k /// - =
m/// ‘ j///
o ‘ e
/’/// s
em 7 ‘ em e
- -
(cps) e (cps) s
// ‘ /'/C/
e o
//'/D/ ‘ P///m/
/Q/)Z ‘ H/A/ 7
0.00 conc(mg/L) 1.00 0.00 conc(mg/L) 1.00
Calib Eq'n: Lin, Calec Int ‘ Calib Eqg'n: Lin, Cale int
Corr Coeff: §.999734 Corr Coeff: $.598637
1 2
Be 3307 'Co228.8516
‘/// ﬁ///
//9 ‘ //”
// | g
em e ‘ em ///
cps o cps
(cps) P (cps) s
// ‘ //
7 e
L 7
e A
= . ‘ /EY/
0.00 conc(mglL) .00 | 0.00 conc(mg/L) 1.00
Calib Eg'n: Lin, Calc Int Calib Eg'n: Lin, Calc Int
Corr Coeff: 6.999600 ‘ Corr Coeff: 6899704
3 4
Cd 228.802 ‘ Cr287.716
61k /,/D ‘ 75k //3
e _
em //'/ ‘ em o
(cps) e ‘ (cps) e
/,/ e
e ‘ 7
A o
2 A
Z”Z/ ‘ z/g/
0.00 conc(ma/L) 1.00 ‘ 0.00 conc(mg/L) 1.00
Calib Eqg'n: Lin, Calc Int Calib Eqg'n: Lin, Calc Int
Corr Coeff: §.999760 ‘ Corr Coeff: (1.999639
5 6
Page 1 WinLab32

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0335

3M_MNO01539486



Method: WWTP Scan

Calib

Result: ¢G WWTP Carbon Study Event 2 E04-0126
Ni 231.604 ‘ Ph 220.353
45k / | 14k 1
/’/ ‘ /"/
i P ‘ ’ e
~ ///
em e ‘ em -
(cps) e (cps) ///
//z’/ ‘ /,/ﬁ
e 7
g ‘ o
e e
7"[? ‘ A/Fy
e L
0.00 conc(mg/L) 1.00 0.00 conc(mg/L) 1.00
Calib Eq'n: Lin, Calec Int ‘ Calib Eqg'n: Lin, Cale int
Corr Coeff: 4.999578 Corr Coeff: ¢.959421
7 8
Se196026 Zn213.857
4k A \ 102k //T
e 7//’
o | y
e ‘ e
em s em -
(cps) - . ©ps) -
A ‘ e
7 7
- e
pral AT
P -
N /‘]/E ‘ r”//ﬁ/z,
0.00 conc{mg/L) 1.00 ‘ 0.00 conc(mg/L) 1.00
Calib Eg'n: Lin, Calc Int Calib Eg'n: Lin, Calc Int
Corr Coeff: .989620 ‘ Corr Coeff: 0.898758
9 ‘ 10
Page 2 WinLab32

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0336

3M_MNO01539487



Initial Reported Reported
Sample ID Date Time Sample ID Sample MDL  Analyte Conc Calib Conc Samp QC
Wt Name (Calib) Units  (Samp) Units Recovery
0.3ppm 3/1/2004  12:40:44 PM Sb 206836 0.834 mg/L 0.834 mglL 104.23
0.8ppm 3/1/2004  12:40:44 PM As 188.979 0.834 mg/L 0.834 mgiL 104.28
0.8ppm 3/1/2004  12:40:44 PM Bo 313.107 0.863 mg/L 0.863 mgiL 107.86
0.8ppm 3/1/2004  12:40:44 PM Co 228.616 0.863 mg/L 0.863 mgiL 107.86
0.8ppm 5/1/2004  12:40:44 PM Cd 228.802 0.859 mg/L 0.859 mgiL 107.35
0.8ppm 3/1/2004  12:40:44 PM Cr 267.716 0.851 mg/L 0.861 mgiL 107.66
0.8ppm 3/1/2004  12:40:44 PM Ni 231.604 0.862 mg/L 0.862 mgiL 107.76
0.8ppm 3/1/2004  12:40:44 PM Pb 220 353 0.868 mg/L 0.868 mgiL 108.47
0.3ppm 3/1/2004  12:40:44 PM Se 196.026 0.834 mg/L 0.834 mgiL 104.27
0.8ppm 3/1/2004  12:40:44 PM Zn 213.857 0.86 mg/L 0.86 mg/L 107 .51
3/1/2004  12:45:11 PM Sb 206836 0.009 mg/L__ND mg/kg
3/1/2004  12:45:11 PM As 188.979 0.007 mg/L ND mg/kg
3/1/2004 12:45:11 PM Bs 313.107 0.001 mg/L ND mg/kg
3/1/2004  12:45:11 PM Co 228.616 0.003 mg/L  ND ma/kg
3/1/2004 12:45:11 PM -, Cd 228.802 0.004 mg/L ND mg/kg
MP-04-181 312004 12-4511 pM o Bk 0814 326 67716 0.005 mg/L ND mg/kg
3/1/2004  12:45:11 PM Ni 231.604 0.006 mg/L ND mg/kg
3/1/2004 12:45:11 PM Pb 220.353 0.007 mg/L  ND mg/kg
3/1/2004 12:45:11 PM Se 196.026 0002 mg/l.  ND mg/kg
3/1/2004  12:45:11 PM Zn 213.857 0.007 mg/L__ND mg/kg
3/1/2004  12:49:35 PM Sb 206 836 0.011 mg/L__ND mgrkg
3/1/2004  12:49:35 PM As 188.979 0.002 mg/L ND mg/kg
3/1/2004  12:49:35 PM Be 313.107 0.001 mg/L ND mg/kg
3/1/2004  12:49:35 PM Co 228.616 0.003 mg/L ND malkg
3/1/2004  12:49:35 PM Cd 228.802 0.004 mg/L  ND mg/kg
MP-04-183 312004 12:49:35 py M Tase 172 0825 320 ~lo6rr1e 0.006 mg/L ND mg/kg
53/1/2004  12:49:35 PM Ni 231.604 0.006 mg/L ND mg/kg
3/1/2004  12:49:35 PM Pb 220353 0.005 mg/L ND mg/kg
3/1/2004  12:49:35 PM Se 196.026 0.008 mg/L ND mg/kg
3/1/2004  12:49:35 PM Zn 213.857 0.005 mg/L_ND ma/kg
3/1/2004  12:54:00 PM Sb 206836 0.008 mg/L _ND ma/kg
3/1/2004  12:54:00 PM As 188.979 0.001 mg/L ND mg/kg
3/1/2004  12:54:00 PM Be 313.107 0.001 mg/L  ND mg/kg
3/1/2004  12:54:00 PM Co 228.616 0.004 mg/L  ND ma/kg
3/1/2004 12:54:00 PM Cd 228.802 0.004 mg/L  ND mg/kg
MP-04-184 3/1/2004 12:5400 Py M MasE1ZL 0721 277 o oer 16 0.005 mg/L ND mg/kg
3/1/2004  12:54:00 PM Ni 231.604 0.006 mg/L ND mg/kg
3/1/2004 12:54:00 PM Pb 220353 0.005 mg/L ND ma/kg
3/1/2004  12:54:00 PM Se 196.026 0.004 mg/L ND mg/kg
3/1/2004 12:54:00 PM Zn 213 857 0.009 mg/L ND mg/kg
37172004 12:58:26 PM Sb 206 836 001 mgL _ND markg
3/1/2004  12:58:26 PM As 186.979 0003 mg/L ND mg/kg
3/1/2004  12:58:26 PM Be 313.107 0.001 mg/L ND mg/kg
3/1/2004 12:58:26 PM Co 228616 0.004 mg/L  ND ma/lkg
3/1/2004  12:58:26 PM . Cd 228.802 0.004 mg/L ND mg/kg
MP-04-185 3/1/2004 12:58:26 pm oA UM 277 67716 0.005 mgiL ND mg/kg
3/1/2004 12:58:26 PM Ni 231.604 0.006 mg/L ND mg/kg
3/1/2004  12:58:26 PM Pb 220353 0.005 mg/L ND mg/kg
3/1/2004 12:58:26 PM Se 196.026 0.011 mg/L ND mg/kg
3/1/2004 12:58:26 PM 0.722 Zn 213857 0.006 mg/L ND mg/kg
3/1/2004  1:02:51 PM : Sb 206.836 0.797 mg/L 552 mg/kg 80%
3/1/2004  1:02:51 PM As 188.979 0.803 mg/L 55.61 mgrkg 80%
3/1/2004  1:02:51 PM Be 313.107 0.818 mg/L 56.64 mgrkg 82%
3/1/2004  1:02:51 PM Co 228.616 0.801 mg/L 55.44 mgrkg 80%
3/1/2004  1:02:51 PM . Cd 228.802 0.77 mg/L 53.33 mgk 77%
MP-04-185MS 51004  1:02:51 pm TortA Unit! 277 cro67.716 0.821 mg/L 56.89 mg/kg 82%
3/1/2004  1:02:51 PM Ni 231.604 0.85 mg/L 58.87 mgrkg 85%
3/1/2004  1:02:51 PM Pb 220.353 0.846 mg/L 58.59 mgrkg 85%
3/1/2004  1:02:51 PM Se 196.026 0.898 mg/L 62.19 mglkg 20%
3/1/2004  1:02:51 PM Zn 213.857 1.116 maiL 77.3 mg/kg 112%

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0337

3M_MNO01539488



Tnitial Reported Reported
Sample ID Date Time Sample ID Sample MDL  Analyte Conc Calib Conc Samp QC
Wt Name (Calib) Units  (Samp) Units Recovery
37172004 1:0724 PM Sb 206.836 0.005 mg/L_ND ma/kg
3/1/2004  1:07:24 PM As 188.979 0.002 mg/L  ND mg/kg
3/1/2004  1:07:24 PM Bs 313.107 0.001 mg/L  ND mg/kg
3/1/2004  1:07:24 PM Co 228.616 0.004 mg/L  ND ma/kg
3/1/2004  1:07:24 PM Cd 226.802 0.005 mg/L ND mg/kg
MP-04-195 312004  1:07:24 pM -2° Bk 0728 277 or267.716 0.005 mg/L ND mg/kg
3/1/2004  1:07:24 PM Ni 231.604 0.006 mg/L  ND ma/kg
3/1/2004  1:07:24 PM Pb 220.353 0.003 mg/L ND mg/kg
3/1/2004  1:07:24 PM Se 196.026 0011 mg/L  ND ma/kg
3/1/2004 1:07:24 PM Zn 213.857 0.004 mg/L  ND mg/kg
3/12004  1:11:51 PM Sb 206836 0.009 mg/L__ND mg/kg
3/1/2004  1:11:51 PM As 188.979 0.005 mg/L ND mg/kg
3/1/2004  1:11:51 PM Be 313.107 0.001 mg/L  ND mg/kg
3112004  1:11:51 PM Co 228.616 0004 mg/L ND mg/kg
3/1/2004  1:11:51 PM . Cd 228.802 0.004 mg/L ND mg/kg
MP-04-186 31/2004 11151 py oTAUNETD 0847 309 o 2ie 0.005 mg/L ND mglkg
3/1/2004  1:11:51 PM Ni 231.604 0.005 mg/L  ND markg
3/1/2004  1:11:51 PM Pb 220.353 0.005 mg/L  ND mg/kg
3/1/2004  1:11:51 PM Se 196.026 0.004 mg/L  ND mg/kg
312004 1:11:51 PM Zn 213.857 0.004 mg/L__ND ma/kg
3/1/2004  1:16:18 PM Sb 206836 0.006 mg/L__ND mag/kg
3/1/2004  1:16:118 PM As 188.979 0.005 mg/L  ND mg/kg
3/1/2004  1:16:18 PM Be 313.107 0.001 mg/L  ND mg/kg
3/1/2004  1:16:18 PM Co 228.616 0.004 mg/L  ND mg/kg
3/1/2004  1:16:18 PM . Cd 228.802 0.004 mg/L  ND markg
MP-04-187 312004 11618 pM OB UNL 065 308 - lo67.716 0.005 mg/L ND mg/kg
3/1/2004  1:16:118 PM Ni 231.604 0.006 mg/L ND mg/kg
3/1/2004  1:16:18 PM Pb 220.353 0.005 mg/L ND ma/kg
3/1/2004  1:16:18 PM Se 196.026 0.004 mg/L  ND ma/kg
3/1/2004 _ 1:16:18 PM Zn 213.857 0.005 mg/L _ND ma/kg
3/1/2004  1:20:45 PM Sb 206836 0.012 mg/lL__ND ma/kg
3/1/2004  1:20:45 PM As 186.979 0.004 mg/L ND malkg
3/1/2004  1:20:45 PM Be 313.107 0.001 mg/L ND mg/kg
3/1/2004  1:20:45 PM Co 228.616 0.003 mg/L ND ma/kg
3/1/2004 1:20:45 PM . Cd 228.802 0.005 mg/L  ND mg/kg
MP-04-188 312004 12045pM OMBUMID 0787 234 o o0 716 0.005 mg/L ND mg/kg
3/1/2004  1:20:45 PM Ni 231.604 0.005 mg/L  ND mg/kg
3/1/2004  1:20:45 PM Pb 220.353 0.005 mg/L  ND ma/kg
3/1/2004  1:20:45 PM Se 196.026 0.011 mg/L  ND mg/kg
3/1/2004  1:20:45 PM Zn 213.857 0.005 mg/L ND mg/kg
37172004 12513 PM Sb 206836 0.834 ma/L 0.834 mg/L 10420
3/1/2004  1:25:13 PM As 188.979 0.833 mg/L 0.835 mgiL 104.08
3/1/2004  1:25:13 PM Be 313.107 0.853 mg/L 0.853 mgiL 106.59
3/1/2004  1:25113 PM Co 228.616 0.859 mg/L 0.859 mg/L 107.42
0.8ppm 3/1/2004  1:25:13 PM Cd 228.802 0.857 mg/L 0.857 mg/L 107.12
3/1/2004  1:25:13 PM Cr 267.716 0.851 mg/L 0.861 mg/L 107 .58
3/1/2004  1:25:13 PM Ni 231.604 0.859 mag/L 0.859 mg/L 107.32
3/1/2004  1:25:13 PM Pb 220353 0.856 mg/L 0.856 mg/L 107.04
3/1/2004  1:25113 PM Se 196.026 0.828 mg/L 0.828 mg/L 103.45
3/1/2004  1:2513 PM Zn 213.857 0.857 mg/L 0.857 mg/L 107.17
37172004 1:229:41 PM Sb 206 836 0.009 mg/L__ND mg/kg
3/1/2004  1:229:41 PM As 188.979 0.001 mg/L ND mg/kg
3/1/2004  1:29:41 PM Be 313.107 0.002 mg/L  ND mg/kg
3/1/2004  1:229:41 PM Co 228.615 0.004 mg/L  ND mg/kg
3/1/2004  1:29:41 PM . Cd 228.802 0.004 mg/L  ND mglkg
MP-04-189 312004  129:41 py oA Unit4 0837 314 ~oe7716 0.005 mg/L ND mg/kg
3/1/2004  1:29:41 PM Ni 231.604 0.005 mg/L  ND ma/kg
3/1/2004  1:29.41 PM Pb 220.353 0.005 mg/L ND ma/kg
3/1/2004  1:29:41 PM Se 196.026 0.003 mg/L  ND mg/kg
3/1/2004 1:29:41 PM Zn 213.857 0.004 mg/L  ND mg/kg
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Tnitial Reported Reported
Sample ID Date Time Sample ID Sample MDL  Analyte Conc Calib Conc Samp QC
Wt Name (Calib) Units  (Samp) Units Recovery
37172004 1:34:09 PM Sb 206.836 0.009 mg/L_ND ma/kg
3/1/2004  1:34:09 PM As 186979  -0.001 mg/L ND mg/kg
3/1/2004  1:34:09 PM Bo 313.107 0.002 mg/L  ND mg/kg
3/1/2004  1:34:09 PM Co 228.616 0.004 mg/L  ND ma/kg
3/1/2004  1:34:09 PM . Cd 226.802 0.005 mg/L ND mgrk
MP-04-190 312004  1:3409 pM OTAUNEAD 0748 2687 ooy 716 0.005 mg/L ND mg/kg
3/1/2004  1:34:09 PM Ni 231.604 0.005 mg/L  ND ma/kg
3/1/2004  1:34:09 PM Pb 220.353 0.004 mg/L  ND mg/kg
3/1/2004  1:34:09 PM Se 196.026 0.008 mg/L  ND ma/kg
3/1/2004 1:34:09 PM Zn 213.857 0.004 mg/L  ND mg/kg
3/1/2004  1:38:39 PM Sb 206836 0.008 mg/L__ND mg/kg
3/1/2004  1:38:39 PM As 188.979 Omgll ND mg/kg
3/1/2004  1:38:39 PM Be 313.107 0.001 mg/L  ND mg/kg
3/1/2004  1:38:39 PM Co 228.616 0004 mg/L ND mg/kg
3/1/2004  1:38:39 PM . Cd 228.802 0.005 mg/L  ND mg/kg
MP-04-191 31/2004  1-3839 pM OB U4 0788 254 ~o7716 0.005 mg/L ND mglkg
3/1/2004  1:38:39 PM Ni 231.604 0.005 mg/L  ND markg
3/1/2004  1:38:39 PM Pb 220.353 0.004 mg/L  ND mg/kg
3/1/2004  1:38:39 PM Se 196.026 0013 mg/L  ND mg/kg
312004 1:38:39 PM Zn 213.857 0.006 mg/L__ND ma/kg
312004 1:43:08 PM Sb 206836 0.009 mg/L__ND mag/kg
3/1/2004  1:43:08 PM As 188.979 Omgll ND mg/kg
3/1/2004  1:43:08 PM Be 313.107 0.001 mg/L  ND mg/kg
3/1/2004  1:43:08 PM Co 228.616 0.004 mg/L  ND mg/kg
3/1/2004  1:43:08 PM . Cd 228.802 0.005 mg/L  ND markg
MP-04-192 312004 14308 py OBUNLAD 0823 321 o0 e 0.005 mg/L ND mg/kg
3/1/2004  1:43:08 PM Ni 231.604 0.005 mg/L  ND mg/kg
3/1/2004  1:43:08 PM Pb 220.353 0.004 mg/L  ND ma/kg
3/1/2004  1:43:08 PM Se 196.026 0014 mg/L  ND ma/kg
3/1/2004  1:43:08 PM Zn 213.857 0.005 mg/L _ND ma/kg
3/1/2004  1:47:37 PM Sb 206836 0.005 mg/L_ND ma/kg
3/1/2004  1:47:37 PM As 186979  -0.009 mg/L ND malkg
3/1/2004  1:47:37 PM Be 313.107 0.002 mg/L ND mg/kg
3/1/2004  1:47:37 PM Co 228.616 0.003 mg/L  ND ma/kg
3/1/2004 1:47:37 PM . Cd 228.802 0.005 mg/L  ND mg/kg
MP-04-193 312004  1.47:37 P COMpined EAf 325 67716 0.004 mg/L ND mg/kg
3/1/2004  1:47:37 PM Ni 231.604 0.004 mg/L ND mg/kg
3/1/2004  1:47:37 PM Pb220353  -0.001 mglL ND ma/kg
3/1/2004  1:47:37 PM Se 196.026 0.011 mg/L  ND mg/kg
3/1/2004  1:47:37 PM 0515 Zn 213.857 0.002 mg/L ND mg/kg
3/1/2004  1:52:07 PM ' Sb 206.836 0.909 mg/L 73.88 mg/kg 91%
3/1/2004  1:52:07 PM As 186.979 0.895 mg/L 72.75 mgrkg 20%
3/1/2004  1:52:07 PM Be 313.107 0.956 mg/L 77.74 mglkg 96%
3/1/2004  1:52:07 PM Co 228.616 0.942 mg/L 76.61 mglkg 04%
3/1/2004  1:52:07 PM . Cd 228.802 0.924 mg/L 75.1 maikg 02%
MP-04-193MS 5 12004  1:52:07 pm COmbined Eff 325 Groerrie 0.956 mgiL 78.51 mglkg 97%
3/1/2004  1:52:07 PM Ni 231.604 1.002 mg/L 81.46 mgrkg 100%
3/1/2004  1:52:07 PM Pb 220.353 1.014 mg/L 82.41 mgkg 101%
3/1/2004  1:52:07 PM Se 196.026 0.796 mg/L 64.73 mglkg 80%
3/1/2004  1:52:07 PM Zn 213.857 1.326 mg/L 107.8 mglkg 133%
3/1/2004 155637 PM Sb 206836 0.011 mg/L__ND mgrkg
3/1/2004  1:56:37 PM As 186.979 0.003 mg/L ND mg/kg
3/1/2004  1:56:37 PM Be 313.107 0.001 mg/L ND mg/kg
3/1/2004  1:56:37 PM Co 228.615 0.004 mg/L  ND mg/kg
3/1/2004  1:56:37 PM .. Cd 228.802 0.004 mg/L  ND mglkg
MP-04-182 312004 15837 py o BlkDup 0.72 278 rs7716 0.005 mg/L ND mg/kg
3/1/2004  1:56:37 PM Ni 231.604 0.006 mg/L  ND ma/kg
3/1/2004  1:56:37 PM Pb 220.353 0.007 mg/L  ND ma/kg
3/1/2004  1:56:37 PM Se 196.026 0.006 mg/L  ND mg/kg
3/1/2004 1:56:37 PM Zn 213.857 0.005 mg/L  ND mg/kg
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Initial Reported Reported
Sample ID Date Time Sample ID Sample MDL  Analyte Conc Calib Conc Samp QC
Wt Name (Calib) Units  (Samp) Units Recovery
3/1/2004  2:01:00 PM Sb 206 836 1.254 mgiL 88.82 mgrkg 89%
3/1/2004  2:01:00 PM As 188.979 1.229 mgiL 87.05 mg/kg 87%
3/1/2004  2:01:00 PM Bs 313.107 1.254 mgiL 88.83 mg/kg 89%
3/1/2004  2:01:00 PM GCo 228.616 1.274 mgiL 90.21 mgrkg 90%
5/1/2004  2:01:00 PM Cd 228.802 1.254 mgiL 86.85 mglk 89%
MP-04-197 31/2004  2:01:00 p 100 PPmStanc 0708 283 o her 716 1.286 mg/L 91.09 mg/kg 91%
3/1/2004  2:01:00 PM Ni 231.604 1.326 mgiL 93.91 mg/kg 94%
3/1/2004  2:01:00 PM Pb 220353 1.301 mgiL 92.13 mgrkg 92%
3/1/2004  2:01:00 PM Se 196.026 1.219 mgiL 86.31 mgrkg 86%
3/1/2004 __ 2:01:00 PM Zn 213.857 1.429 mgiL 101.2 mgrkg 101%
3/12004  2:05:31 PM Sb 206836 0012 mg/L _ND mg/kg
3/1/2004  2:05:31 PM As 188.979 0.007 mg/L ND ma/kg
3/1/2004  2:05:31 PM Be 313.107 0.002 mg/L ND mg/kg
3/1/2004  2:05:31 PM Co 228.616 0.004 mg/L ND markg
3/1/2004  2:05:31 PM . Cd 228.802 0.005 mg/L ND mg/kg
MP-04-194 31/2004  2-0531 py CoMPined Eff I 0801 250 oo 16 0.005 mg/L ND mglkg
3/1/2004  2:05:31 PM Ni 231.604 0.006 mg/L ND makg
3/1/2004  2:05:31 PM Pb 220.353 0.005 mg/L ND mg/kg
3/1/2004  2:05:31 PM Se 196.026 001 mgL ND mg/kg
3/1/2004 __ 2:05:31 PM Zn 213.857 0.005 mg/L__ND mg/kg
3/1/2004  2:09:56 PM Sb 206836 0.797 mg/L__ND mg/L 9957
3/1/2004  2:09:56 PM As 188.979 0797 mg/L ND mgiL 9058
3/1/2004  2:09:56 PM Be 313.107 0.834 mg/L ND marL 104.19
3/1/2004  2:09:56 PM Co 228.616 0.821 mg/L ND mg/L 102.61
0.80pm 3/1/2004  2:09:56 PM Cd 228.802 0.82mg/L  ND ma/L 102.45
3/1/2004  2:09:56 PM Cr 267.716 0822 mg/L ND maiL 102,71
3/1/2004  2:09:56 PM Ni 231.604 0819 mg/L ND mgiL 102.41
3/1/2004  2:09:56 PM Pb 220.353 0.824 mg/L ND mg/L 102.95
3/1/2004  2:09:56 PM Se 196.026 0796 mg/L ND ma/L 99.54
3/1/2004  2:09:56 PM Zn 213.857 0.821 mg/L__ND mglL 102.64
3/1/2004  2:14:23 PM Sb 206 836 0.007 mg/L _ND ma/kg
3/1/2004  2:14:23 PM As 188.979 Omg/L ND markg
3/1/2004  2:14:23 PM Be 313.107 0.001 mg/L ND mgkg
3/1/2004  2:14:23 PM Co 228.616 0.004 mg/L ND ma/kg
3/1/2004 2:14:23 PM Cd 228.802 0.004 mg/L  ND mg/kg
MP-04-196 312004  2-1423 py 20 BIKDup 0891 289 o 67716 0.005 mg/L ND mg/kg
3/1/2004  2:14:23 PM Ni 231.604 0.006 mg/L ND mgkg
3/1/2004  2:14:23 PM Pb 220353 0.003 mg/L ND mg/kg
3/1/2004  2:14:23 PM Se 196.026 0.008 mg/L ND mg/kg
3/1/2004  2:14:23 PM Zn 213 857 0.005 mg/L  ND ma/kg
3/1/2004  2:18:48 PM Sb 206 836 1163 mglL 90.73 mgrkg 91%
3112004  2:18:48 PM As 188.979 1.142 mgiL 89.05 mg/kg 89%
3/1/2004  2:18:48 PM Be 313.107 1.176 mgiL 91.71 mglkg 02%
3/1/2004  2:18:48 PM Co 228.616 1.185 mgiL 92.42 mglkg 92%
3/1/2004  2:18:48 PM Cd 228.802 1.169 mgiL 91.17 markg 91%
MP-04-198 312004  2:18:48 py 00 PPMStanc 0841 312 oo 716 1.199 mg/L 93.5 mg/kg 94%
3/1/2004  2:18:48 PM Ni 231.604 1.239 mgiL 96.61 mg/kg 97%
3112004  2:16:48 PM Pb 220353 1.206 mgiL 94.07 mg/kg 94%
3/1/2004  2:18:48 PM Se 196.026 1.133 mgiL 88.39 mglkg 83%
3/1/2004  2:18:48 PM Zn 213.857 1.331 mgiL 103.8 mglkg 104%
31172004 2:23:20 PM Sb 206 836 0.791 mg/L 0791 mg/L %89
3/1/2004  2:23:20 PM As 188.979 0.784 mg/L 0.784 mg/L 98.03
3/1/2004  2:23:20 PM Be 313.107 0.817 mg/L 0.817 mgiL 102.17
3/1/2004  2:23:20 PM Co 228.616 0.808 mg/L 0.808 mgiL 101.04
0.8ppm 3/1/2004  2:23:20 PM Cd 228.802 0.81 mg/L 0.81 mgiL 101.23
3/1/2004  2:23:20 PM Cr 267.716 0.812 mg/L 0.812 mg/L 101.49
3/1/2004  2:23:20 PM Ni 231.604 0.81 mg/L 0.81 mgiL 101.27
3/1/2004  2:23:20 PM Pb 220.353 0.809 mg/L 0.809 mgiL 101.07
3/1/2004  2:23:20 PM Se 196.026 0.782 mg/L 0.782 mg/L 97.75
3/1/2004 _ 2:23:20 PM Zn 213.857 0.81 mg/L 0.81 mgiL 101.22
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Method: WWTP Scan
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Result: ¢G WWTP Carbon Study Event 2 E04-0126 Non-Digest
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Method: WWTP Scan

Calib

Result: cG WWTP Carbon Study Event 2 E04-0126 Non-Digest
Ni 231.604 ‘ Pb 220.353
27Kk i | 8Kk P
e -
| ‘ /':/
// -
em P ‘ em o
(cps) g (cps) e
e ‘ e
//// //
/'/ //
//12 ‘ /)d
= e
0.00 conc(mg/L) 1.00 ‘ 0.00 conc(mg/L) 1.00
Calib Eq'n: Lin, Calec Int ‘ Calib Eqg'n: Lin, Cale int
Corr Coeff: §.998930 Corr Coeff: 4.597747
T s
Se 196.025 ‘Zn 293.857
2k 7| esk A
o e
6 P
em /’// em /////
(cps) P  eps) -
P A
P ‘ P
e s
/z/ /ﬁ/
A ‘ e
9.00 conc(mg/L) 1.00 \ 0.00 conc(mg/L) 1.00
Calib Eg'n: Lin, Calc Int Calib Eg'n: Lin, Calc Int
Corr Coeff: 0.999085 ‘ Corr Coeff: $.888081
9 ‘10
Page 2 WinLab32

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1939.0342

3M_MNO01539493



Reported
Analyte Conc Calib QC
Sample ID Date Time Concentration Name (Calib) Units Recovery
3172004 2:31.36 PM Sb 206.636 0.744 mg/L 93.04
3/1/2004  2:31:38 PM As 188.979 0.743 mgiL 92.87
3/1/2004  2:31:38 PM Be 313.107 0.779 mg/L 97.33
3/1/2004  2:31:38 PM Co 228,616 0.773 mg/L 9664
0.8ppm 3/1/2004  2:31:38 PM 100% Cd 228,802 0.774 mg/L 9659
3/1/2004  2:31:38 PM Cr267.716 0.775 mg/L 96.82
3/1/2004  2:31:38 PM Ni 231.604 0.774 mg/L 96.73
3/1/2004  2:31:38 PM Pb 220.353 0.772 mg/L 96.48
3/1/2004  2:31:38 PM Se 196.026 0.742 mg/L 92.81
3/1/2004  2:31:38 PM Zn 213.857 0.775 mg/L 96.91
3/1/2004  2:36:08 PM Sb 206,636 ND ma/L
3/1/2004  2:36:08 PM As186.979 ND mg/L
3/1/2004  2:36:08 PM Be 313.107 ND mg/L
3/1/2004  2:36:08 PM Co228.616 ND mg/L
. 3/1/2004  2:36:08 PM . Cd 228.802 ND mg/L
Field Blank 3/1/2004  2:36:08 PM 100% Cr267.716 ND mg/L
3/1/2004  2:36:08 PM Ni 231.604 ND mg/L
3/1/2004  2:36:08 PM Pb 220353 ND mg/L
3/1/2004  2:36:08 PM Se 196.026 ND mg/L
3/1/2004  2:36.08 PM Zn213.857 ND mg/L
37172004 2:40:36 PM Sb 206.636 ND ma/L
3/1/2004  2:40:36 PM As 188.979 ND mg/L
3/1/2004  2:40:36 PM Be 313.107 ND mg/L
3/1/2004  2:40:36 PM Co 228.616 ND mg/L
3/1/2004  2:40:36 PM . ©d 228.802 ND mg/L
Infiuent 1/2 3/1/2004  2:40:36 PM 100% Cr267.716 ND mg/L
3/1/2004  2:40:36 PM Ni 231.604 ND mg/L
3/1/2004  2:40:36 PM Pb 220.353 ND mg/L
3/1/2004  2:40:36 PM Se 196.026 ND mg/L
3/1/2004  2:40:36 PM Zn 213.857 ND mg/L
37172004 2:45.01 PM Sb 206.836 ND mo/L
3/1/2004  2:45:01 PM As 188.979 ND mo/L
3/1/2004  2:45:01 PM Be 313.107 ND mg/L
3/1/2004  2:45:01 PM Co 228,616 ND mg/L
3/1/2004  2:45:01 PM . Cd 228,802 ND mg/L
Port 1A 3/1/2004  2:45:01 PM 100% Cr257.716 ND mg/L
3/1/2004  2:45:01 PM Ni 231.604 ND mg/L
3/1/2004  2:45:01 PM Pb 220.353 ND mg/L
3/1/2004  2:45:01 PM Se 196.026 ND mg/L
3/1/2004  2:45:01 PM Zn 213857 ND mg/L
3172004 2.49.26 PM Sb 206,636 ND mo/L
3/1/2004  2:49:26 PM As 188.979 ND mg/L
3/1/2004  2:49:26 PM Be 313.107 ND mg/L
3/1/2004  2:49:26 PM Co228.616 ND mg/L
3/1/2004  2:49:26 PM . Cd 228.802 ND mg/L
Port 18 3/1/2004  2:49:26 PM 100% Cr257.716 ND mg/L
3/1/2004  2:49:26 PM Ni 231.604 ND mg/L
3/1/2004  2:49:26 PM Pb 220353 ND mg/L
3/1/2004  2:49:26 PM Se 198.026 ND mg/L
3/1/2004  2:49:26 PM Zn213.857 ND mg/L
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Reported

Analyte Conc Calib QC
Sample ID Date Time Concentration Name (Calib) Units Recovery
372004 25351 PM Sb 206,636 ND mg/lL
3/1/2004  2:53:51 PM As188.979 ND mg/L
3/1/2004  2:53:51 PM Be 313.107 ND mg/L
31/2004  2:53:51 PM Co 228616 ND mgiL
3/1/2004  2:53:51 PM . Cd 228.802 ND mg/L
Port 4A 3/1/2004 2:53:51 PM 100% Cr267.716 ND mg/L
3/1/2004  2:53:51 PM Ni 231.604 ND mg/L
3/1/2004  2:53:51 PM Pb 220.353 ND mg/L
3/1/2004 2:53:51 PM Se 196.026 ND mg/L
3/1/2004  2:53:51 PM Zn 213857 ND mg/L
312004 2:56.17 PM Sb 206.836 ND ma/L
31/2004  2:58:17 PM As188.979 ND mg/L
31/2004  2:58:17 PM Be 313.107 ND mg/L
3/1/2004  2:58:17 PM Co 228616 ND mgiL
3/1/2004  2:58:17 PM . Cd 228.802 ND mg/L
Port 4B 3/1/2004  2:58:17 PM 100% Cr267.716 ND mg/L
3/1/2004  2:58:17 PM Ni 231.604 ND mg/L
3/1/2004  2:58:17 PM Pb 220.353 ND mg/L
3/1/2004  2:58:17 PM Se 196.026 ND mg/L
3/1/2004  2:58:17 PM Zn 213.857 ND mg/L
3M/2004  3.0244 PM Sb 206.836 ND mg/L
3/1/2004  3:02:44 PM As188.979 ND mg/L
3/1/2004  3:02:44 PM Be 313.107 ND mg/L
31/2004  3:02:44 PM Co 228616 ND mg/L
31/2004  3:02:44 PM Cd 228.802 ND mg/L
3/1/2004  3:02:44 PM Cr267.716 ND mg/L
31/2004  3:02:44 PM Ni 231.604 ND mg/L
3/1/2004  3:02:44 PM Pb 220.353 ND mg/L
3/1/2004  3:02:44 PM Se 196.026 ND mg/L
. 3/1/2004  3:02:44 PM . Zn 213857 ND mg/L
Combined Eff 1/2 3/1/2004  3:07:11 PM 100% Sb 206.836 1.055 mgiL 106%
3/1/2004  3.07:11 PM As 188.979 1131 mgiL 113%
31/2004  3.07:11 PM Be 313.107 1.133 mg/L 113%
31/2004  3:07:11 PM Co 228.616 1.008 mg/L 101%
3/1/2004  3:07:11 PM Cd 228.802 1.05 mgiL 105%
3/1/2004  3:07:11 PM Cro67.716 1.036 mg/L 104%
3/1/2004  3:07:11 PM Ni 231.604 1.071 mg/L 107%
3/1/2004  3:07:11 PM Pb 220.353 1.041 mgiL 104%
3/1/2004  3:07:11 PM Se 196.026 1.193 mg/L 119%
3/1/2004  307:11 PM Zn 213857 1,542 mg/L 154%
3172004 3.11:45 PM Sb 206.636 ND marL
31/2004  3:11:45 PM As188.979 ND mg/L
3/1/2004  3:11:45 PM Be 313.107 ND mg/L
31/2004  3:11:45 PM Co 228616 ND mg/L
3/1/2004  3:11:45 PM . Cd 228.802 ND mg/L
Lab Blank 3/1/2004  3:11:45 PM 100% Cr267.716 ND mg/L
3/1/2004  3:11:45 PM Ni 231.604 ND mgiL
3/1/2004  3:11:45 PM Pb 220.353 ND mg/L
3/1/2004  3:11:45 PM Se 196.026 ND mg/L
3/1/2004  3:11:45 PM Zn213.857 ND mg/L
31/2004  3:16:23 PM Sb 206.836 0.696 mgiL 87.04
3/1/2004  3:16:23 PM As 188.979 0.691 mgiL 86.38
3/1/2004  3:16:23 PM Be 313.107 0.715 mgiL 89.39
31/2004  3:16:23 PM Co 228.616 0.702 mgiL 87.80
0.8ppm 31/2004  3:16:23 PM 100% Cd 228.802 0.704 mgiL 87.97
3/1/2004  3:16:23 PM Cr267.718 0.701 mgiL 87.60
31/2004  3:16:23 PM Ni 231.604 0.702 mgiL 8774
3/1/2004  3:16:23 PM Pb 220.353 0.704 mgiL 87.98
3/1/2004  3:16:23 PM Se 196.026 0.694 mgiL 86.77
3/1/2004  3:16:23 PM Zn 213.857 0.705 mgiL 88.14
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