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Minneso~ r~’Ii~i~g and Mm~u~a~ing 
En~ o~n~ntai Teehncd~i~y 

N4~ .................................................................................. 

tc~]uen~ ] ’2 I0:46 

I2/25/2004 i !0:56 I 2/26/2004 
10:i2 

2/25/20(?4 2/26/200/ !0:- 2 0.5 ,L6 <0°02 

Con~ined Eff]uem 2/25/2004 i 1 ::37 2/26/20{)4 

None of the san’_ples contained total re~dual chlorine {TRC) concemrations above t~e method 
dc~sc:ion Krni~ of O,O2 raiL. Ammonia conccmrations fbr the san>Acs ranged from 0.5 mg.L to 

0.g mg/L. The measured ammonia concentrations were no~ antlcipNed t~ cause acute adverse 
effects to ff~e fis[~ a~qd ~hereJi~re the tests were no~ pI{ adjuqed. ArrRa] temperature {i~r each of 
the sur:~plcs ~,a~ 0.5~’C. 
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I 
[nl]ucm 1/2     O 

,, Port 1A 95 

Port 4A 90 

Port 1B 95 9~ 

] {}o 

Combined 

Ef?]uent 
9~ 

test initiation. ~e sample idemi~ed as Po~t ]A was ~d to support me~ 9d ham fish 

respectb-cI~. T|~e C{}mbined Effhmm sampe sup~<~¢ed meas 96 hour fis]~ survival of 75%. 
Intermediate tes~ fl~terval mean fish SmwivaI wd~,aes are shown in ~-~c table above. 
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Era Laboratories, Inc. 

Test: Fathead Minnow Acute Toxicity Tests 

Test i~itiation Dare: 

Test Termina ~i~m Date: 
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ENVIRONMENTAL SAMPLE TEST INFOR!~,IATION 

. ~izG,~ 
Cliex~t: 5M 

Dilution Ware.r: Not Applicable, MIlRW Control 

[’es~ Chamber: 0.8 Liter Beaker 

Food: A~em~a prior to 48 hour r~ewal 

Temperature: 25"C 

Test Organism(s)/Age: Fathead Mmno v. ~ 

Commeats: 
lest solntiom renewed -~ �8 ho~s ~mg stored/re~igerated samples fi~ra aa~ ple reeei[?u 

Page 2. of 6 
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TOXICITY FEST P~NEWAL FORM 

TEST: ~cute Toxic]p," E~,Iuatio_ B 

T£ST TE~MINATR}N DATE 

TEST DAk 
{1 I 

}A TE 

T~ME OF FBEDD,~G 

CONTRO. WATER 

]NIT]ALS 

~RW MHRW MHRW 

~Z 

Page 3 of 6 
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SUSAN BEACH 
MINNESOTA MINING AND MANUFACTURING 

ENVtRON[’J~EN TAL TECHNOLOGY AND SA~E ~Y 

935 BUSH AV~ BUiLDiNG 2-3E-09 

ST. PAUL MN 5~136 

Proiect Numser 017983 

COG N:~mber: 3M 
Temperature (~C}: 6_5 
Date Received 7,’26/2004 
Report Date: S! 812£04 

NFLUENT PP:ASE 1/2 Date; 02/25/2004 Time: "046 
Parar~eter: Results: Units: 
Acute Fathead Minn:~w done 
N~trosen. Ammonia 0.86 mgiL 
Res dua~ 3hJodne aerie 

Matrix: Wastewater 

Date AnaJ~zed: QC Comments: 

3/7/2004 
2/26/2004 

3/7/2C04 

Site: SNtT I PCRTA LEAD Date: 02/25/2004 Time: 10:56 
Pare r~ eta r: Resu its U n its: 
Acute Fathead Minnow aose 
Nitrogen. AmmoNa 0.48 mg,’L 
Residua~ Chlorine a 

~at~ix: Wastewater 
QO Comments: 

3/7/2004 
2/26/2004 
3/W2004 

Site: UNIT4 PORTA LEAD Date: 02/25/2004 

Parameter: Resutts: Uaits: 
Acute. Fa:head Mi~mow 

Nitr®Blen Ammonia 050 mgiL 

Residue ChJor:~e dor:e 

Matrix: Wastewate~" 

Date Analyzed: QC Comments: 
3/7/2004 

2/26/2004 

3/7/2004 

Site: UNIT ; PORT B LEAD Date: C2/25;2004 Time: 11:03 
Parameter: Results: Units: 
Acute Fathead Minnow done 
Nitrogen, Ammonia 0.52 mg/L 
Residual Chiorine do~e 

taa~rix: Wsst~swster 
Date Anal’�zeal: QC Comments: 
3/7/2004 
2/76/2004 
3/7/20:34 

Site: UNIT 4 PORT B LEAD Date: 02/25/2004 Time: 11:25 
Parameter~ ResuIts: U~its; 
Acute, Fathead MJpnow dose 
Nitroflen, Ammon:a 0.59 mgiL 
Residual Chlor ne done 

~atri×: Waste# afar 

Date Ana|yzed: QC Comr~er~ts: 
3/7/2004 

2/26/2004 

3/7/2004 

Site: COMB NE© EFFLUEN r PHASE ii2Date: C12/25/2004 

Parameter: Results: 

Acute, Fatnead ’v1~now do~e 
Nitrogen, Ammonia 0.76 

Residue ChIori~~e ao;~e 

Time: 1l 37 

Units: 

mg/L 

~atri×: Wastewater 

Date Analyzed: QC Comments: 
3/7/2004 

2/26/2004 

3/7/2094 
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Conventional Pollutants 
FINAL REPORT 

EVENT 2 

E04-0126 
February 25, 2004 
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Yes 

and 3 Recei’d~mg ReO on Pa~ ~: Sen@ng Region 
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LAB# Cooler 

REMARKS: 
ACID/ 

CONDITION 
’3ASF 

O~: SAMPLE 
LOT# 

SHIPMENT, E~C 

intact/Broken 

CUSTODY SEALS NOS.: 105362768 

............................................ I0536277E 

105382784 

Pr~perly F~lled Out 

4 AIR,ILL              ~rB~# 

5 AIRB~LL NO; 

4S3891945140 

6 COOLER 

Ty~ of PaokiRg? 

7 ~PLE TAGS A~sent 

8, ~MPLE CON~31T~ON 

Separa’.e P|as~ic Bags? 
Y~s~ NO I 

~ 

Correct Conta~ne~ Used 
:sr Te~t~ ~nd~ca~? Y~ No [ 

Cermet ~e~e~’afive7 Yes/No ~ 

Labels Complete [LD. Dale, 

i 
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~ax: 9 ~ ~.25 !.2~g9 

March 8. 2004 

Re×anne Patterson 

1700 Elm Street 
Suite 200 
Minneapolis, MN 55414 

Project: |nter Labt 1085104 

SDG: 5;3988 

Dear Ms. Patterson: 

Encloseu p~ease find our standard [abu ar repo~ for samples received by our 
laboratory on March 5. 2004, Please see the enck)sed SDG Narratives for additional 
information regarding analysis of these samples, 

~f. in your review, you should have any questions or require additiona’~ information, 
otease do not hesitate to call. 

Sincerely, 

rancy,staggs~acetabs 
Proiect Manager 

Enclosures 

"We cer~if-i that the ~i~lIowing report mee~s all required NELAC reportm~ s~andards as 

.specified in NE~.AC 5.13_ _lal~ 1. 1999. ~:, dcviati:)n or vari~ce ~s notea m the case 

r~s~at:~,c(s~, Estimated k~ncc~aimjw ~~:gardb~4 these analyses are pregezlted in lhe Oaa~i~y 

Controj Section c~f this ~eport.’ 
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NARRAT%V£ 

CLIENT: PACEoMN 

PROJEC’i : iNTER-LAB 

DATE: March g~ 2004 

EPISODE NO~: 53988 

INORGANIC FRACTION: 

Se:,’erl water samples were snbmitted for dissolved ~ota! orgm~ic carbon ana]ysis~ N~ major problems occ~ed 
during ~}~e analysis of these samples. T~e sample’s anatyaes were completed according to ~he iiol[owing: 

SWI AN-310 Total Organic Carbon 

Please efer to CooIer R~ee~i~t/Sam~]e LogJn Sh#e~ ~br details of sample conditions at receipt. 

There were no ~old time violations noted. Samples were filtered u~i% a tetlon fiI{er prior to analysis. 

Preparaion Biank: No target ax~d;.~es were detected in the preparation bl~k aNove ~e PQL. 
Lab Control Spikes: At labora~ou control spikes were v&Nn QC li:mi~s. 
Matrix Spikes: No matrix spikes were submi~ed wiih d~is episode. 
Duplicates: AI! LCS arid maaix duplicate res~ilts were within QC limits. 

No tL~dm~ data usability ~imi~do~s exis~ fc~r this inorganic Analysis Data Package; 

E~@anatio~.s of the Ib~s are ~he fallowing: 

Form I Sample results 
Fo~m 3 BIanks - Provided by ~e LB Qt~ality Control Data Sheets 
Form 7 Laboratory ConFol Sample - Provided by dac LCS/LCSD Quality Ctmtrol Data Shee~s. 

i certify thin. t’ais da~a is ~echnlca~Iy acc~a,e, complete, arid i~ compliance wi~ the terms and conditions of~he 
co~vract, for other tt~aIa t~e conditions detailed above Release of the data contained in this hardcopy data 
package h~ been authoi;ized by tim Laboratou Manager, or his.&er designee, as verified by the foI1owing 

~san S. Turner 
Wet Chemistr) Supervisor 
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P,~one: 9t&Z51o2858 

This repo~1 sisal! nst bs res~oduced. ~xcest in ~ul~ 

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

1939.0018 

3M MN01539169 



Phone. g~.25 L2858 

TOTAL ORSAN!C    2AR~ON 

COMPOUND* - RESULTS REPORTED AS RECEIVED 
HS - NOff DETEC~E~ ABOVE QUANTIIATIOH LIXIT 

SURROGATE RECOVERY OUTSIDE OF QC LIMITS 
NiA - NOU APPLISASLE 
HETH2DOLOG~: SH = STANDARD KETffODSo I~7H £OI’!:ON,19~;/19TH EDZTZCN, 199~ 
ERA = ~EPA6CCi4-79-020, MARSH 1985 
SW = SW 8~6 Revo 4 %996 

This r~port shal notb~ 
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~ 700 W~ 

Phone: 918,2512858 
~x. 918.25t 2599 

RZPORTE3 : 03/08,200z~ 

SAHFLED : 02/20/’2006 

SUZ~ "liT:) : 

£EPOR’K NG                             DATE~ ~ i HE               KKTH ,.93 

........... ~ ; _ ~ ~ :.;..L_ :: %NALY ZED ....... ~ REFERENCE 

FOTAL ORGANIC CARBf)N _.0 mT/i 58’.0 03/£4/04 20:38 }~,L SW9OF0 

N8 = NOT NETECTED A~O\~: QUAN~ITAT~ON 

SURROGATE EECOVKR 

N/A NO? APPL! EABLE 

METHODOLOGY: SH ST/4h~bAR~ HETHOES, 

EPA = ~HPAF£0 ~4~29-020, HARCH I@85 
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3AKP.,E 
53988.03 
E04-0i26-67611 
~3988 
w 

REPOR?EE : 93"08/2004 
3AHPLED : }2 20/2004 
SUBMiFT£[ : 93/03/2004 

SOKSOUND* = RESULTS RERORTEE AS ~ECE±YED 
NOT DETECTED ABCVE }UANTITATION iZHZ7 

b]E?HODOLOGY; SH = SEAN~AS} HE’NODS, l~?H KDI~I<:N~992 ’Ig~H Er~IT_Cl~ 199S 
#ETA600/4-79-020 MARCH 198s 
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i 700 We~ Albany 
~roken Arrow6 OK 74012 

Phone: 9~ 8 2ff I 2858 
Fax: 9~ &251,2599 

53988 

~tS4-P 126-67612 

~,3988 

w 

REPORTED : 83 ’P 

SUB~I~TEB : 03/03/200~ 

COHPOEND~ = RE]U~TS REPORTED s.S RECETVSD 

ND = HOT OiT~CT£S ABOV£ 0UAHTIT~,TKON %TH!T 

= HU~H{}(-;£T~’ RSCCVERY OUTSIDE O~ @C L!HITS 

NiL - NOT APPLICABLE 

HETH3,COEOSY: SH = ST~NDARD HE~HSDS~ !8~H E~ETiON, 1992il~TH RDYTON, 3995 

SW ~ SH ~46 Rev ~ R996 
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Phone: 9f~,25 <2858 

~AB IS ; 53988o0~ 

MATRIX : w 

RITE : IOSSIC6 

REPORTS© : 03/0~/2004 
SAMPLZ~    : 02/20/2004 
SUBHITTED : 03/03/2004 

~ARAMETER LEHI? UNITS RESULTS 

TOTAL ORGANIC CARBON 1.3 mG’] %8.~ 

DATE~TIHE HET£O2 
ANALYZED     ANALYST REEEREHCE 

93/04/04 2]:18 [~L SW9C69 

COHPOUNE~ = RESULTS REFORTEE AS RECEIVE9 
NOT DETECTED ABOVE OUANTITAT!ON LIH!7 
SURROGATE ~ECCVERY OUTSIDZ OK OC h~ ~ 
NCT ~PPLICASLE 

~ETHO~LOSY: SH : ........ <T~D~R~ HEUHOD~.~ ]8TH        EDITION~           1992’!9TH             EDITION, 1995 
#E_~0~, -,9-~0, }~ARCH 1995 

SW ~46 Rev~ ~ 1996 
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Phone: 918.25!.2858 
Fax: 9t 8.251.~99 

RBSORT’EP : 03/08/2C0a 
SAHPLED 92/23/2004 

.... : /03/2@04 

: EPOP, T I NG 

PAFS@dETER LI[,:[!T N’~-~~,_~ _~, _RESULTS 

TOTAL ORGANIC ~ARBON 1.O m~/i 5@,2 

!}87E ’~TIME                [4 [TNOD 
ANALYS? REFERENCE 

03/04/04 21:34 K~i 8X9060 

COHPOUNL* = RESUL?S REPCRTED &5 RECEIVED 
ND - NCS DETECTED A~OVE QUANTiTA~ON LiHII 

SURROGATZ {ECOVERY OUTSZ~E OF OC L~HITS 
N/A NCT AF~LICABLE 
HETHODDLOGY: SH - STAN~R~ METHODS. I~TH EDITZOH. 1992i19TH E~ITION, 1995 
EP~    #EPA60~,d-/9-620~ MARCH lD~b 
8H = SW ~46 Revo 4 ]996 
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DATE DATE REFEREKCE 
~A[t~ET E R RESULTS~ UNITS PREPARED ANALYZED HET~[OD 

~CT~.L ORGANZC <;AKbO~4 I~0 []     m~/l 03/04/04 21:42 8W9(]60 

COMPDUND* = RESULTS REPO~TSD AS RECEIVED 
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QC Results 
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/- 

QAQc    : .-~23~:4(74b! ANALYZED " 03/34/2004 
HAERIX : % ]77,11770@ 

:IEPOR NN.S DATE / TIKE ME?HOD 
,~:,.~,IET~. LIHIT UN!~S .~ o ..... LYZED     ANALYST RZPERENCE 

TOTAL CESANIC CARBON 1.0 mgil ND 03/04 ~8’4 14 ;34 KAL S;990~ 

COMPOUND* : RESULTS REPORTED AS RECE[VEE 
N~ = NOT DETECTED ABOVE QUANTITATiON LIMIT 

S[]~R()GA~E ~HCOVERY OUTSIDE OF ot LiMitS 
N/A - ~ST APPLICABLE 
HETHODOLOGY: SH : STANDARD HETHOES, 19SH EDITiON, 19g2/19TH EDITION, 1995 
EPA = }E~A600i4-79-020, MARCH 1985 
SW - SW 846 Rev~ 4 i996 

ANALYSIS 
Th~s re,or1 shall ,sot be reproduced 

¯ ¢ii:hgut t~e ~en cc~sent o~ Pace A~al~ical Services 
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Phone: 918251.2858 
~ax: 918,25t.2599 

LABORATORY CON?ROL SP:HE/SRIKS }UPE!CACE RECOTERY 

Lb~C~O3C60~ 

ANALYZED 
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ceAna at~’ 

of Custody I Cooler Receipt 

Phone: ~18.25 t.2~58 
@x: ~ ~,251.2599 
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TOTAL 

T~t~l 
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RECEh/ED BY (SIGNATURE): 

LOGGED 

PROJEG~I INTERoLA.B 

EPISODE: 53988 

Remarks 
~ CUSTODY S~L(S); 

2 CUSTODY SEALS 

NtA 

A[RB~LL 

483891945140 

Enough ice? 
Yes/No 

t ype o~ t@? Wet 

~D SCREEN W~TH 

COUNTER? 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

March 11, 2004 

Mr. Brian Mader 
3M Environmental Laboratory 
935 Bush Avenue 
Bldg. 2-3E-09 
St. Paul, ~ 55144 

Lab Project N~mbar: 1085104 
Client Project ID:    E04-0126 Cg Carbon System Test 

Dear Mr. Mader: 

Enclossd are the analytical results for sample(s) received by the laboratory on February 25, 2004. Results 
reported herein conform to the most current NELAC standards, where applicable, unless otherwise narrated in the 
body st the report. 

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

Sincerely, 

Roxanne Patterson 
Roxanne. Patterson@pacelahs.c~m 
Project Manager 

Minnesota Certification @: 027 053 137 
Wisconsin Certification ~: 9999407970 

Enclosures 

REPORT OF LABORATORY ANALYSIS 
’Thi~ r’eps~ shall n~t I~ r~pro~uce~, ~×¢ept i. f~ll, 

without th~ written consent ~f Pac~ ,~naly’dcal Servi~e~, Inc. 
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Pace Analldical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MIV 55414 

Phone: 612.60Z 1700 
Fax: 612.607.6444 

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

Lab Sample No:     105362743 
Client Sample ID: E04-0126-67609 Influent Phase 1/2 

Project Sample Number: 1085104-001 
Matrix: Water 

Date Collected: 02/25/04 10:46 
Date Received: 02/25/04 18:00 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 14 mg/l 
Date Prepared 02/26/04 10:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 03/02/04 JPHI 1 
02/26/04 10:30 

Wet Chemistry 
Phenolies Total. in Water Method: EPA 420.4 
Phenol ND ug/l 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/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Diehlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ND ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ~D ug/l 
2-Chloronaphthalene ND ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ~D ug/l 
4-Nitrophenol ND ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

ii. 03/03/04 
ii. 03/03/04 
~. o~/o~/o4 
ii. 03/03/04 
ii. 03/03/04 
ii. o3/o3/o4 
ii. 03/03/04 
ii. 03/03/04 
11. 03/03/04 
ii. 03/03/04 
n. 03/03/04 
ii. 03/03/04 
ii. 03/03/04 
ii. 03/03/04 

11. 03/03/04 

ii. 03/03/04 

ii. 03/03/04 

11. 03/03/04 

11. 03/03/04 
ii. 03/03/04 
iio 03/03/04 
ii. 03/03/04 

ii. 03/03/04 
ii. 03/03/04 
55. 03/03/04 

55. 03/03/04 
ii. 03/03/04 

ii. 03/03/04 

19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19:12 
19~12 

KSK 108-95-2 
KSK 111-44-4 
KSK 95-57-S 
KSK 541-73-1 
KSK 106-46-7 
KSK 95-50-1 
KSK 39638-32-9 
KSK 621-64-7 
KSK 98-95-3 
KSK 78-59-1 
KSK 88-75-5 
KSK 105-67-9 
KSK 111-91-1 
KSK 120-83-2 
KSK 120-82-1 
KSK 91-20-3 
KSK 87-68-3 
KSK 59-50-7 
KSK 88-06-2 
KSK 91-58-7 
KSK 131-11-3 
KSK 208-96-8 
KSK 606-20-2 
KSK 83-32-9 
KSK 51-28-5 
KSK 100-02-7 
KSK 121-14-2 
KSK 84-66-2 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362743 
Client Sample ID: E04-0126-67609 Influent Phase 1/2 

Project Sample Number: 1085104-001 
Matrix: Water 

Date Collected: 02/25/04 10:46 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By CAS No. 
4 Chlorophenyiphenyl ether ND ug/l ii. 03/03/04 19:12 KSK 7005 72 3 
Fluorene ND ug/l ii. 03/03/04 19:12 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ~D ug/l 55. 03/03/04 19:12 KSK 534-52-1 
4-Bromophenylphenyl ether ~D ug/l ii. 03/03/04 19:12 KSK 101-55-3 
Hexachlorobenzene ~D ug/l ii. 03/03/04 19:12 KSK 118-74-1 
Pentachlorophenol ND ug/l 25. 03/03/04 19:12 KSK 87-86-5 
Phenanthrene ND ug/l ii. 03/03/04 19:12 KSK 85-01-8 
Anthracene ~D ug/l ii. 03/03/04 19:12 KSK 120-12-7 
Di-n-butylphthalate ffD ug/l ii. 03/03/04 19:12 KSK 84-74-2 
Fluoranthene ffD ug/l ii. 03/03/04 19:12 KSK 206-44-0 
Pyrene ffD ug/l ii. 03/03/04 19:12 KSK 129-00-0 
Butylbenzylphthalate ND ug/l ii. 03/03/04 19:12 KSK 85-68-7 
3,3’-Dichlorobenzidine ffD ug/l 22. 03/03/04 19:12 KSK 91-94-1 
Benzo(a)anthraeene ffD ug/l ii. 03/03/04 19:~2 KSE 56-55-3 
Chrysene ND ug/l ii. 03/03/04 19:12 KSK 218-01-9 
bls(2-Ethylhexyl)phthalate ~D ug/l ii. 03/03/04 19:12 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l ii. 03/03/04 19:12 KSK 117-84-0 
Benzo(h)fluoranthene ~D ug/l ii. 03/03/04 19:12 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l ii. 03/03/04 19:12 KSK 207-08-9 
Benzo(a)pyrene ~D ug/l ii. 03/03/04 19:12 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ~D ug/l ii. 03/03/04 19:12 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l ii. 03/03/04 19:12 KSK 53-70-3 
Benzo(g,h,i)perylene ND ug/l ii. 03/03/04 19:12 KSK 191-24-2 
Hexachloroethane ~D ug/l ii. 03/03/04 19:12 KSK 67-72-1 
Nitrobenzene-d5 (S) 85 % 03/03/04 19:12 KSK 4165-60-0 
2-Fluorobiphenyl (S) 91 % 03/03/04 19:12 KSK 321-60-8 
~erphenyl-dl4 (S) 92 % 03/03/04 19:12 KSK 1718-51-0 
Phenol-d6 (S) 1 % 03/03/04 19:12 KSK 13127-88-3 
2-Fluorophenol (S) 0 % 03/03/04 19:12 KSK 367-12-4 
2,4,6-Tribromophenol (S) 7 % 03/03/04 19:12 KSK 
Date Extracted 03/01/04 03/01/04 

Qual RegLmt 

2 
2 
2 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane I0. ug/l 1.0 02/27/04 03:08 RJS 74-87-3 
Vinyl chloride ND ug/l 1.0 02/27/04 03:08 RJS 75-01-4 
Bromomethane 7.8 ug/l 1.0 02/27/04 03:08 RJS 74-83-9 
Chloroethane ~D ug/l 1.0 02/27/04 03:08 RJS 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/27/04 03~08 RJS 75-69-4 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362743 
Client Sample ID: E04-0126-67609 Influent Phase 1/2 

Project Sample Number: 1085104-001 
Matrix: Water 

Date Collected: 02/25/04 10:46 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By 
Methylene chloride ND ug/l 1.0 02/27/04 03:08 RJS 
I,i Dichloroethene ND ug/l 1.0 02/27/04 03:08 RJS 
trans-l,2-Dichloroethene ND ug/l 1.0 02/27/04 03~08 RJS 
l,l-Dichloroethane ND ug/l 1.0 02/27/04 03:08 RJS 
Chloroform ND ug/l 1.0 02/27/04 03:08 RJS 
l,l,l-Trichloroethane ND ug/l 1.0 02/27/04 03:08 RJS 
Carbon tetrachloride ~D ug/l 1.0 02/27/04 03:08 RJS 
Benzene 2.0 ug/l 1.0 02/27/04 03:08 RJS 
1,2-Diehloroethane II. ug/l 1.0 02/27/04 03:08 RJS 
Trichloroethene ND ug/l 1.0 02/27/04 03:08 RJS 
1,2-Dichloropropane ~D ug/l 1.0 02/27/04 03:08 RJS 
Bromodichloromethane ~D ug/l 1.0 02/27/04 03:08 RJS 
trans-l,3-Dichloropropene ~D ug/l 1.0 02/27/04 03:08 RJS 
Toluene 4.2 ug/l 1.0 02/27/04 0~:08 RJS 
cls-l,3-Diehloropropene ND ug/l 1.0 02/27/04 03:08 RJS 
1,1,2-Trlchloroethane ND ug/l 1.0 02/27/04 03:08 RJS 
Tetraehloroethene ND ug/l 1.0 02/27/04 03:08 RJS 
Dibromochloromethane ND ug/l 1.0 02/27/04 03:08 RJS 
Chlorohenzene ~D ug/l 1.0 02/27/04 03:08 RJS 
EthylSenzene ND ug/l 1.0 02/27/04 03:08 RJS 
Xylene (Total) ND ug/l 3.0 02/27/04 03:08 RJS 
Bromoform ~D ug/l 1.0 02/27/04 03:08 RJS 
l,l,2,2-Tetrachloroethane ~D ug/l 1.0 02/27/04 03:08 RJS 
1,3-Dichlorobenzene ~D ug/l 1.0 02/27/04 03:08 RJS 
1,4-Dichlorobenzene ~D ug/l 1.0 02/27/04 03:08 RJS 
1,2-Dichlorobenzene ~D ug/l 1.0 02/27/04 03:08 RJS 
2-chloroethylvinyl ether ND ug/l 5.0 02/27/04 03:08 RJS 
Dibromofluoromethane (S) 129 % 02/27/04 03:08 RJS 
Toluene-d8 (S) 104 % 02/27/04 03:08 RJS 
4-Bromofluorobenzene (S) 105 % 02/27/04 03:08 RJS 
1,2-Dichloroethane-d4 (S! 120 % 02/27/04 03:08 RJS 

CAS No. 
75 09 2 
75 35 4 
156-60-5 
75-34-3 
67-66-3 
71-55-6 
56-23-5 
71-43-2 
107-06-2 
79-01-6 
78-87-5 
75-27-4 
10061-02-6 
i08-8g-3 
10061-01-5 
79-00-5 
127-18-4 
124-48-I 
108-90-7 
100-41-4 
1330-20-7 
75-25-2 
79-34-5 
541-73-I 
106-46-7 
95-50-1 
110-75-8 
1868-53-7 
2037-26-5 
460-00-4 
17060-07-0 

Qual RegLmt 
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Pace Analldical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MIV 55414 

Phone: 612.60Z 1700 
Fax: 612.607.6444 

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

Lab Sample No:     105362750 
Client Sample ID: E04-0126-67610 Sample Port Lead IA 

Project Sample Number: 1085104-002 
Matrix: Water 

Date Collected: 02/25/04 10:56 
Date Received: 02/25/04 18:00 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 6 mg/l 
Date Prepared 02/26/04 10:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 03/02/04 JPHI 1 
02/26/04 10:30 

Wet Chemistry 
Phenolies Total. in Water Method: EPA 420.4 
Phenol ND ug/l 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/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Diehlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ND ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ~D ug/l 
2-Chloronaphthalene ND ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ~D ug/l 
4-Nitrophenol ND ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

ii. 03/03/04 
ii. 03/03/04 
~. o~/o~/o4 
ii. 03/03/04 
ii. 03/03/04 
ii. o3/o3/o4 
ii. 03/03/04 
ii. 03/03/04 
11. 03/03/04 
ii. 03/03/04 
n. 03/03/04 
ii. 03/03/04 
ii. 03/03/04 
ii. 03/03/04 

11. 03/03/04 

ii. 03/03/04 

ii. 03/03/04 

11. 03/03/04 

11. 03/03/04 
ii. 03/03/04 
iio 03/03/04 
ii. 03/03/04 

ii. 03/03/04 
ii. 03/03/04 
54. 03/03/04 

54. 03/03/04 
ii. 03/03/04 

ii. 03/03/04 

20:05 
20:05 
20:05 

20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20:05 
20~05 

KSK 108-95-2 
KSK 111-44-4 
KSK 95-57-S 
KSK 541-73-I 
KSK 106-46-7 
KSK 95-50-1 
KSK 39638-32-9 
KSK 621-64-7 
KSK 98-95-3 
KSK 78-59-1 
KSK 88-75-5 
KSK 105-67-9 
KSK 111-91-1 
KSK 120-83-2 
KSK 120-82-1 
KSK 91-20-3 
KSK 87-68-3 
KSK 59-50-7 
KSK 88-06-2 
KSK 91-58-7 
KSK 131-11-3 
KSK 208-96-8 
KSK 606-20-2 
KSK 83-32-9 
KSK 51-28-5 
KSK 100-02-7 
KSK 121-14-2 
KSK 84-66-2 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362750 
Client Sample ID: E04-0126-67610 Sample Port Lead IA 

Preject Sample Number: 1085104-002 
Matrix: Water 

Date Collected: 02/25/04 10:56 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By CAS No. Qual 
4 Chlorophenyiphenyl ether HD ug/l ii. 03/03/04 20:05 KSK 7005 72 3 
Fluorene HD ug/l ii. 03/03/04 20:05 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ND ug/l 54. 03/03/04 20:05 KSK 534-52-1 
4-Bromophenylphenyl ether ND ug/l ii. 03/03/04 20:05 KSK 101-55-3 
Hexachlorobenzene HD ug/l ii. 03/03/04 20:05 KSK 118-74-1 
Pentachlorophenol ND ug/l 25. 03/03/04 20:05 KSK 87-86-5 
Phenanthrene ND ug/l ii. 03/03/04 20:05 KSK 85-01-8 
Anthracene ~D ug/l ii. 03/03/04 20:05 KSK 120-12-7 
Di-n-butylphthalate ffD ug/l ii. 03/03/04 20:05 KSK 84-74-2 
Fluoranthene ffD ug/l ii. 03/03/04 20:05 KSK 206-44-0 
Pyrene ffD ug/l ii. 03/03/04 20:05 KSK 129-00-0 
Butylbenzylphthalate ND ug/l ii. 03/03/04 20:05 KSK 85-68-7 
3,3’-Dichlorobenzidine ffD ug/l 22. 03/03/04 20:05 KSK 91-94-1 
Benzo(a)anthraeene ffD ug/l 11. 03/03/04 20:05 KgK 56-55-3 
Chrysene ~D ug/l ii. 03/03/04 20:05 KSK 218-01-9 
bis(2-Ethylhexyl)phthalate ~D ug/l ii. 03/03/04 20:05 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l ii. 03/03/04 20:05 KSK 117-84-0 
Benzo(h)fluoranthene ND ug/l ii. 03/03/04 20:05 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l ii. 03/03/04 20:05 KSK 207-08-9 
Benzo(a)pyrene ~D ug/l ii. 03/03/04 20:05 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ~D ug/l ii. 03/03/04 20:05 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l ii. 03/03/04 20:05 KSK 53-70-3 
Benzo(g,h,i)perylene ND ug/l ii. 03/03/04 20:05 KSK 191-24-2 
Hexachloroethane ~D ug/l ii. 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 
~erphenyl-dl4 (S) 89 % 03/03/04 20:05 KSK 1718-51-0 
Phenol-d6 (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 

RegLmt 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane 8.4 ug/l 1.0 02/27/04 03:35 RJS 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/27/04 03:35 RJS 75-01-4 
Bromomethane 8.5 ug/l 1.0 02/27/04 03:35 RJS 74-83-9 
Chloroethane ~D ug/l 1.0 02/27/04 03:35 RJS 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/27/04 03~35 RJS 75-69-4 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362750 
Client Sample ID: E04-0126-67610 Sample Port Lead IA 

Project Sample Number: 1085104-002 
Matrix: Water 

Date Collected: 02/25/04 10:56 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed 
Methylene chloride 2.1 ug/l 1.0 02/27/04 09:35 
I,i Dichloroethene ND ug/l 1.0 02/27/04 09:35 
trans-l,2-Dichloroethene ND ug/l 1.0 02/27/04 03~35 
l,l-Dichloroethane ND ug/l 1.0 02/27/04 03:35 
Chloroform ND ug/l 1.0 02/27/04 03:35 
l,l,l-Trichloroethane ND ug/l 1.0 02/27/04 03:35 
Carbon tetrachloride ~D ug/l 1.0 02/27/04 09:35 
Benzene ~D ug/l 1.0 02/27/04 09:35 
1,2-Diehloroethane 5.3 ug/l 1.0 02/27/04 09:35 
Trichloroethene ND ug/l 1.0 02/27/04 03:35 
1,2-Dichloropropane ~D ug/l 1.0 02/27/04 03:35 
Bromodichloromethane ~D ug/l 1.0 02/27/04 03:35 
trans-l,3-Dichloropropene ~D ug/l 1.0 02/27/04 03:35 
Toluene ND ug/l 1.0 02/27/04 0~:35 
els-l,3-Diehloropropene ND ug/l 1.0 02/27/04 03:35 
1,1,2-Trlchloroethane ND ug/l 1.0 02/27/04 09:35 
Tetraehloroethene ~D ug/l 1.0 02/27/04 03:35 
Dibromochloromethane ~D ug/l 1.0 02/27/04 03:35 
Chlorohenzene ~D ug/l 1.0 02/27/04 03:35 
Ethylbenzene ND ug/l 1.0 02/27/04 03:35 
Xylene (Total) ND ug/l 3.0 02/27/04 03:35 
Bromoform ~D ug/l 1.0 02/27/04 03:35 
l,l,2,2-Tetrachloroethane ~D ug/l 1.0 02/27/04 03:35 
1,3-Dichlorobenzene ~D ug/l 1.0 02/27/04 03:35 
1,4-Dichlorobenzene ~D ug/l 1.0 02/27/04 03:35 
1,2-Dichlorobenzene ND ug/l 1.0 02/27/04 03:35 
2-chloroethylvinyl ether ~D ug/l 5.0 02/27/04 03:35 
Dibromofluoromethane (S) 114 % 02/27/04 03:35 
Toluene-d8 (S) 104 % 02/27/04 03:35 
4-Bromofluorobenzene (S) 106 % 02/27/04 03:35 
1,2-Dichloroethane-d4 (S! ii0 % 02/27/04 03:35 

By CAS No. 
RJS 75 09 2 
RJS 75 35 4 
RJS 156-60-5 
RJS 75-34-3 
RJS 67-66-3 
RJS 71-55-6 
RJS 56-23-5 
RJS 71-43-2 
RJS 107-06-2 
RJS 79-01-6 
RJS 78-87-5 
RJS 75-27-4 
RJS 10061-02-6 
~JS 10S-SS-3 
~JS i0061-01-5 
RJS 79-00-5 
RJS 127-18-4 
RJS 124-48-1 
RJS 108-90-7 
RJS 100-41-4 
RJS 1330-20-7 
RJS 75-25-2 
RJS 79-34-5 
RJS 541-73-I 
RJS 106-46-7 
RJS 95-50-1 
RJS 110-75-8 
RJS 1868-53-7 
RJS 2037-26-5 
RJS 460-00-4 
RJS 17060-07-0 

Qual RegLmt 
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Pace Analytical Semices, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.60Z 1700 
Fa~: 612.607.6444 

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

Lab Sample No:     105362768 
Client Sample ID: E04-0126-67611 Sample Port Lead IB 

Project Sample Number: 1085104-003 
Matrix: Water 

Date Collected: 02/25/04 11:03 
Date Received: 02/25/04 18:00 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 7 m9/l 
Date Prepared 02/26/04 10:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 03/02/04 JPHI 1 
02/26/04 10:30 

Wet Chemistry 
Phenolies Total. in Water Method: EPA 420.4 
Phenol ND ug/l 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/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Diehlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ~D ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene ND ug/l 
Hexachloro-l,3-butadiene ND ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ND ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ND ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

ii. 03/03/04 
ii. 03/03/04 
~. o~/o~/o4 
ii. 03/03/04 
ii. 03/03/04 
ii. o3/o3/o4 
ii. 03/03/04 
ii. 03/03/04 
11. 03/03/04 
ii. 03/03/04 
n. 03/03/04 
ii. 03/03/04 
ii. 03/03/04 
ii. 03/03/04 

11. 03/03/04 

ii. 03/03/04 

ii. 03/03/04 

11. 03/03/04 

11. 03/03/04 
ii. 03/03/04 
iio 03/03/04 
ii. 03/03/04 

ii. 03/03/04 
ii. 03/03/04 
56. 03/03/04 

56. 03/03/04 
ii. 03/03/04 

ii. 03/03/04 

20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 
20:58 

KSK 108-95-2 
KSK 111-44-4 
KSK 95-57-~ 
KSK 541-73-I 
KSK 106-46-7 
KSK 95-50-1 
KSK 39638-32-9 
KSK 621-64-7 
KSK 98-95-3 
KSK 78-59-1 
KSK 88-75-5 
KSK 105-67-9 
KSK 111-91-1 
KSK 120-83-2 
KSK 120-82-1 
KSK 91-20-3 
KSK 87-68-3 
KSK 59-50-7 
KSK 88-06-2 
KSK 91-58-7 
KSK 131-11-3 
KSK 208-96-8 
KSK 606-20-2 
KSK 83-32-9 
KSK 51-28-5 
KSK 100-02-7 
KSK 121-14-2 
KSK 84-66-2 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362768 
Client Sample ID: E04-0126-67611 Sample Port Lead iB 

Preject Sample Number: 1085104-003 
Matrix: Water 

Date Collected: 02/25/04 11:03 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By CAS No. Qual 
4 Chlorophenyiphenyl ether HD ug/l ii. 03/03/04 20:58 KSK 7005 72 3 
Fluorene HD ug/l ii. 03/03/04 20:58 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ND ug/l 56. 03/03/04 20:58 KSK 534-52-1 
4-Bromophenylphenyl ether ND ug/l ii. 03/03/04 20:58 KSK 101-55-3 
Hexachlorobenzene HD ug/l ii. 03/03/04 20:58 KSK 118-74-1 
Pentachlorophenol ND ug/l 26. 03/03/04 20:58 KSK 87-86-5 
Phenanthrene ND ug/l ii. 03/03/04 20:58 KSK 85-01-8 
Anthracene ~D ug/l ii. 03/03/04 20:58 KSK 120-12-7 
Di-n-butylphthalate ~D ug/l ii. 03/03/04 20:58 KSK 84-74-2 
Fluoranthene ~D ug/l ii. 03/03/04 20:58 KSK 206-44-0 
Pyrene ~D ug/l ii. 03/03/04 20:58 KSK 129-00-0 
Butylbenzylphthalate ND ug/l ii. 03/03/04 20:58 KSK 85-68-7 
3,3’-Dichlorobenzidine ~D ug/l 22. 03/03/04 20:58 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l ]]. 03/03/04 20:58 KgE 56-55-3 
Chrysene ND ug/l ii. 03/03/04 20:58 KSK 218-01-9 
bis(2-Ethylhexyl)phthalate ND ug/l ii. 03/03/04 20:58 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l ii. 03/03/04 20:58 KSK 117-84-0 
Benzo(h)fluoranthene ND ug/l ii. 03/03/04 20:58 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l ii. 03/03/04 20:58 KSK 207-08-9 
Benzo(a)pyrene ~D ug/l ii. 03/03/04 20:58 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ~D ug/l ii. 03/03/04 20:58 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l ii. 03/03/04 20:58 KSK 53-70-3 
Benzo(g,h,i)perylene ND ug/l ii. 03/03/04 20:58 KSK 191-24-2 
Hexachloroethane ~D ug/l ii. 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 
~erphenyl-dl4 (s) 86 % 03/03/04 20:58 KSK 1718-51-0 
Phenol-d6 (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 

RegLmt 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane 7.8 ug/l 1.0 02/27/04 0{:03 RJS 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/27/04 04:03 RJS 75-01-4 
Bromomethane 4.1 ug/l 1.0 02/27/04 04:03 RJS 74-83-9 
Chloroethane ~D ug/l 1.0 02/27/04 04:03 RJS 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/27/04 04~03 RJS 75-69-4 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362768 
Client Sample ID: E04-0126-67611 Sample Port Lead IB 

Project Sample Number: 1085104-003 
Matrix: Water 

Date Collected: 02/25/04 11:03 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed 
Methylene chloride 2.6 ug/l 1.0 02/27/04 04:03 
I,i Dichloroethene ND ug/l 1.0 02/27/04 04:03 
trans-l,2-Dichloroethene ND ug/l 1.0 02/27/04 04~03 
l,l-Dichloroethane ND ug/l 1.0 02/27/04 04:03 
Chloroform ND ug/l 1.0 02/27/04 04:03 
l,l,l-Trichloroethane ND ug/l 1.0 02/27/04 04:03 
Carbon tetrachloride ~D ug/l 1.0 02/27/04 04:03 
Benzene ~D ug/l 1.0 02/27/04 04:03 
1,2-Diehloroethane 3.6 ug/l 1.0 02/27/04 04:03 
Trichloroethene ND ug/l 1.0 02/27/04 04:03 
1,2-Dichloropropane ~D ug/l 1.0 02/27/04 04:03 
Bromodichloromethane ~D ug/l 1.0 02/27/04 04:03 
trans-l,3-Dichloropropene ~D ug/l 1.0 02/27/04 04:03 
Toluene ND ug/l 1.0 02/27/04 04:03 
els-l,3-Diehloropropene ND ug/l 1.0 02/27/04 04:03 
1,1,2-Trlchloroethane ND ug/l 1.0 02/27/04 04:03 
Tetraehloroethene ~D ug/l 1.0 02/27/04 04:03 
Dibromochloromethane ~D ug/l 1.0 02/27/04 04:03 
Chlorohenzene ~D ug/l 1.0 02/27/04 04:03 
Ethylbenzene ND ug/l 1.0 02/27/04 04:03 
Xylene (Total) ND ug/l 3.0 02/27/04 04:03 
Bromoform ~D ug/l 1.0 02/27/04 04:03 
l,l,2,2-Tetrachloroethane ~D ug/l 1.0 02/27/04 04:03 
1,3-Dichlorobenzene ND ug/l 1.0 02/27/04 04:03 
1,4-Dichlorobenzene ~D ug/l 1.0 02/27/04 04:03 
1,2-Dichlorobenzene ~D ug/l 1.0 02/27/04 04:03 
2-chloroethylvinyl ether ND ug/l 5.0 02/27/04 04:03 
Dibromofluoromethane (S) 123 % 02/27/04 04:03 
Toluene-d8 (S) 77 % 02/27/04 04:03 
4-Bromofluorobenzene (S) 105 % 02/27/04 04:03 
1,2-Dichloroethane-d4 (S! 117 % 02/27/04 04:03 

By CAS No. 
RJS 75 09 2 
RJS 75 35 4 
RJS 156-60-5 
RJS 75-34-3 
RJS 67-66-3 
RJS 71-55-6 
RJS 56-23-5 
RJS 71-43-2 
RJS 107-06-2 
RJS 79-01-6 
RJS 78-87-5 
RJS 75-27-4 
RJS 10061-02-6 
~JS 10S-SS-3 
~JS i0061-01-5 
RJS 79-00-5 
RJS 127-18-4 
RJS 124-48-1 
RJS 108-90-7 
RJS 100-41-4 
RJS 1330-20-7 
RJS 75-25-2 
RJS 79-34-5 
RJS 541-73-I 
RJS 106-46-7 
RJS 95-50-1 
RJS 110-75-8 
RJS 1868-53-7 
RJS 2037-26-5 
RJS 460-00-4 
RJS 17060-07-0 

Qual RegLmt 
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Pace Analytical Semices, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.60Z 1700 
Fa~: 612.607.6444 

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

Lab Sample No:     105362776 
Client Sample ID: E04-0126-67612 Sample Port Lead 4A 

Project Sample Number: 1085104-004 
Matrix: Water 

Date Collected: 02/25/04 ii:Ii 
Date Received: 02/25/04 18:00 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 7 m9/l 
Date Prepared 02/26/04 10:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 03/02/04 JPHI 1 
02/26/04 10:30 

Wet Chemistry 
Phenolies Total. in Water Method: EPA 420.4 
Phenol ND ug/l 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/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Diehlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ~D ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene ND ug/l 
Hexachloro-l,3-butadiene ND ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ND ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ND ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

10. 03/03/04 

10. 03/03/04 

~o. o~/o~/o4 
10. 03/03/04 

10. 03/03/04 
10. 03/03/04 
i0. 03/03/04 

10. 03/03/04 

i0. 03/03/04 

i0. 03/03/04 

i0. 03103/04 
i0. 03/03/04 

i0. 03103/04 
10. 03/03/04 

i0. 03/03/04 
10. 03/03/04 
i0. 03/03/04 
i0. 03/03/04 
i0. 03/03/04 

i0. 03/03/04 
i0. 03/03/04 

10. 03/03/04 

10. 03/03/04 

i0. 03/03/04 
51. 03/03/04 

51. 03/03/04 
i0. 03/03/04 

i0. 03/03/04 

21:51 
21:51 
21:51 

21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21:51 
21~51 

KSK 108-95-2 
KSK 111-44-4 
KSK 95-57-~ 
KSK 541-73-I 
KSK 106-46-7 
KSK 95-50-1 
KSK 39638-32-9 
KSK 621-64-7 
KSK 98-95-3 
KSK 78-59-1 
KSK 88-75-5 
KSK 105-67-9 
KSK 111-91-1 
KSK 120-83-2 
KSK 120-82-1 
KSK 91-20-3 
KSK 87-68-3 
KSK 59-50-7 
KSK 88-06-2 
KSK 91-58-7 
KSK 131-11-3 
KSK 208-96-8 
KSK 606-20-2 
KSK 83-32-9 
KSK 51-28-5 
KSK 100-02-7 
KSK 121-14-2 
KSK 84-66-2 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362776 
Client Sample ID: E04-0126-67612 Sample Port Lead 4A 

Preject Sample Number: 1085104-004 
Matrix: Water 

Date Collected: 02/25/04 ii:Ii 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By CAS No. 
4 Chlorophenyiphenyl ether HD ug/l i0. 03/03/04 21:51 KSK 7005 72 3 
Fluorene HD ug/l i0. 03/03/04 21:51 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ND ug/l 51. 03/03/04 21:51 KSK 534-52-1 
4-Bromophenylphenyl ether ND ug/l i0. 03/03/04 21:51 KSK 101-55-3 
Hexachlorohenzene HD ug/l i0. 03/03/04 21:51 KSK 118-74-1 
Pentachlorophenol ND ug/l 23. 03/03/04 21:51 KSK 87-86-5 
Phenanthrene ND ug/l i0. 03/03/04 21:51 KSK 85-01-8 
Anthracene ND ug/l i0. 03/03/04 21:51 KSK 120-12-7 
Di-n-butylphthalate ND ug/l i0. 03/03/04 21:51 KSK 84-74-2 
Fluoranthene ND ug/l i0. 03/03/04 21:51 KSK 206-44-0 
Pyrene ND ug/l 10. 03/03/04 21:51 KSK 129-00-0 
Butylbenzylphthalate ND ug/l i0. 03/03/04 21:51 KSK 85-68-7 
3,3’-Dichlorobenzidine ND ug/l 20. 03/03/04 21:51 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l ]0. 03/03/04 21:5] ~SE 56-55-3 
Chrysene ~D ug/l i0. 03/03/04 21:51 KSK 218-01-9 
his(2-Ethylhexyl)phthalate ND ug/l i0. 03/03/04 21:51 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l i0. 03/03/04 21:51 KSK 117-84-0 
Benzo(h)fluoranthene ~D ug/l i0. 03/03/04 21:51 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l i0. 03/03/04 21:51 KSK 207-08-9 
Benzo(a)pyrene ND ug/l i0. 03/03/04 21:51 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ND ug/l i0. 03/03/04 21:51 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l 10. 03/03/04 21:51 KSK 53-70-3 
Benzo(g,h,i)perylene ~D ug/l 10. 03/03/04 21:51 KSK 191-24-2 
Hexachloroethane ~D ug/l 10. 03/03/04 21:51 KSK 67-72-1 
Nitrobenzene-d5 (S) 90 % 03/03/04 21:51 KSK 4165-60-0 
2-Fluorobiphenyl (S) 94 % 03/03/04 21:51 KSK 321-60-8 
~erphenyl-dl4 (S) 93 % 03/03/04 21:51 KSK 1718-51-0 
Phenol-d6 (S) 0 % 03/03/04 21:51 KSK 13127-88-3 
2-Fluorophenol (S) 0 % 03/03/04 21:51 KSK 367-12-4 
2,4,6-Tribromophenol (S) 0 % 03/03/04 21:51 KSK 
Date Extracted 03/01/04 03/01/04 

Qual RegLmt 

2 
2 
2 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane 7.1 ug/l 1.0 02/27/04 0{:30 RJS 74-87-3 
Vinyl chloride ND ug/l 1.0 02/27/04 04:30 RJS 75-01-4 
Bromomethane 3.9 ug/l 1.0 02/27/04 04:30 RJS 74-83-9 
Chloroethane ~D ug/l 1.0 02/27/04 04:30 RJS 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/27/04 04~30 RJS 75-69-4 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362776 
Client Sample ID: E04-0126-67612 Sample Port Lead 4A 

Project Sample Number: 1085104-004 
Matrix: Water 

Date Collected: 02/25/04 ii:Ii 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By 
Methylene chloride 3.0 ug/l 1.0 02/27/04 04:30 RJS 
I,i Dichloroethene ND ug/l 1.0 02/27/04 04:30 RJS 
trans-l,2-Dichloroethene ND ug/l 1.0 02/27/04 04~30 RJS 
l,l-Dichloroethane ND ug/l 1.0 02/27/04 04:30 RJS 
Chloroform ND ug/l 1.0 02/27/04 04:30 RJS 
l,l,l-Trichloroethane ND ug/l 1.0 02/27/04 04:30 RJS 
Carbon tetrachloride ~D ug/l 1.0 02/27/04 04:30 RJS 
Benzene ~D ug/l 1.0 02/27/04 04:30 RJS 
1,2-Diehloroethane 3.9 ug/l 1.0 02/27/04 04:30 RJS 
Trichloroethene ND ug/l 1.0 02/27/04 04:30 RJS 
1,2-Dichloropropane ~D ug/l 1.0 02/27/04 04:30 RJS 
Bromodichloromethane ~D ug/l 1.0 02/27/04 04:30 RJS 
trans-l,3-Dichloropropene ~D ug/l 1.0 02/27/04 04:30 RJS 
Toluene ND ug/l 1.0 02/27/04 04:30 RJS 
els-l,3-Diehloropropene ND ug/l 1.0 02/27/04 04:30 RJS 
1,1,2-Trlchloroethane ND ug/l 1.0 02/27/04 04:30 ~JS 
Tetraehloroethene ND ug/l 1.0 02/27/04 04:30 RJS 
Dibromochloromethane ND ug/l 1.0 02/27/04 04:30 RJS 
Chlorohenzene ~D ug/l 1.0 02/27/04 04:30 RJS 
Ethylbenzene ND ug/l 1.0 02/27/04 04:30 RJS 
Xylene (Total) ND ug/l 3.0 02/27/04 04:30 RJS 
Bromoform ~D ug/l 1.0 02/27/04 04:30 RJS 
l,l,2,2-Tetrachloroethane ~D ug/l 1.0 02/27/04 04:30 RJS 
1,3-Dichlorobenzene ND ug/l 1.0 02/27/04 04:30 RJS 
1,4-Dichlorobenzene ~D ug/l 1.0 02/27/04 04:30 RJS 
1,2-Dichlorobenzene ~D ug/l 1.0 02/27/04 04:30 RJS 
2-chloroethylvinyl ether ND ug/l 5.0 02/27/04 04:30 RJS 
Dibromofluoromethane (S) 124 % 02/27/04 04:30 RJS 
Toluene-d8 (S) 78 % 02/27/04 04:30 RJS 
4-Bromofluorobenzene (S) 107 % 02/27/04 04:30 RJS 
1,2-Dichloroethane-d4 (S! 117 % 02/27/04 04:30 RJS 

CAS No. 
75 09 2 
75 35 4 
156-60-5 
75-34-3 
67-66-3 
71-55-6 
56-23-5 
71-43-2 
107-06-2 
79-01-6 
78-87-5 
75-27-4 
10061-02-6 
10S-Sg-3 
10061-01-5 
79-00-5 
127-18-4 
124-48-I 
108-90-7 
100-41-4 
1330-20-7 
75-25-2 
79-34-5 
541-73-I 
106-46-7 
95-50-1 
110-75-8 
1868-53-7 
2037-26-5 
460-00-4 
17060-07-0 

Qual RegLmt 
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1939.0045 



Pace Analytical Semices, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.60Z 1700 
Fa~: 612.607.6444 

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

Lab Sample No:     105362784 
Client Sample ID: E04-0126-67613 Sample Port Lead 4B 

Project Sample Number: 1085104-005 
Matrix: Water 

Date Collected: 02/25/04 11:25 
Date Received: 02/25/04 18:00 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 6 mg/l 
Date Prepared 02/26/04 10:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 03/02/04 JPHI 1 
02/26/04 10:30 

Wet Chemistry 
Phenolies Total. in Water Method: EPA 420.4 
Phenol ND ug/l 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/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Diehlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ~D ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ND ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ND ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

ii. 03/03/04 
ii. 03/03/04 
~. o~/o~/o4 
ii. 03/03/04 
ii. 03/03/04 
ii. o3/o3/o4 
ii. 03/03/04 
ii. 03/03/04 
11. 03/03/04 
ii. 03/03/04 
n. 03/03/04 
ii. 03/03/04 
ii. 03/03/04 
ii. 03/03/04 

11. 03/03/04 

ii. 03/03/04 

ii. 03/03/04 

11. 03/03/04 

11. 03/03/04 
ii. 03/03/04 
iio 03/03/04 
ii. 03/03/04 

ii. 03/03/04 
ii. 03/03/04 
53. 03/03/04 

53. 03/03/04 
ii. 03103/04 
ii. 03/03/04 

22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22:44 
22~44 

KSK 108-95-2 
KSK 111-44-4 
KSK 95-57-S 
KSK 541-73-I 
KSK 106-46-7 
KSK 95-50-1 
KSK 39638-32-9 
KSK 621-64-7 
KSK 98-95-3 
KSK 78-59-1 
KSK 88-75-5 
KSK 105-67-9 
KSK 111-91-1 
KSK 120-83-2 
KSK 120-82-1 
KSK 91-20-3 
KSK 87-68-3 
KSK 59-50-7 
KSK 88-06-2 
KSK 91-58-7 
KSK 131-11-3 
KSK 208-96-8 
KSK 606-20-2 
KSK 83-32-9 
KSK 51-28-5 
KSK 100-02-7 
KSK 121-14-2 
KSK 84-66-2 
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REPORT OF LABORATORY ANALYSIS 
This repor~ shall not be reproduced, except in full: 

without the written consent of Pace Analytical Services, Inc. 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362784 
Client Sample ID: E04-0126-67613 Sample Port Lead 4B 

Project Sample Number: 1085104-005 
Matrix: Water 

Date Collected: 02/25/04 11:25 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By CAS No. 
4 Chlorophenyiphenyl ether ND ug/l ii. 03/03/04 22:44 KSK 7005 72 3 
Fluorene ND ug/l ii. 03/03/04 22:44 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ND ug/l 53. 03/03/04 22:44 KSK 534-52-1 
4-Bromophenylphenyl ether ND ug/l ii. 03/03/04 22:44 KSK 101-55-3 
Hexachlorohenzene ND ug/l ii. 03/03/04 22:44 KSK 118-74-1 
Pentaehlorophenol ND ug/l 24. 03/03/04 22:44 KSK 87-86-5 
Phenanthrene ND ug/l ii. 03/03/04 22:44 KSK 85-01-8 
Anthracene ND ug/l ii. 03/03/04 22:44 KSK 120-12-7 
Di-n-butylphthalate ND ug/l ii. 03/03/04 22:44 KSK 84-74-2 
Fluoranthene ND ug/l ii. 03/03/04 22:44 KSK 206-44-0 
Pyrene ND ug/l ii. 03/03/04 22:44 KSK 129-00-0 
Butylbenzylphthalate ND ug/l ii. 03/03/04 22:44 KSK 85-68-7 
3,3’-Dichlorobenzidine ND ug/l 21. 03/03/04 22:44 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l 11. 03/03/04 22:44 K~K 56-55-3 
Chrysene ND ug/l ii. 03/03/04 22:44 KSK 218-01-9 
his(2-Ethylhexyl)phthalate ND ug/l ii. 03/03/04 22:44 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l ii. 03/03/04 22:44 KSK 117-84-0 
Benzo(h)fluoranthene ND ug/l ii. 03/03/04 22:44 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l ii. 03/03/04 22:44 KSK 207-08-9 
Benzo(a)pyrene ND ug/l ii. 03/03/04 22:44 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ND ug/l ii. 03/03/04 22:44 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l ii. 03/03/04 22:44 KSK 53-70-3 
Benzo(g,h,i)perylene ~D ug/l ii. 03/03/04 22:44 KSK 191-24-2 
Hexachloroethane ~D ug/l ii. 03/03/04 22:44 KSK 67-72-1 
Nitrobenzene-d5 (S) 90 % 03/03/04 22:44 KSK 4165-60-0 
2-Fluorobiphenyl (S) 91 % 03/03/04 22:44 KSK 321-60-8 
~erphenyl-dl4 (s) 92 % 03/03/04 22:44 KSK 1718-51-0 
Phenol-d6 (S) 0 % 03/03/04 22:44 KSK 13127-88-3 
2-Fluorophenol (S) I % 03/03/04 22:44 KSK 367-12-4 
2,4,6-Tribromophenol (S) 19 % 03/03/04 22:44 KSK 
Date Extracted 03/01/04 03/01/04 

Qual RegLmt 

2 
2 
2 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane 5.7 ug/l 1.0 02/27/04 04:57 RJS 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/27/04 04:57 RJS 75-01-4 
Bromomethane 1.9 ug/l 1.0 02/27/04 04:57 RJS 74-83-9 
Chloroethane ~D ug/l 1.0 02/27/04 04:57 RJS 75-00-3 
Trichlorofluoromethane ND ug/l 1.0 02/27/04 04~57 RJS 75-69-4 

Date: 03/11/~4 Page: 14 of 33 

REPORT OF LABORATORY ANALYSIS 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.607.6444 

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

Lab Sample No:     105362784 
Client Sample ID: E04-0126-67613 Sample Port Lead 4B 

Project Sample Number: 1085104-005 
Matrix: Water 

Date Collected: 02/25/04 11:25 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By 
Methylene chloride 3.1 ug/l 1.0 02/27/04 04:57 RJS 
I,i Dichloroethene ND ug/l 1.0 02/27/04 04:57 RJS 
trans-l,2-Dichloroethene ND ug/l 1.0 02/27/04 04~57 RJS 
l,l-Dichloroethane ND ug/l 1.0 02/27/04 04:57 RJS 
Chloroform ND ug/l 1.0 02/27/04 04:57 RJS 
l,l,l-Trichloroethane ND ug/l 1.0 02/27/04 04:57 RJS 
Carbon tetrachloride ~D ug/l 1.0 02/27/04 04:57 RJS 
Benzene ~D ug/l 1.0 02/27/04 04:57 RJS 
1,2-Diehloroethane 2.3 ug/l 1.0 02/27/04 04:57 RJS 
Trichloroethene ND ug/l 1.0 02/27/04 04:57 RJS 
1,2-Dichloropropane ~D ug/l 1.0 02/27/04 04:57 RJS 
Bromodichloromethane ~D ug/l 1.0 02/27/04 04:57 RJS 
trans-l,3-Dichloropropene ~D ug/l 1.0 02/27/04 04:57 RJS 
Toluene ~D ug/l 1.0 02/27/04 04:57 RJS 
eis-l,3-Diehloropropene ND ug/l 1.0 02/27/04 04:57 RJS 
1,1,2-Trichloroethane ND ug/l 1.0 02/27/04 04:57 RJS 
Tetraehloroethene ND ug/l 1.0 02/27/04 04:57 RJS 
Dibromochloromethane ND ug/l 1.0 02/27/04 04:57 RJS 
Chlorobenzene ND ug/l 1.0 02/27/04 04:57 RJS 
Ethylbenzene ND ug/l 1.0 02/27/04 04:57 RJS 
Xylene (Total) ND ug/l 3.0 02/27/04 04:57 RJS 
Bromoform ND ug/l 1.0 02/27/04 04:57 RJS 
l,l,2,2-Tetrachloroethane ND ug/l 1.0 02/27/04 04:57 RJS 
1,3-Dichlorobenzene ND ug/l 1.0 02/27/04 04:57 RJS 
1,4-Dichlorobenzene ~D ug/l 1.0 02/27/04 04:57 RJS 
1,2-Dichlorobenzene ~D ug/l 1.0 02/27/04 04:57 RJS 
2-chloroethylvinyl ether ND ug/l 5.0 02/27/04 04:57 RJS 
Dibromofluoromethane (S) 129 % 02/27/04 04:57 RJS 
Toluene-d8 (S) 78 % 02/27/04 04:57 RJS 
4-Bromofluorobenzene (S) 106 % 02/27/04 04:57 RJS 
1,2-Dichloroethane-d4 (S! 119 % 02/27/04 04:57 RJS 

CAS No. 
75 09 2 
75 35 4 
156-60-5 
75-34-3 
67-66-3 
71-55-6 
56-23-5 
71-43-2 
107-06-2 
79-01-6 
78-87-5 
75-27-4 
10061-02-6 
i0~-8~-3 
~0061-01-5 
79-00-5 
127-18-4 
124-48-I 
108-90-7 
100-41-4 
1330-20-7 
75-25-2 
79-34-5 
541-73-I 
106-46-7 
95-50-1 
110-75-8 
1868-53-7 
2037-26-5 
460-00-4 
17060-07-0 

Qual RegLmt 
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Pace Analytical Semices, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607.1700 
Fa~: 612.607.6444 

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

Lab Sample No:     105362792 
Client Sample ID: E04-0126-67614 Comb Effluent 1/2 

Project Sample Number: 1085104-006 
Matrix: Water 

Date Collected: 02/25/04 11:37 
Date Received: 02/25/04 18:00 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day ND mg/l 
Date Prepared 02/26/04 10:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 03/02/04 JPHI 1 
02/26/04 10:30 

Wet Chemistry 
Phenolies Total. in Water Method: EPA 420.4 
Phenol ND ug/l 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 ~D ug/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ND ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ~D ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ND ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ~D ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ND ug/l 

10. 03/03/04 

10. 03/03/04 

~o. o~/o~/o4 

10. 03/03/04 

lo. 03/03/04 
lo. 03/03/04 

i0. 03/03/04 

10. 03/03/04 

i0. 03/03/04 
i0. 03/03/04 

i0. 03103/04 
i0. 03/03/04 
i0. 03103/04 
10. 03/03/04 

i0. 03/03/04 
10. 03/03/04 
i0. 03/03/04 
i0. 03/03/04 
i0. 03/03/04 

i0. 03/03/04 
i0. 03/03/04 

10. 03/03/04 

10. 03/03/04 

i0. 03/03/04 
51. 03/03/04 

51. 03/03/04 
i0. 03/03/04 

i0. 03/03/04 

23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23:37 
23~37 

KSK 108-95-2 
KSK 111-44-4 
KSK 95-57-~ 
KSK 541-73-I 
KSK 106-46-7 
KSK 95-50-1 
KSK 39638-32-9 
KSK 621-64-7 
KSK 98-95-3 
KSK 78-59-1 
KSK 88-75-5 
KSK 105-67-9 
KSK 111-91-1 
KSK 120-83-2 
KSK 120-82-1 
KSK 91-20-3 
KSK 87-68-3 
KSK 59-50-7 
KSK 88-06-2 
KSK 91-58-7 
KSK 131-11-3 
KSK 208-96-8 
KSK 606-20-2 
KSK 83-32-9 
KSK 51-28-5 
KSK 100-02-7 
KSK 121-14-2 
KSK 84-66-2 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362792 
Client Sample ID: E04-0126-67614 Comb Effluent 1/2 

Project Sample Number: 1085104-006 
Matrix: Water 

Date Collected: 02/25/04 11:37 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By CAS No. Qual 
4 Chlorophenyiphenyl ether ND ug/l i0. 03/03/04 23:37 KSK 7005 72 3 
Fluorene ND ug/l i0. 03/03/04 23:37 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ~D ug/l 51. 03/03/04 23:37 KSK 534-52-1 
4-Bromophenylphenyl ether ~D ug/l i0. 03/03/04 23:37 KSK 101-55-3 
Hexachlorobenzene ~D ug/l i0. 03/03/04 23:37 KSK 118-74-1 
Pentachlorophenol ND ug/l 23. 03/03/04 23:37 KSK 87-86-5 
Phenanthrene ~D ug/l i0. 03/03/04 23:37 KSK 85-01-8 
Anthracene ND ug/l i0. 03/03/04 23:37 KSK 120-12-7 
Di-n-butylphthalate ~D ug/l i0. 03/03/04 23:37 KSK 84-74-2 
Fluoranthene ~D ug/l i0. 03/03/04 23:37 KSK 206-44-0 
Pyrene ~D ug/l i0. 03/03/04 23:37 KSK 129-00-0 
Butylbenzylphthalate ~D ug/l i0. 03/03/04 23:37 KSK 85-68-7 
3,3’-Dichlorobenzidine ND ug/l 20. 03/03/04 23:37 KSK 91-94-1 
Ben~o(a)anthraeene ND ug/l 10. 03/03/04 23:37 K~K 56-55-3 
Chrysene ~D ug/l i0. 03/03/04 23:37 KSK 218-01-9 
hls(2-Ethylhexyl)phthalate ~D ug/l i0. 03/03/04 23:37 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l i0. 03/03/04 23:37 KSK 117-84-0 
Benzo(h)fluoranthene ND ug/l i0. 03/03/04 23:37 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l i0. 03/03/04 23:37 KSK 207-08-9 
Benzo(a)pyrene ND ug/l i0. 03/03/04 23:37 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ~D ug/l i0. 03/03/04 23:37 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l 10. 03/03/04 23:37 KSK 53-70-3 
Benzo(g,h,i)perylene ~D ug/l 10. 03/03/04 23:37 KSK 191-24-2 
Hexachloroethane ~D ug/l 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 
~erphenyl-dl4 (s) 84 % 03/03/04 23:37 KSK 1718-51-0 
Phenol-d6 (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 

RegLmt 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane 2.7 ug/l 1.0 02/27/04 05:24 RJS 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/27/04 05:24 RJS 75-01-4 
Bromomethane 1.4 ug/l 1.0 02/27/04 05:24 RJS 74-83-9 
Chloroethane ~D ug/l 1.0 02/27/04 05:24 RJS 75-00-3 
Trichlorofluoromethane ND ug/l 1.0 02/27/04 05~24 RJS 75-69-4 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612,507.6444 

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

Lab Sample No:     105362792 
Client Sample ID: E04-0126-67614 Comb Effluent 1/2 

Project Sample Number: 1085104-006 
Matrix: Water 

Date Collected: 02/25/04 11:37 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed 
Methylene chloride ND ug/l 1.0 02/27/04 05:24 
I,i Dichloroethene ND ug/l 1.0 02/27/04 05:24 
trans-l,2-Dichloroethene ND ug/l 1.0 02/27/04 05~24 
l,l-Dichloroethane ND ug/l 1.0 02/27/04 05:24 
Chloroform ND ug/l 1.0 02/27/04 05:24 
l,l,l-Trichloroethane ND ug/l 1.0 02/27/04 05:24 
Carbon tetrachloride ~D ug/l 1.0 02/27/04 05:24 
Benzene ND ug/l 1.0 02/27/04 05:24 
1,2-Diehloroethane ~D ug/l 1.0 02/27/04 05:24 
Trichloroethene ~D ug/l 1.0 02/27/04 05:24 
1,2-Dichloropropane ~D ug/l 1.0 02/27/04 05:24 
Bromodichloromethane ~D ug/l 1.0 02/27/04 05:24 
trans-l,3-Dichloropropene ND ug/l 1.0 02/27/04 05:24 
Toluene ND ug/l 1.0 02/27/04 05:24 
cls-l,3-Diehloropropene ~D ug/l 1.0 02/27/04 05:24 
1,1,2-Trlchloroethane ND ug/l 1.0 02/27/04 05:24 
Tetraehloroethene ~D ug/l 1.0 02/27/04 05:24 
Dibromochloromethane ND ug/l 1.0 02/27/04 05:24 
Chlorohenzene ~D ug/l 1.0 02/27/04 05:24 
Ethylbenzene ND ug/l 1.0 02/27/04 05:24 
Xylene (Total) ND ug/l 3.0 02/27/04 05:24 
Bromoform ~D ug/l 1.0 02/27/04 05:24 
l,l,2,2-Tetrachloroethane ~D ug/l 1.0 02/27/04 05:24 
1,3-Dichlorobenzene ~D ug/l 1.0 02/27/04 05:24 
1,4-Dichlorobenzene ~D ug/l 1.0 02/27/04 05:24 
1,2-Dichlorobenzene ~D ug/l 1.0 02/27/04 05:24 
2-chloroethylvinyl ether ND ug/l 5.0 02/27/04 05:24 
Dibromofluoromethane (S) 127 % 02/27/04 05:24 
Toluene-d8 (S) 73 % 02/27/04 05:24 
4-Bromofluorobenzene (S) 103 % 02/27/04 05:24 
1,2-Dichloroethane-d4 (S! 117 % 02/27/04 05:24 

By CAS No. 
RJS 75 09 2 
RJS 75 35 4 
RJS 156-60-5 
RJS 75-34-3 
RJS 67-66-3 
RJS 71-55-6 
RJS 56-23-5 
RJS 71-43-2 
RJS 107-06-2 
RJS 79-01-6 
RJS 78-87-5 
RJS 75-27-4 
RJS 10061-02-6 
~JS i09-9~-3 
~JS i0061-01-5 
RJS 79-00-5 
RJS 127-18-4 
RJS 124-48-1 
RJS 108-90-7 
RJS 100-41-4 
RJS 1330-20-7 
RJS 75-25-2 
RJS 79-34-5 
RJS 541-73-I 
RJS 106-46-7 
RJS 95-50-1 
RJS 110-75-8 
RJS 1868-53-7 
RJS 2037-26-5 
RJS 460-00-4 
RJS 17060-07-0 

Qual RegLmt 
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Pace Analytical Semices, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.60Z 1700 
Fa~: 612.607.6444 

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

Lab Sample No:     105362800 
Client Sample ID: E04-0126-67622 Field Blank 

Project Sample Number: 1085104-007 
Matrix: Water 

Date Collected: 02/25/04 12:00 
Date Received: 02/25/04 18:00 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day ND mg/l 
Date Prepared 02/26/04 10:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 03/02/04 JPHI 1 
02/26/04 10:30 

Wet Chemistry 
Phenolies Total. in Water Method: EPA 420.4 
Phenol ND ug/l 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 ~D ug/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ND ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ~D ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ND ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ~D ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ND ug/l 

ii. 03/09/04 
ii. 03/09/04 
~. o~IO9/O4 
ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 
n. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 

ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 
ii. 03/09/04 

ii. 03/09/04 

ii. 03/09/04 

ii. 03/09/04 

ii. 03/09/04 
ii. 03/09/04 

55. 03/09/04 

55. 03/09/04 
ii. 03/09/04 

ii. 03/09/04 

20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20:36 
20~36 

KSK 108-95-2 
KSK 111-44-4 
KSK 95-57-~ 
KSK 541-73-I 
KSK 106-46-7 
KSK 95-50-1 
KSK 39638-32-9 
KSK 621-64-7 
KSK 98-95-3 
KSK 78-59-1 
KSK 88-75-5 
KSK 105-67-9 
KSK ii1-91-I 
KSK 120-83-2 
KSK 120-82-1 
KSK 91-20-3 
KSK 87-68-3 
KSK 59-50-7 
KSK 88-06-2 
KSK 91-58-7 
KSK 131-11-3 
KSK 208-96-8 
KSK 606-20-2 
KSK 83-32-9 
KSK 51-28-5 
KSK 100-02-7 
KSK 121-14-2 
KSK 84-66-2 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.607.6444 

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

Lab Sample No:     105362800 
Client Sample ID: E04-0126-67622 Field Blank 

Project Sample Number: 1085104-007 
Matrix: Water 

Date Collected: 02/25/04 12:00 
Date Received: 02/25/04 18:00 

Parameters Results Units Report Limit Analyzed    By CAS No. 
4 Chlorophenyiphenyl other ND ug/l ii. 03/09/04 20:36 KSK 7005 72 3 
Fluorene ND ug/l ii. 03/09/04 20:36 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ND ug/l 55. 03/09/04 20:36 KSK 534-52-1 
4-Bromophenylphenyl ether ND ug/l ii. 03/09/04 20:36 KSK 101-55-3 
Hexachlorobenzene ND ug/l ii. 03/09/04 20:36 KSK 118-74-1 
Pentachlorophenol ND ug/l 25. 03/09/04 20:36 KSK 87-86-5 
Phenanthrene ND ug/l ii. 03/09/04 20:36 KSK 85-01-8 
Anthracene ND ug/l ii. 03/09/04 20:36 KSK 120-12-7 
Di-n-butylphthalate ND ug/l ii. 03/09/04 20:36 KSK 84-74-2 
Fluoranthene ND ug/l ii. 03/09/04 20:36 KSK 206-44-0 
Pyrene ND ug/l ii. 03/09/04 20:36 KSK 129-00-0 
Butylbenzylphthalate ND ug/l ii. 03/09/04 20:36 KSK 85-68-7 
3,3’-Dichlorobenzidine ND ug/l 22. 03/09/04 20:36 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l 11. 03/09/04 20:36 KSE 56-55-3 
Chrysene ~D ug/l ii. 03/09/04 20:36 KSK 219-01-9 
hls(2-Ethylhexyl)phthalate ~D ug/l ii. 03/09/04 20:36 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l ii. 03/09/04 20:36 KSK 117-84-0 
Benzo(b)fluoranthene ND ug/l ii. 03/09/04 20:36 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l ii. 03/09/04 20:36 KSK 207-08-9 
Benzo(a)pyrene ND ug/l ii. 03/09/04 20:36 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ND ug/l ii. 03/09/04 20:36 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l ii. 03/09/04 20:36 KSK 53-70-3 
Benzo(g,h,i)perylene ~D ug/l ii. 03/09/04 20:36 KSK 191-24-2 
Hexachloroethane ~D ug/l ii. 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-dl4 (S) 95 % 03/09/04 20:36 KSK 1718-51-0 
Phenol-d6 (S) 77 % 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 

Qual ReqLmt 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane ~D ug/l 1.0 02/27/04 05:51 RJS 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/27/04 05:51 RJS 75-01-4 
Bromomethane ~D ug/l 1.0 02/27/04 05:51 RJS 74-83-9 
Chloroethane ND ug/l 1.0 02/27/04 05:51 RJS 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/27/04 05~51 RJS 75-69-4 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105362800 
Client Sample ID: E04-0126-67622 Field Blank 

Project Sample Number: 1085104-007 
Matrix: Water 

Date Collected: 02/25/04 12:00 
Date Received: 02/25/04 18:00 

Parameters Results 
Methylene chloride ND 
I,i Dichloroethene ND 
trans-l,2-Dichloroethene ~D 
l,l-Dichloroethane ~D 
Chloroform ~D 
l,l,l-Trichloroethane ND 
Carbon tetrachloride ~D 
Benzene ND 
1,2-Diehloroethane ND 
Trichloroethene ~D 
1,2-Dichloropropane ~D 
Bromodichloromethane ~D 
trans-l,3-Dichloropropene ~D 
Toluene ND 
cls-l,3-Diehloropropene ND 
l,l,2-Trlchloroethane ND 
Tetrachloroethene ~D 
Dibromochloromethane ~D 
Chlorohenzene ~D 
Ethylbenzene ND 
Xylene (Total) ~D 
Bromoform ~D 
l,l,2,2-Tetrachloroethane ~D 
1,3-Dichlorobenzene ND 
1,4-Dichlorobenzene ~D 
1,2-Dichlorobenzene ND 
2-chloroethylvinyl ether ~D 
Dibromofluoromethane (S) 119 
Toluene-d8 (S) 106 
4-Bromofluorobenzene (S) 105 
1,2-Dichloroethane-d4 (S! 114 

Units Report Limit Analyzed 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05~51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
us/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 3.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 1.0 02/27/04 05:51 
ug/l 5.0 02/27/04 05:51 
% 02/27/04 05:51 
% 02/27/04 05:51 
% 02/27/04 05:51 
% 02/27/04 05:51 

By CAS No. 
RJS 75 09 2 
RJS 75 35 4 
RJS 156-60-5 
RJS 75-34-3 
RJS 67-66-3 
RJS 71-55-6 
RJS 56-23-5 
RJS 71-43-2 
RJS 107-06-2 
RJS 79-01-6 
RJS 78-87-5 
RJS 75-27-4 
RJS 10061-02-6 
~JS I08-8S-3 
~JS i0061-01-5 
RJS 79-00-5 
RJS 127-18-4 
RJS 124-48-1 
RJS 108-90-7 
RJS 100-41-4 
RJS 1330-20-7 
RJS 75-25-2 
RJS 79-34-5 
RJS 541-73-I 
RJS 106-46-7 
RJS 95-50-1 
RJS 110-75-8 
RJS 1868-53-7 
RJS 2037-26-5 
RJS 460-00-4 
RJS 17060-07-0 

Qual RegLmt 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.607.6444 

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

PARAMETER FOOTNOTES 

ND 
NC 
J 
MDL 

Ill 

Not detected at or above adjusted reporting limit 
Not Calculable 
Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit 
Adjusted Method Detection Limit 
Surrogate 
The BOD dilution blank QC criterion was not met. Acceptable method performance is based upon the remaining 
batch QC. 
The surrogate recovery was outside of acceptance limits. 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

QC Batch: 104879 
QC Batch Method: EPA 625 
Associated Lab Samples: 

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

105362743 
105362792 

Analysis Method: EPA 625 
Analysis Description: 625 Wastewater GC/MS SVOA 
105362750     105362768     105362776     105362784 
105362800 

METHOD BLANK: 105373757 
Associated Lab Samples: 105362743     105362750     105362768     105362776     105362784     105362792     1053628G0 

Blank Reporting 
Parameter Units Result Limit Footnotes 
Phenol us/l ND i0. 
bis(2-Chloroethyl) ether us/l ND 10. 
2-Chlorophenol ug/l ND i0. 
1,3-Dichlorobenzene ug/l ND i0. 
1,4-Dichlorobenzene ug/l ND 10. 
1,2-Dichlorohenzene ug/l ND i0. 
bis(2-Chloroisepropyl) ether ug/l ND 10. 
N-Nitroso-di-n-propylamine ug/l ND i0. 
Nitrobenzene ug/l ND i0. 
Isophorone ug/l ND i0. 
2-Nitrophenol ug/l ND i0. 
2,4-Dimethylphenol ug/l ND i0. 
bis(2-Chloroethoxy)methane ug/l ND i0. 
2,4-Dichlorophenol ug/l ND i0. 
1,2,4-Trichlorobenzene ug/l ND i0. 
Naphthalene ug/l ND i0. 
Nexachloro-l,3-butadiene ug/l ND i0. 
4-Chloro-3-methylphenol ug/l ND i0. 
2,4,6-Trichlorophenol ug/l ND i0. 
2-Chloronaphthalene ug/l ND 
Dimethylphthalate ug/l ND i0. 
Acenaphthylene ug/l ND i0. 
2,6-Dinitrotoluene ug/l ND i0. 
Acenaphthene ug/l ND i0. 
2,4-Dinitrophenol ug/l ND 50. 
4-Nitrophenol ug/l ND 50. 
2,4-Dinitrotoluene ug/l ND i0. 
Diethyiphthalate us/l ND 
4-Chlorophenylphenyl ether us/l ND i0. 
Fluorene us/l ND i0. 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

METHOD BLANK: 105373757 
Associated La5 Samples: 

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

105362743     105362750     105362768     105362776     105362784     105362792     105362800 

Blank Reporting 
Parameter Units Result Limit 
4,6-Dinitro-2-methylphenol ug/l HD 50. 
4-Bromophenylphenyl ether ug/l HD i0. 
Hexachlorobenzene ug/l ND 10. 
Pentachlorophenol us/l ND 23. 
Phsnanthrene u~/l ND 10. 
Anthracene u~/l ND 10. 
Di-n-butylphthalate u~/l ND 10. 
Fluoranthene u~/l ND 10. 
Pyrene ug/l ND 10. 
Butylbenzylphthalate ug/l ND i0. 
3,3’-Dichlorobenzid~ne ug/l ND 20. 
Benzo(a)anthracene ug/l ND 10. 
Chrysene ug/l ND i0. 
bis(2-Ethylhexyl)phthalate ug/l ND i0. 
Di-n-octylphthalate ug/l ND i0. 
Benzo(b)fluoranthene ug/l ND i0. 
Benzo(k)fluoranthene ug/l ND i0. 
Benzo(a)pyrene ug/l ND i0. 
Indeno(l,2,3-¢d)pyrene ug/l ND 10. 
Dibenz(a,h)anthracene ug/l ND i0. 
Benzo(g,h,i)perylene ug/l ND i0. 
Hexachloroethane ug/l HD i0. 
Nitrobenzene-d5 (S) % 79 
2-Fluorobiphenyl (S) % 81 
Terphenyl-dl4 (S) % 
Phenol-d6 (S) % 82 
2-Fluorophenol (S) % 78 
2,4,6-Tribromophenol (S) % 84 

Footnotes 

LABORATORY CONTROL SAMPLE: 105373765 

Spike LCS LCS 
Parameter Units Cone. Result % Rec 
Phenol us/l 50.00 42.51 85 
bis(2-Chloroethyl) ether us/l 50.00 41.58 83 

Footnotes 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

LABORATORY CONTROL SAMPLE: 105373765 

Spike LCS LCS 
Parameter Units Cone. Result % Rec 
2-Chlorophenol us/l 50.00 41.34 83 
1,3-Dichlorobenzene ug/l 50.00 39.64 79 
1,4-Dichlorobenzene ug/l 50.00 40.08 80 
1,2-Dichlorobenzene ug/l 50.00 40.57 81 
bis(2-Chloroisopropyl) ether us/l 50.00 43.03 86 
N-Nitroso-di-n-propylamine us/l 50.00 43.87 88 
Nitrobenzene u~/l 50.00 45.23 90 
Isophorone us/l 50.00 44.35 89 
2-Nitrophenol us/l 50.00 40.51 81 
2,4-Dimethylphenol ug/l 50.00 16.12 32 1 
bis(2-Chloroethoxy)methane ug/l 50.00 42.95 86 
2,4-Diehlorophenol ug/l 50.00 39.97 90 
1,2,4-Triehlorobenzene us/l 50.00 39.98 80 
Naphthalene us/l 50.00 41.60 83 
Nexachloro-l,3-butadlene ug/l 50.00 42.62 85 
4-Chloro-3-meth¥1phenol us/l 50.00 43.14 86 
2,4,6-Trichlorophenol ug/l 50.00 41.26 82 
2-Chloronaphthalene ug/l 50.00 44.07 88 
Dimethylphthalate ug/l 50.00 45.04 90 
Acenaphthylene ug/l 50.00 44.17 88 
2,6-Dinitrotoluene ug/l 50.00 44.25 88 
Acenaphthene ug/l 50.00 43.78 88 
2,4-Dinitrophenol ug/l 50.00 30.01 60 
4-Nitrophenol ug/l 50.00 39.86 80 
2,4-Dinitrotoluene ug/l 50.00 41.91 84 
Diethylphthalate ug/l 50.00 42.08 84 
4-Chlorophenylphenyl ether ug/l 50.00 44.50 89 
Fluorene ug/l 50.00 45.01 90 
4,6-Dinitro-2-methylphenol ug/l 50.00 34.83 70 
4-Bromophenylphenyl ether ug/l 50.00 46.48 93 
Hexachlorobenzene us/l 50.00 47.58 95 
Pentachlorophenol ug/l 50.00 25.06 50 1 
Phenanthrene ug/l 50.00 43.99 88 
Anthracene ug/l 50.00 45.12 90 
Di-n-butylphthalate us/l 50.00 46.00 92 
Fluoranthene us/l 50.00 46.88 94 
Pyrene us/l 50.00 42.96 86 

Footnotes 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

LABORATORY CONTROL SAMPLE: 105373765 

Spike LCS LCS 
Parameter Units Cons. Result % Rsc 
Butylbenzylphthalate us/l 50.00 43.22 86 
3,3’-Dishlorobenzidine ug/l 50.00 27.07 54 
Benzo(a)anthracene ug/l 50.00 44.03 88 
Chrysene ug/l 50.00 44.37 89 
bis(2-Ethylhexyl)phthalata us/l 50.00 43.75 88 
Di-n-oetylphthalate us/l 50.00 41.74 84 
Benzo(b)fluoranthene us/l 50.00 42.91 86 
Benzo(k) fluoranthene us/l 50.00 45.12 90 
Benzo(a)pyrene us/l 50.00 42.59 85 
Indeno(l,2,3-cd)pyrene ug/l 50.00 44.18 88 
Dibenz(a,h)anthracene ug/l 50.00 44.76 90 
Ben~o(g,h,~)perylene ug/l 50.00 44.21 99 
Hexachloroethane us/l 50.00 41.51 83 
Nitrobenzene-d5 (S) 86 
2-Fluorohiphenyl (S) 86 
Terphenyl-dl4 (S) 89 
Phenol-d6 (S) 86 
2-Fluorophenol (S) 80 
2,4,6-Tribromophenol (S) 88 

Footnotes 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.607.6444 

QUALITY CONTROL DATA 

QC Batch: 104706 
QC Batch Method: EPA 624 
Associated Lab Samples: 

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

105362743 
105362792 

Analysis Method: EPA 624 
Analysis Description: Volatile GC/MS by 624 
105362750     105362768     105362776     105362784 
105362800 

METBOD BLANK: 105362867 
Associated Lab Samples: 105362743     105362750     105362768     105362776     105362784     105362792     1053628G0 

Blank Reporting 
Parameter Units Result Limit 
Chloromethane u~/l ND 1.0 
Vinyl chloride us/l ND 1.0 
Bromomethane ug/l ND 1.0 
Chloroethane ug/l ND 1.0 
Trichlorofluoromethane ug/l ND 1.0 

Methylene chloride u~/l ND 1.0 
l,l-Dichloroethene us/l ND 1.0 
trans-l,2-Dichloroethene ug/l ND 1.0 
l,l-Dichloroethane ug/l ND 1.0 
Chloroform ug/l ND 1.0 
l,l,l-Trichloroethane ug/l ND 1.0 
Carbon tetrachloride ug/l ND 1.0 
Benzene ug/l ND 1.0 
1,2-Dichloroethane ug/l ND 1.0 
Trichloroethene ug/l ND 1.0 
1,2-Dichloropropane ug/l ND 1.0 
Bromodichloromethane ug/l ND 1.0 
trans-l,3-Dichloropropene ug/l ND 1.0 
Toluene ug/l ND 1.0 
cis-l,3-Dichloropropene ug/l ND 1.0 
l,l,2-Trichloroethane ug/l ND 1.0 
Tetrachloroethene ug/l ND 1.0 
Dibromochloromethane ug/l ND 1.0 
Chlorobenzene u~/l ND 1.0 
Ethylbenzene ug/l ND 1.0 
Xylene (Total) ug/l ND 3.0 
Bromoform ug/l ND 1.0 
l,l,2,2-Tetrachloroethane us/l ND 1.0 
1,3-Dichlorobenzene us/l ND 1.0 
1,4-Dichlorobenzene us/l ND 1.0 

Footnotes 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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 
Parameter                           Units Result 
1,2-Dichlorobenzene ug/l ND 
2-Chloroethylvinyl ether ug/l HD 
Dihromofluoromethane (S) % 107 
Toluens-d~ (S) % 104 
4-Bromofluorobenzene (S) % 106 
1,2-Dichloroethane-d4 (S) % 106 

Reporting 
Limit 

1.0 
5.0 

Footnotes 

LABORATORY CONTROL SAMPLE: 105362875 

Spike LCS LCS 
Parameter Units Cone. Result % Rec 
Chloromethane ug/l 20.00 21.65 i08 
Vinyl chloride ug/l 20.00 20.88 104 
Bromomethane ug/l 20.00 27.46 137 
Chloroethane ug/l 20.00 23.23 116 
Trichlorofluoromethane ug/l 20.00 20.62 103 
Methylene chloride ug/l 20.00 21.55 108 
l,l-Diehloroethene ug/l 20.00 20.16 101 
trans-l,2-Diehloroethene ug/l 20.00 22.50 113 
l,l-Dichloroethane ug/l 20.00 20.02 100 
Chloroform ug/l 20.00 20.88 104 
l,l,l-Trichloroethane ug/l 20.00 20.65 103 
Carbon tetrachloride ug/l 20.00 20.71 104 
Benzene ug/l 20.00 20.39 102 
1,2-Diehloroethane ug/l 20.00 20.79 104 
Trichloroethene ug/l 20.00 20.53 103 
1,2-Dichloropropane ug/l 20.00 20.59 103 
Bromodichloromethane ug/l 20.00 20.55 103 
trans-l,3-Dichloropropene ug/l 20.00 20.99 105 
Toluene ug/l 20.00 20.32 102 
cis-l,3-Dichloropropene ug/l 20.00 20.24 101 
1,1,2-Trichloroethane ug/l 20.00 21.08 105 
Tetrachloroethene us/l 20.00 19.99 100 
Dibromochloromethane us/l 20.00 21.29 106 
Chlorobenzene us/l 20.00 19.88 99 

Pootnotes 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

LABORATORY CONTROL SAMPLE: 105362875 

Spike LCS LCS 
Parameter Units Conc. Result % Rec 
Ethylbenzene us/l 20.00 20.32 102 
Xylene (Total) ug/l 60.00 61.60 103 
Bromoform ug/l 20.00 19.80 99 
l,l,2,2-Tetrachloroethane ug/l 20.00 23.73 119 
1,3-Dichlorobenzsns us/l 20.00 20.16 i01 
1,4-Dichlorobenzsns u~/l 20.00 20.2~ i01 
1,2-Dichlorobenzene us/l 20.00 20.70 104 
2-Chloroethylvinyl ether u~/l 20.00 22.99 115 
DiSromofluoromethane (S) 104 
Toluene-d8 (S) 96 
4-Bromofluorobenzene (S) 97 
1,2-Diehloroethane-d4 (S) 100 

Footnotes 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

QC Batch: 104728 
QC Hatch Method: 
Associated Lab Samples: 

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

105362743 
105362792 

Analysis Method: SM 5210B 
Analysis Description: Biochemical Oxygen Demand, 
105362750     105362768     105362776     105362784 
105362800 

METHOD BLANK: 105364194 
Associated Lab Samples: 105362743 105362750 105362768     105362776 

Blank Reporting 
Parameter Units Result Limit Footnotes 
BOD, 5 day ms/l ND 6 2 

105362784 105362792 I053628G0 

LABORATORY CONTROL SAMPLE: 105364202 

Spike LCS LCS 
Parameter Units Cone. Result % Rec Footnotes 
BOD, 5 day mg/l 198.00 201.0 102 2 

SAMPLE DUPLICATE: 105364210 

105360739 DUP 
Parameter Units Result Result RPD 
BOD, 5 day mg/l 3385 3181 6 

Footnotes 
2 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

Qc Batch: 105063 
QC Batch Method: EPA 420.4 
Associated Lab Samples: 105362743 

105362792 

Analysis Method: EPA 420.4 
Analysis Description: Phenollcs Total. in Water 
105362750     105362768     105362776     105362784 

METBOD BLANK: 105384945 
Associated Lab Samples: 

Parameter 
Phenol 

105362743 105362750 105362768     105362776 

Blank Reporting 
Units Result Limit Footnotes 
us/l ND 25.0 

105362784 105362792 

LABORATORY CONTROL SAMPLE: 105384952 

Spike LCS LCS 
Parameter Units Cone. Result % Rec Pootnotes 
Phenol ug/l i000.00 1116 112 

MATRIK SPIKE: 105384960 

Parameter Units 
Phenol ug/l 

105362743 Spike MS MS 
Result Cone. Result % Rec Footnotes 

0 1000.00 598.5 60 1 

SAMPLE DUPLICATE: 105384978 

105362750 DUP 
Parameter Units Result Result RPD 
Phenol ug/l ND ND NC 

Footnotes 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

Qc Batch: 105064 
QC Batch Method: EPA 420.4 
Associated Lab Samples: 

Analysis Method: EPA 420.4 
Analysis Description: Phenollcs Total. in Water 

105362800 

METBOD BLANK: 105384986 
Associated Lab Samples: 

Parameter 
Phenol 

105362800 

Blank Reporting 
Units Result Limit Footnotes 
ug/l ND 25.0 

LABORATORY CONTROL SAMPLE: 105384994 

Spike LCS LCS 
Parameter Units Cone. Result % Rec ~ootnotes 
Phenol ug/l i000.00 1017 102 

MATRIX SPIKE: 105385009 

105362800 Spike MS MS 
Parameter Units Result Cone. Result % Rec Footnotes 
Phenol ug/l 0 1000.00 1087 109 

SAMPLE DUPLICATE: 105385017 

105364046 DOP 
Parameter Units Result Result RPD 
Phenol ug/l ND ND ttC 

Footnotes 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

QUALITY CONTROL DATA PARAMETER FOOTNOTES 

Consistent with EPA guidelines, unfounded concentrations are displayed and have been used to calculate % Rec and RPD values. 

LCS (D) 
MS (D) 
DUP 
ND 
NC 
J 
MDL 
RPD 

[i] 
[2] 

Laboratory Control Sample (Duplicate) 
Matrix Spike (Duplicate) 
Sample Duplicate 
Not detected at or above adjusted reporting limit 
Not Calculable 
Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit 
Adjusted Method Detection Limit 
Relative Percent Difference 
Surrogate 
The spike recovery was outside of acceptance limits. 
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 aqueous samples received by Exygen Research 
(Exygen) from the 3M Cottage Grove facility. The Exygen study number assigned to the project 
is.L0001958. 

Specific fluorechemical characterization by liquid chromatography / tandem mass spectrometry 
(LC/MS/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: 

Table 1: Target Analysis 

Compound Name 

Perfluorobutanesulfonate 
Perfiuorohexanesulfonate 
Perfluorooctanesulfonate 
Perfluorohexanoic Acid 
Perfluorooctanoic Acid 

Acronym 
C4 Sulfonate (PFBSI 
C6 Sulfonate (PFHS/ 
C8 Sulfonate (PFOSI 
C6 Acid (PFHA) 
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 2J26/04. 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 oi 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 

4.1.2 

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 I 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 C18 
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. 

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 rela~ve 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. Ions characteristic of 
known fluorochemicals are observed and quantitated against standards. 

A Hewlett-Packard HPl100 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 

5,1 

Analysis 

Calibration 
A 7-peint 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 (r2) were determined. 
A calibration curve is acceptable if r >_.0.985 (r~ _> 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 

5.3 

5.4 

5.5 

5.6 

5.7 

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. 

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

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 control 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. 

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

Laboratory Control Samples 
For LC/IVIS/IVlS 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 LCS. Results are given along with the raw data in Attachment D. 

Statement of Accuracy 
Based on results of field spikes, laboratory fortified field samples, field blank spikes, and 
laboratory control spikes, the analytical accuracy of all 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 e 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 Attachments 

8.1 

8.2 

8.3 

8.4 

Attachment A: Results 

Attachment B: Matrix Spike Recoveries 

Attachment C: Chain of Custody 

Attachment D: Raw Analytical Data 

9 Signatures 

Paul onnolly, T~~:MS 

hn M. Flaherty, Vice Presiden! 

Date 

Date 

Other Lab Members Contributing to Data 

Karen Smith 
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Precise Research 
Proven Results. 

Summary of C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water Samples 

Sample ID 

Influent 3 
Influent 3* 

Influent 3 Dup 

Comb Effluent 1/2 

Comb Effluent lf2" 
Comb Effluent 112 Dup 

Port 4A 

Port 4A* 
Port 4A Dup 

Port 4B 

Port 4B* 
Port 4B Dup 

Influent 1/2 

Influent 1/2" 
Influent 1/2 Dup 

Trip Blank 

Analyte Found (ng/mL) 

C6 Acid PFHA C8 Acid PFOA 
Perfluorohexanoic Acid Perlluorooctanoic Acid 

45.9 301 

47.3 298 

44.3 319 

0.462 0.0835 

0.398 0.114 
0.387 0.111. 
13.4 5.59 
12.6 5,41 

11.9 6.91 

15.6 4.42 

",.,15.3 4.64 

~r5.7 4.72 

3.90 11,6 

3.73 13.4 

3.77 ",, 14.5 
ND ,, NQ 

C4 Sulfonate PFBS 
Sample ID Perfluorobutanesulfonate 

Influent 3 36.9 

Influent 3* 40.0 
Influent 3 Dup 32.9 

Comb Effluent 1!2 0.476 

Comb Effluent 1]2" 0.449 
Comb Effluent 1/2 Dup 0.482 

Pod 4A 30.1 
Port 4A* 29.3 

Port 4A Dup 23.3 
Port 4B 21.9 

Port 4B* 22.7 
Port 4B Dup 25.2 

Influent 1/2 42.1 

Influent 1/2" 45.0 
Influent 1/2 Dup 46.1 

Trip Blank ND 

Analyte Found (nglmL) 

C6 Sulfonate PFHS 
Perfluorohexanesulfonate 

6.20 

6.12 
6.34 
ND 

-ND 

1,54 
1.65 

4.63 

4.55 
4.56 
ND 

C8 Sulfonate PFOS 
Perfluomoctanesulfonate 

37.7 

40.5 
36.9 
ND 

ND 

ND 

3.44 

3.34 
3.27 

2.61 
2.73 

2.90 

13.4 

11.3 
11.1 
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. 

CONFtDENTIALITY--E×ygeo Research (" Exygen " "us." or "we") 

maintains the strictes~ confidentiality in all of our ciient interactions if a 

signed confidentiality agreement is required, we wffl provide one If a 

regulatory or legal body subpoenas intor~3abon, ~he c!ien~ will be notified 

promptly. T~e client a~ree~ not to use Exy~er~’s name arldi~l dal.a ir~ arly 

manner that might cause harm to Exy~en’s reput~ior~ or business. 

Approval mus~ be obtair~ed, in wdting, before Exygel~’s name can be 

published in any way 

CONTRA~S--.Ai} contracts are subject Io review and approval by 

Exygen’s legal council and must be signed by a corporat.e officer. 

PAYNIENT TER, C’/SL-Unless othetwise set forth in 1:his Purchase Order, 

te~ms of payment are "Net 30 Days." The t~me a~lowable ~or payment shall 

begin after both: (a) client’s receipt of Exygen’s ~nvoice: ,~nd (b) the 

satisfactory performance of the serv}ces contemplated hefeu~tder. A 15% 

monthly service charge sha![ be added to all past due balances. 

No~withstandm~ any pay~en~ terms ~o the conhary set forth in this 

Purchase Order, Exygen, in ~s sole discretion, leserv~s the dglff !o request 

p~yment in advance from client In the event o~ default in paymen~ For 

serwces rendered, Exygen shalt be entitled to reasonable costs of collection, 

including, but no~ limited [e, attorneys’ fees 

BILLINd--AII fees and charges are billed directly to tt~,e client requesting 

services. Exygen will not bill a third party without prior noti(}cation in 

writing, via a signed statement acknowledging and accepting responsibillty 

for payment. Exygen wiil assume that the paperwork, submitted with a 

sample describes the desired testing profocol Any cha~ges to the protocol 

must be submitted }n writing. Please fax changes to Exygen marked, 
"URGENT" to your assigned representative It changes are made after the 

originally requested testing has been initated or (-ompieted, the client 

accepts responsibility for payment. Exygen wilt not be responsible for hold 

times that are missed due to such changes 

RIJ.~N E!-’/?VtCE--Exygen routinely offers expedited turnaround times on 

critical analyses. Rush ana!ysis services are contingent upon availability and 

prearrangement with an autholized Exy~en ~epresentative A surchar~e is 
usually added to the list fee if rush analysis is requested~ 

A4INI/I/IU44 FEE--The minimum fee for commercial services is one hundred 

dollars ($100)~ 

8Ai14PLE COLLECTtON/SUB~IS~IOfC--Client shall be responsible for 

proper collection, preservation, packin~ and packagin~,, and shipment of 

tile sample(s) in accordance 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 iniliate a chaimof-custody upon sample receipt 

unless the client include~ one with the sarnple(sl, t~y request, Exy~en will 

provide chain-of-custody forms for client’s use 

All samples submitted must be accompanied by: purchase order, or signed 

quotation: sample description, includin~ sample type, source, time and 

date of collection; specific analyses requested; estimated concentration 

levels; requested report date: current biling address: and other relevant 

information. 

Upon request, Exygen will provide and ship appropriate sample containers 

to clients. ]hose containers will include the appropriate preservative if 

particular analyses require one. It is the responsibility o~ the client to handle 

these preserved containers safely, and using all appropriate safety 

precautions. Clients requesting overnight delivery of sample containers wilt 

be invoiced for freight. Exygen reserves the right to charge a fee for sample 

containers. 

SA/t4PLEDISPOSAL--Exygen retains samples for one month after 

reporting results, then disposes of or returns the sample. Unless the client 

requests that ti~e sample(s) be returned, or prior arrangements have been 

made for !on,-term storage, Exygen shalt dispose of the sample(s). Exygen 

shall charge a monttfly fee for Iong-ter~T] stora.~e Samples found or 

suspected to coutain h~zardous w~s~, ~ccordin~ 1o definitions in state and 

/or federal guidelines, wilt be returned to the client upon completion of the 

analysis. The cost of returning the sample(s) w~[l be invoiced ~o the client 

Exygen reserves the right te charge a d;sposal fee for the disposal of any 

and all samples unless returned by Exygen to client. Ex}’gen sha!l, unless 

the nature and character of the sample dictates otherwise, store all samples 

under locked, temperature controlled conditions. An ~nk~rnai chain of 

custody Js rnakffained for each tot of samples received. 

MAZ~Rg CO~UNIEATIO~ The ctienk has the responsibility te inform 

the laboratory of any known or suspected hazardous characteristics of the 

sample, and to provide information on hazard prevenkion ~nd personal 

protection as necessary or otherwise required by applicable law. 

~UALtTYA~SU~A~CE E~ygcn will perform services consistent with its 

Quality Assurance Standard Opera~mg Procedures (SOPP, 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 

stand,~rd p~acUces will mee~ the client’s needs prio~ ~o placing an order for 

work. In the even~ client desires an alternative to these SOPs, such requests 

must be m~de in wr tins pr}or to sample submission and acceptance by 

Exygen. 

ETHIC~ POUC~Exygen Research strives to provide its client:s with the 

highest qualit), data in the tagtest realistic turnaround time. We balance 

the high s~andards of this goal by insisting that each employee also 

perform within the ~:uidelines of the highest possible pmfe%ional ethics. 

Each E~ygen employee is required to sign a ~tatement of personal and 
professional inte~[rity. 

~PECI~L REPORT~.-Additional char~es may be necessary for custom 

report formats. 

LITIgaTIOn.All costs associated with compliance to any subpoena 

documents, for testimony h~ a court of law, or for any other purpose 

relat~n~ to won performed by Fxygen Research ~hall be i~voiced by 

Exygen and paid by client. These co~t~ shall include, but are n~t limited 

hourly charges for the persons involved, travel, mileage, and accommoda- 

tions, and for ~ny and all other expenses associated with said litigation. 

INDEf~INIFICATION, LIABILITY, AND INSURANCE--Exygen agrees 

indemnify, defend, and save the client, its officers, directors, employees. 

agents, and representatives harmless from all losses, e~penses, 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 lhe negligence or willful misconduct of 

Exygen, its employees, agents, or representatives in connection with the 

perfo,qnance of services under this agreement, except to the extent such 

losses, expenses, demands, 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 a~?~rega~e, be limited to the amount equal to the lesser of 

damages suffered by the ctien[ as the direct result thereof, or (b) the ~.ol.al 

amount paid to Exygen for the work heren covered. E×ygen will, if 

requested by the client, furnish certificates of insurance from its carrier 

evidencing appropriate insurance coverage. 

WARRANTY AND LI/t4tT5 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, e×pressed 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 

indude~ conditions that vary from these Standard Conditions. 

ACCEPTANCE Of PURCHA..CE ORDER ]’his 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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ec’se Research 
Proven Results. 

Sample .,, 
Description ’ 

Influent 3 Low Spk 

’10 ppb Spike 

Recovery Summary for C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water 

C4 Sulfonate PFBS C6 Sulfonate PFHS 

I 
Amount I Amt Found Amount Amt Found Amount 
SpikedJ In Sample Recovered Recovery in Sample Recovered Recovery 

(ng/mL) (ng/mL) (ng/mL)    (%) (ng/mL) (ng/mL)    (%) 

C8 Sulfonate PFOS 

Amt Found Amount 

in Sample Recovered Recovery 
(ng/mL) (nglmL)    (%) 

’.. 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 C 

Laboratory Spike 500 36.9 529 98 6.20 488 96 37.7 577 108 

Comb Effluent 1/2 Low Spk 

lO ppb Spike 10 0.476 8,17 77 ND 8.58 86 ND 8.24 82 

Comb Effluent 112 High Spk 
lo0 ppb Spike 100     0..476 77.5 77 ND 82,3 82 ND 85.9 86 

Comb Effluent t/2 Spk D 

Laboratory 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 , 
100 ppb Spike 100 30.1 86.7 57 1.97 76.1 7,~ 3.44 72.1 69 

Port 4A Spk E 
’ 

Laboratory Spike 25 30.1 57.~, 108 1.97 26.8 99 3.44 27,5 96 

Port 4B Low Spk 

10 ppb Spike 10 21.9 31.5 ",, 98 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 6pk 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 42.1 170 * ¯.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 112 Spk G 

Laboratory Spike 10 42.1 137 * 4.63 

Tril~ Blank Low 
lO ppb Spike 10 ND 8,05 81 NQ 

Trip Blank High Spk 

1 o0 ppb 100 ND 70.7 71 NQ 

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) 

83 13.4 28.3 149 

95.6. 

101 ND 10.9 109 

96 ND 104 104 

*Sample residue exceeds spiking level significantly; therefore, an accurate recovery cannot be calculated. 
~3058 Research Drive 
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E ygen 
Proven Results. 

Recovery.Summary for C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water 

C6 Acid PFHA                 C8 Acid PFOA 
Amount Amt Found Amo’~nt Recovery Amt Found Amount 

Sample , Spiked in Sample Recovered in Sample Recovered Recovery 
Description " (ng/mL) (nglmL) (ng/mL) (%) (nglmL) (ng/mL) (%) 

Influent 3 Low Spk 

10 ppb Spike ’, 10 45.9 51.5 " 301 318 

Influent 3 High Spk 

100 ppb Spike 

Influent 3 Spk C 

Laboratory Spike 

Comb Effluent 1/2 Low Spk 
10 ppb Spike 

Comb Effluent 112 High Spk 

100 ppb Spike 

Comb Effluent 1/2 Spk D 

Laboratory 8pike 

Port 4A Low Spk 

1o ppb Spike 

Port 4A High Spk 

100 ppb Spike 

Port 4A Spk E 

Laborato~ Spike 

Port 4B Low Spk 
lO ppb Spike 

Port 4B High Spk 

1 O0 ppb Spike 

Port 4B 8pk F 

Laboratow Spike 

Influent 1/2 Low Spk 

lO ppb Spike 

Influent I/2 High Spk 

100 ppb Spike 

Influent 1/2 Spk G 
Laboratory Spike 

Trip Blank Low Spk 

10 ppb Spike 

Trip Blank High Spk 

10o ppb 

’-. 100 

250 

10 

1co 

lO 

10 

100 

25 

10 

100 

25 

10 

lO0 

10 

lO 

lOO 

45.9 129 83 

45.9 516 188 

0.462 7,84 74 

0,462 

0.462.. 

13.4 

13.4 

13.4 

74,7 74 

19.0 

’. 20.7 

53.6" 

15.6 23.8 

185 

73 

71 

¯ . 82 

15.6 107 ~1 

5.6 56.6 164 

3.90     14.9    110 

3.90 93.5 90 

301 363 62 

301 572 108 

0.0835 13.1 130 

3.90 55.1 512 

0.0835 130 130 

105 

~3058 Research Drive 

’~tate College, PA 16801, USA 

~F: 814.272.1019 
e~gen.com 

ND 12.5 125 

ND     77.7     78 

0.0835 12.0 119 

5.59 15.2 96 

5.5£ 107 101 

5.59 36.1 122 

4.42 15.3 109 

4.42 109 105 

4.42 33.6 117 

’,11.6 18.4 68 

t20 108 11.6 

11.6 ¯ 29.1 175 

ND ’11.6 116 

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 ngfmL) 

*Sample residue exceeds spiking level significantly; therefore, an accurate recovery cannot be calculated. 
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, ’E ygen° RESEARCH 

3058 Research Drive 
State College, PA 16801 

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

Project: P0000644 

Company Name: 3M 
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: 

Conform COC: 
Conform Sample: 
Conform Request: 

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 Iogin. MSA 02J26/04 

Packages I Containers 
Package    Carton           Mall Date I Condition ~hlpper/_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 

C0028072 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 612.1 g 500 ml Clear Plastic NONE 
Narrow 

C0028077 601.0 g 500 ml Clear Plastic NONE 

Narrow 

C0028078 257.6 g 500 ml Clear Plastic NONE 

Narrow 

C0028079 254.9 g 500 ml Clear Plastic NONE 
Narrow 

C0028080 611.3 g 500 ml Clear Plastic NONE 

Narrow 

C0028081 614.4 g 500 ml Clear Plastic NONE 
Narrow 

C0028082 256.4 g 500 ml Clear Plastic NONE 

Narrow 

C0028083 255.7 g 500 ml Clear Plastic NONE 

Narrow 

C0028084 584.0 g 500 ml Clear Plastic NONE 

Narrow 

C0028085 582.2 g 500 ml Clear Plastic NONE 

Narrow 

C0028086 253.2 g 500 ml Clear Plastic NONE 

Narrow 

C0028087 254.3 g 500 ml Clear Plastic NONE 

Narrow 

Mfg._Lot 

rue 
False 
True 
True 

Direction I Handled By 

RECEIVED 
AMMERMAN, MARK 

2/27/2004 

Login.rpt 

Report Version: Feb 20 2004 11:35AM 
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Project: P0000644 

Company Name: 3M 
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: 

Conform COC: 
Conform Sample: 
Conform Request: 

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 Iogin. MSA 02/26/04 

Packages / Containers 
Package Carton            Mail Date I Condition 8hipper/ ID Terop. Control/Terop. 

PK0002581 2/26/2004 3:15:26PM FEDEX Wet Ice 
Package & Contents Uncompromised 3168015711000001792579 0.1 

510193201 

Container # Gross Weight pH Container Type Preservative 

C0028102 580.3 g 500 ml Clear Plastic NONE 
Narrow 

C0028103 593.1 g 500 rnl Clear Plastic NONE 
Narrow 

C0028104 266.7 g 500 ml Clear Plastic NONE 
Narrow 

C0028105 251.6 g 500 rol Clear Plastic NONE 
Narrow 

C0028106 258.5 g 500 rol Clear Plastic NONE 
Narrow 

C0028107 257.3 g 500 ml Clear Plastic NONE 
Narrow 

C0028108 256.9 g 500 ml Clear Plastic NONE 
Narrow 

Mfg._Lot 

"ue 

False 

True 

True 

Direction I Handled By 

RECEIVED 
AMMERMAN, MARK 

2/2712004 

Login.rpt 

Report Version: Feb 20 2004 11:35AM 
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Samples 
Sample ID Container Matrix Fraction Sample 

L0001958-0001 LIQUID Water Inf]uent Phase 1/2 (Inf 1/2) 
C0028072 

L0001958-0002 LIQUID Water 

C0028073 

L0001958-0003 LIQUID Water 
C0028074 

L0001958-0004 LIQUID Water 
C0028075 

L0001958-0005 LIQUID Water 
C0028076 

L0001958-0006 LIQUID Water 

C00280¥7 

L0001958-0007 LIQUID Water 

C0028078 

L0001958-0008 LIQUID     Water 
C0028079 

L0001958-0009 LIQUID Water 

C0028080 

L0001958-0010 LIQUID Water 

C0028081 

L0001958-0011 LIQUID Water 
C0028082 

L0001958-0012 LIQUI D Water 
C0028083 

L0001958-0013 LIQUID Water 
C0028084 

L0001958-0014 LIQUID Water 
C0028085 

L0001958-0015 LIQUID Water 

C0028086 

L0001958-0016 LIQUID Water 

C0028087 

Influent Phase 1!2 (Inf 112) Dup 

Influent Phase 1/2 (Inf 112) Low 

Influent Phase 1/2 (Inf 1/2) High 

Comb Effluent 1/2 (Eft 1/2) 

Comb Effluent 112 (Eft 1t2) Dup 

Comb Effluent 1/2 (Eft 1t2) Low 

Comb Effluent 1/2 (Eft 1/2) High 

Unit 4 Port A Lead (Port 4A) 

Unit 4 Port A Lead (Port 4A) Dup 

Unit 4 Port A Lead (Port 4A) Low 

Unit 4 Port A Lead (Port 4A,) High 

Unit 4 Port B Lead (Port 4B) 

Unit 4 Port B Lead (Port 4B) Dup 

Unit 4 Port B Lead (Port 4B) Low 

Unit 4 Port B Lead (Port 4B) High 

L0001958-0017                LIQUID      Water    Influent 3 (Inf 3) 

C0028102 

L0001958-0018                  LIQUID      Water     Influent 3 (Inf 3) Dup 

C0028103 

L0001958-0019 LIQUID Water 
C0028104 

L000t958-0020 LIQUID Water 

C0028105 

Influent 3 (Inf 3) High Spike 

Influent 3 (Inf 3) Low Spike 

2/27/2004 

Login.rpt 

Report Version: Feb 20 2004 11:35AM 
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Date Sampled Date Received 

02/25/2004 0212612004 

Data Due 

03/11/2004 

02/25/2004 02/26/2004 03/11/2004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

0212512004 0212612004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

0212512004 02/2612004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

02/25/2004    02/26/2004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

02/25/2004 02/26/2004 

03/11/2004 

03/1112004 

03/11/2004 

03/11/2004 

03/11/2004 

03/11/2004 

03/11/2004 

03/11/2004 

03/11/2004 

03/11/2004 

03/11/2004 

03/1112004 

03/11/2004 

03/11/2004 

03/11/2004 

03/11/2004 

02/2512004 02/26/2004 03/11/2004 

02/25/2004 02/2612004 03/11/2004 

instance: R0088309 
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L0001958-0021                LIQUID      Water    Tdp Blank                                        02/26/2004    03/11!2004 
C0028106 

L0001958-0022 LIQUID Water Trip Blank Low Spike 

C0028107 

L0001958-0023                  LIQUID       Water     Trip Blank High Spike 

C0028108 

02/26/2004 

02/26/2004 

03/11/2004 

03/11~004 

2/27/2004 

Login.rpt 

Report Version: Feb 20 2004 "11:35AM 

Page 4 of 4 

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

Instance: R0088309 

3M MN01539234 

1939.0083 



CHAIN OF CUSTODY/ANALYSIS REQUEST FORM 

Project Manager (Name & E-mail Address): 
Kent Lindetrom 

kdindstrom~,mmm.com 
Project Name: 

Cottage Grove Activated Carbon Testing. 
P.O. #: E04-0t2~2-~ 
Quotation 

Client (name & address): 

3M Cottaqe Grove __ 
10746 Innovation Road 
Cottage Grove, MN, 550~1 ~ ...... 

Phone: 651-768-1206 
Fax: 651-458-2029 
Sa.mpler: 

Please fill out this form ¢omplete/yto ensure correct analysis and proper handling of your samples, 

Co Results Deadline: 

Laboratory Report Options: 

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

3M_MN01539235 

1939.0084 



Client (name & address): 
3M Cottaae 
10746 Innovation Road 
Cotta,qe Grove, MN 55016 

Phone: 651-766-1206 
Fax: 651-4~8:__2.~L29 ...... 
Sampler: 

CHAIN OF CUSTODY/ANALYSIS REQUEST FORM 
Page ............. of 

Project Manager (Name & Dmait Mttress): 
Kent Lindstrom 

krlindstrom~mm.m,com 
Project Name: 

Cottaqe Grove Activated Carbon Testinq 

P.O. ,~: ~o~-~x’-’~’~,~(~_     __ 
Quotation #: 

Please fill out this form ¢omp/et#/yto ensure correct anatysis and proper handling of your 

Unit 4 Port A Lead (Port 4A) 

Unit 4 PortA Lead (Port 4A) Du 

Unit 4 Port A Lead (Port 4A) Lo, 

Unit 4 P°rt A Lead (P°rt 4A) Hic I 
Unit 4 Port B Lead (Port 4B) 

Unit 4 Port B Lead (Port 4B) Lo~ 

Unit 4 Port B Lead(Port 4B) Hi~ 

Date      T~e 

Result; Deadline: 

Laborato~ Repor~ Options: 
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CHAIN OF CUSTODY/ANALYSIS REQUEST FORM 
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Mark Ammerman 

From: 
Sent: 
To: 
Cc: 
Subject: 

tmgallowayl @mmm.com 
Friday, February 27, 2004 10:12 AM 
mark.ammerman@exygen.com 
bmader@mmm.com; krlindstrom@mmm.com; plferretti@mmm.com 
CoC 2/25/04 

oC Influent Phase 
3 2.25.0#... 

Mark - attached is the CoC for the influent phase 3 sample. 
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. 
bringing this matter to our attention. 
Tina M. Galloway 
3M Cottage Grove 
145-i US-MNCG05 
Tel: 651-768-1206 
Fax: 651-458-2029 
email: tmgallowayl@mmm.com 

Thank you for 

Sorry about 
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Precise Research 
Proven Results. 

Sample "Conditiofi Upon Receipt" Form 

Protocol 

Exygcn Study # aaao~q~ 

Date & Time Received 

Condition of Samples 

Temporary Storage Location 

Initials & Date 

Waybill # 

Comments: 

May 24, 2002 3 

~11. 058 Rc’s{,arc h [ )rix~, 
ate College. I?\ 1~31)I. t %\ 

: 800.21H 121q 
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SECTION D 
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RAW DATA REPORT 

s~ 

25 

10000 

1000 

100 

100 

IOO 

100 

20~ 

200 

200 

100 

100 

t00 

1000 

10OO 

100 

1000 

100 

100 

100 

100 

100 

1000 

100 

100 

100 

1000 

250 - 

1ooo 

i00o 

18o 

1oo 

1oo 

1oo 

lO00 

1oo 

100o 

100o 

7367 

116O6 

41297 

1035 

1330 

9427 

ND 

919000 500000 175^ 

* 500000 

53900 23000 162^ 

52700 25000 148^ 

3000 

3770 

462 

398 

387 

7840 10000 

74700 100000 

13400 

12600 

11900 

20700 100~0 

15600 

15300 
1570O 

.36^ 

90 

23800 10000 82 

107000 100000 91 

45900 

47300 

44300 

129000 1080OO 83 

* I0e000 

$15OO 10000 56 

ND 

12500 lO~O 125 

77700 106000 78 
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IIAWDATAREPORT 

5O 

100 

1000 

200 

iooo 

1oo 

lOOO 

1oo 

too 

1oo 

IOO 

1000 

1oo 

1oo 

1ooo 

100o 

lOOO 

tooo 

lOO 

ioo 

1oo 

lOOO 

1738 

13789 

42736 

85438 

342142 

57617 

2290 

85028 

58932 

123658 

115423 

100917 

29298 

24224 

42512 

48556 

52029 

322432 
297100 
298313 

13232 

16338 

21925 

31624 

41830 

40608 

47456 

47234 

40521 

44693 

233473 

54279 

39560 

33768 

30518 

27073 

150817 

157839 

54634 

40009 

11600 

13400 

14500 

28100 1oooo 

120000 100000 

13100 I0000 

130000 100000 

5410 

6910 

15200 1oooo 

107000 lOOOOO 

165 

108 

130 

130 

4420 

4640 

4720 

15300 10000 109 

109000 100000 105 

30100O 

2980~0 

319000 

3630O0 I ~0000 62^ 

* 100000 

3180O0 10000 170 

NQ 

11000 10000 116 

134000 100000 134^ 

Liar,= (I/x 

Slope = 332.081 
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RAW DATA REPORT 

~ Stray No:    L|95~ lnjec~oa Volmr~: 

40.0 mL 

5.0mL 

amount =~d (ppt) 

030504A-401 
030504A402 
030504A,403 
030504A404 
030504A-405 
030504A-406 
030504A-407 

Co~c. Dilution 

o 

50 

250 

500 

I000 

5O 

I0000 
I000 

1oo 

ioo 
ioo 

2o0 

200 

100 
I00 
I00 

1000 
100 
I000 

1000 

IOO 
IOO 
1oo 

1ooo 

IOO 
1oo 
Ioo 

IOO 

1ooo 

lOOO 

iooo 

476 

$170 101000 

77500 100000 

30100 

29300 

31100 10000 

86700 1ooooo 

25200 

145000 100~00 

36900 

4O000 

32900 

* 100(300 

ND I0000 

Recove~ 

147 

97 

98 

96 

108 

to0 

.4^ 

o^ 

149 

96 

123 

126 

o 

lo0 

I000 

lOOO 

228 5500    I0000     55^ 

186 46200     1000~ 46^ 

3509 

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

3M MN01539243 

1939.0092 



RAW DATA REPORT 

47.2 $0 94 

4630 

4550 

4560 

IO200    IOOOO 

6200 

6120 

6340 

100000 

ND 

95600    1oooo~     96 
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RAW DATA REPORT 

XC030504-0 

XC030504-3 

LI95g-12 Port 4A High Spk 

anvunt a~ded (PPO 

030504A-~71 

030504A-t72 

030504A-,173 

(ppQ Factc~ 

0 

25 

100 

250 

lO00 

lOOOo 

1o0o 

1o0 

lOO 

lo0 

1oo 

25 

200 

200 

2oo 

1oo 

1oo 

I000 
I00 
Iooo 

IOO 

100o 

Io0 

IOO 

1o0 

1o0 

1oo 

100 

1DO0 

IOO0 

100 

ioo 

1000 

IOo0 
500 

1oo 

lOOO 

(pptt     ~ppt~ 

ND 

577000 500000 108 

9440 10o00 94 

27500 25G00 96 

25200 25000 90 

18200 I0000 48^ 

13400 

113OO 

10000 

ND 10000 

11200o 100000 

3340 

10900 1oooo 

72100 IC0~00 

2610 

2730 

290O 

leOOO 
iiiooo iooooo 

37700 

40500 

123000 

46109 1O000 

84 

108 

ND 

10900 1O000     109 

104000 I00000 104 

SmndardC’wv¢:Liatar(l/xwdght~d) 

hatetce~t ffi 66.8162 

SIoFc = 24.1350 
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E~~ 
~ 

3058 Research Drive Phone: 814-272-1039 

~ ~ .~ ~/~ ~.: c: ~.q    State College, PA 16801 Fax: 814-231-1580 

Internal Chain of Custody/Fortification Sheet 

Exygen Study Number: L1958 Matrix: Water 
Sponsor Study/Protocol No: N~A 
The samples listed below were removed from refrigerator No. 

Time 0~                          Date ~ 

CLIENT SAMPLE ID 

na 

ila 

l~a 

Irffluent 3 

Comb Effluent 1/2 

Port 4A 

Port 4B 

Influent 1/2 

Influem 3 

Influent 3 

Influent 3 Dup 

Influent 3 Low Spk 

Influent 3 Hi[h Spk 

Comb Effluent 1/2 

Comb Effluent 1/2 

Comb Effluent 1/2 Dup 

Comb Effluent 1/2 Low Spk 

Comb Effluent 1/2 High Spk 

Port 4A 

Port 4A 

Port 4A Dup 

Port 4A Low Spk 

Port 4A High Spk 

EXYGEN ID NUMBER ] VOLUME 

0106020 Control 

0106020 Spk A 

0106020 Spk B 

L1958-17 Spk C 

L1958-5 Spk D 

L1958-9 Spk E 

L1958-13 Spk F 

L1958-1 SpkG 

L1958-17 

L1958-17 P.ep 

L1958-18 

Ll958-19 

L1958-20 

L1958-5 

LI958-5 Rep 

L1958-6 

L1958-7 

L1958-8 

L1958-9 

L1958-9 Rep 

L1958-10 

L1958-1l 

L1958-12 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

Initials ~/ 

~mL) [ FORTIFICATION (ng) 

2.0 

20.0 

~.0000.0 

400.0 

1000.0 

1000.0 

400.0 

0106020 Spk A 

0106020 Spk B 

L1958-17 Spk C 

L1958-5 Spk D 

L1958-9 Spk E 

L1958-13 Spk F 

L1958-1 SpkG 

Spiking Solution Used 

F012004-10 (10 n~/mL) 

F012004-9 (100 n~/mL) 

F012004-6 ( 100000 n$/mL) 

F012004-8 (1000 n~jmL) 

F012004-7 (10000 n~/mL) 

F012004-7 (10000 n~mL) 

F012004-8 (1000 ng/mL) 

Volume Used for Spiking 

200 ~tL (200 pL micropipet) 

200 gL (200 ~aL micropipet) 

~00 pL (200 ~tL micropipet) 

400 ~tL (200 pL mieropipe0 

100 p.L (200 ~tL mieropipe0 

100 laL (200 ~L mieropipet) 

400 laL (200 p.L micropipet) 

All sampJes were measured: 
Time ]000 Date , . 

After meast~hng samples were returned to re,rigor _at~oy No. __ 

Initials 

Initials 

Comments: 200 it L of 250 rag/mL sodium thiosulfate was added to all samples before spildng, lnitiah/Date: 

Analysis Snmmary: Data Set: ~)1~/.,~-i~IL~ t~ Initials/Date: 
Data Set’. ~ " Initials/Date: 

Data Set: ~ Initials/Date: 

Set extraetiordanalysis data verified by: (~ ]~F Date: 
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3058 Research Drive Phone: 814-272-1039 

State College, PA 16801 Fax: 814-231 - 1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 

EXYGEN STUDY NUMBER: L1958 METHOD: ss PR.OTOCOL NUMBER: NA 

MATRIX: Water ANALYTES: CA, C6, C7 & C8 Acids, C4, C_6 & C8 sulfonates 

Client ID Exygen ID STEP STEP DiMtiorts STEP Dilutions STEP geagenLs¢ 

1 ,2 (mL/mL) 3 (mL/rnL) 4 Materials Lot # 

na 0106020 Control -- [ - -- Metlmol 

na 0106020 Spk A ~ [ - - Ct8 Sl’E 

na 0106020 Spk B - ~ "Iyp¢ I Water NA 

Comb Effluent 1/2 L1958-5 Spk D O"tJlO " _ 

Port 4A L1958-9 Spk E 

Port 4B L1958-13 8pk F *"AO - Initials/Date 

Influent I/2 L1958-1 Spk G °’~/tO 

lnfluent 3 L1958-17 ~ ~O~t*,0’~ " 

lnfluent 3 LOw Spk 1.1958-19 a a’aO,°’~t.O e ~ - 

hflluent 3 High Spk L1958-20 ~0~t0,"’~tl.0 i 

Comb Eftluem l/2 LI95g-5 

Comb Effluent 1/2 L195g-5 P-.ep 

Comb Effluent 1/2 Dup L1958-6 - - 

Comb Effluent 1/2 Low Spk Ll958-7 O’~|0 - 

Comb Effluent 1/2 El# Spk L 1958-8 ~O’~/it).a’l/I .O 

Port 4A L1958-9 ~0"~ ~0aA,¢ - " nrLt 

Port 4A Dup L1958-10 ~05 "07 "~£/ . Ammoraum a .... 

Port 4A High Spk L1958-12 / ~/ ~O’YtO 0"1!1,1) - 

*Initials/Date ~]S/¢~ OSI q Initials/Date 

TEP2. Fmalvolumeto5 mLenllectedtn lSmLpolwrotmlenetubes ~’,~. ,^ .... -~ ,~’-’~. } ..... ~,~. 

*~tialsanddate~ehsl~indicates~epe~o=el~tperro=~sst~. ~, 10~0 ~ 

$$ Me~od of ~talysis for the D~emination of P~fluor~c~ne sulfo~ (PFOS), P~ugio~mne sulfonyl~de (PFOSA) and P~fluoro~oate (POAA) in Wat~ 

CO~ENTS: 

July 19, 200l/4 
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~ .~.~ State College, PA 16801 

Internal Chain of Custody/Fortification Sheet 

Exygen Study Number: L1958 Matrix: Water 

Sponsor Study/Protocol No: N~A 
The samples listed below were removed from refrigerator No. 

Time 0 ~’0                           Dale 

CLIENT SAMPLE ID 

Port 4B 

Port 4B 

Port 4B Dup 

Port 4B Low Spk 

Port 4B High Spk 

lnfiuent 1/2 

Influent 1/2 

Influent 1/2 Dup 

hafluent 112 Low Spk 

Influem 1/2 Hi~zh Spk 

Trip Blank 

Trip Blank Low Spike 

Trip Blank High Spike 

EXYGEN ID NUMBER 

L1958-13 

L1958-13 Rep 

L1958-14 

L1958-15 

L1958-16 

L1958-1 

L1958-1 Rep 

L1958-2 

L1958-3 

L1958-4 

L1958-21 

L1958-22 

L1958-23 

VOLUME (mL) 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

Phone: 814-272-1039 

Fax: 814-231-1580 

Initials ~ 

I FORTIFICATIOI~" (ng) 

Spikin~ Solution Used Volume Used for Spiking    Initial/Date 

All samples were measured: I1 

Time ,/0~(1         Date _7/S"/6r~/         haidals 

After measuring samples were returned to re, frigprator No. 3 ~" 

250 m haL sodmm thiosulfate was added to all, ,es before, ikin ,mOals/Date Comments: 200~tLof g/ ’    " amp p’ " g. " ’ : .11 , 

mar Data Set ~ (~L~k Imtlals/Date 
Data Set: - Initials/Date: 

Data Set: .~- Initials;Date: 

Set extraetioWanalysis data veri~ed bye/.                                     Date:    /luly’26", 20t)1/6 
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3058 Research Drive Phone: 814-272-1039 

State College, PA 16801 Fax: 814-231-1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 

EXYGEN STUDY ~ER: L 1958 METHOD: i~ PROTOCOL NUMBER: NA 

MATRIX: Water ANALYTES: C_4, C6, C7 & C8 Acids, C4, C6 & C8 sulfonates 

Port 4B 

Port 4B 

Port 4B Dup 

Port 4B Low Spk 

Port 4B m~ Spl~ 
Lrffluent 1/2 

!nfluent 1/2 

Influent 1/2 Dup 

Influent 1/2 Low Spk 

hafluent 1/2 Hi~la Spk 

Trip Blank 

Trip Blank Low Spike 

Trip Blatlk Hish Spike 

Exygen ID STEP STEP Dilutions STEP Dilutions 

1 2 (mL/mL) 3 (mL/mL) 

L1958-13 I oat’e,a’A’o "-- 

L1958-13 Rep 

! 

~)#’~ ~’°4/t D 

L1958-15 03/~ 

L1958-16 ~*,~,0 -- 

L1958-2 ~ "~Oi0(~g~ 0 

L 1958 -21 ~ - 

L1958-22 

~ 

°’~10 

STEP 1: SPE ¢oltmm clean-up (omitting 40% wash) 
STEP 2: Final volume to 5 mL collected in 15 mL pol)propolene tubes 
STEP 3: Lc,q~IS/MS analysis 
STEP 4: LC~IS/IVIS reanal)~is. 

C0027262 

STEP Reagents,’ 
4 Materials 

Type I Water 

Initials/Date 

Lot # 

/g3.~33q~ 
bv’337-7 g / 

$$ Method of Analysis for the Determination of Perfluorooctane sulfonate (pFOS), P~fluorooctane sulfonylamide (PFOSA), and Perfluorooctanoate (POAA) in Water 

COMMENTS: 

July 19,200 i,’4 
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E en 3058 Research Drive 

State College, PA 16801 

Phone: 814-272-1039 

Fax: 814-231-1580 

PREPARATION OF EXTRACTED CALIBRATION STANDARDS 

Protocol No.: None 

Method No.: .~ 

Sponsor Exygen 

Sample Sample 

ID ID 

NA 0106020 

NA 0106020 

NA 0106020 

NA 0106020 

NA 0106020 

NA 0106020 

NA 0106020 

Sample 

Description 

Type I Water" 

Type I Water~ 

Type I Water~ 

Type I Water^ 

Type I Wate~ 

Type I Water" 

Type I Wate~ 

Exygen Study No.: NA 

Analytes: C4.C5.C6.C7 and C8 Acids; 

C4 C6 & C8 Sulfonates 

Fort. Fort. Fort. Micropipet 

Solution Soln. Conc. Volume used 

ID (n~/mL) /~L) /~L) 

FOgt. 

Level 

fPPt) 

F012004-10 10 100 200 25 

F012004-10 10 200 200 50 

F012004-10 10 400 200 100 

F012004-9 100 100 200 250 

F01201M-9 100 200 200 500 

F012004-9 100 400 200 1000 

Vertical arrows in a column indicate identical values. 

**This must be a unique number. Use this system." Extracted Calibration Soln [D #: XCMMDDYY-O, 1,2,3. etc. 

Samples removed fro~ freezer # 5~ Time: 

40 mL of each sample measured using a 20 mL graduated cylinder. 

After measuring, samples returned to @ / freezer # ~:~: Time: 

Samples fortified: Initials/Date:~ 

SPE clean-up (omitting 40% Wash): initials/Date: �,.,~"3-t~// /~¢</’ 

Final volume adjusted to 5 mL: Initials/Date: e’-~4 / 

Extrams placed in refrigerator # ~" Initials/Date: ~"/~ / :~/,.~’/~-/ 

Matrix: Type I Water~ 

Sample VoI: 40 mL 

Final 

Solution Reagems/ 
ID # ** Materials 

XC030504-0 Methanol 

XC030504-1 1218 SPE 

XC030504-2 Type I Water 

XC030504-3 

XC030504-4 

XC030504-5 

XC030504-6 

Initials/Date: 

Lot # 

NA 

Initials/Date: 

Initials!Date: 

InitialsfDate: ~/- 

STANDARD EXPIRATION DATE: 3!19104 

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

$$ Mefliod of A~mlysis for the Detemfination of Perfluorooctane stdfonate (PFOS), Perfluorooctane sulfonylamide (PFOSA), and Perfluorooctanoate (POAA) in Water 

July I0, 2001/0 
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Masslynx - Sample List 

Sample List: C:~MASSLYNX\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM.SPL Exygen STUDY NO, 
Printed: Fd Mar 12 15:42:23 2004~’~. M "~,,.’~’ 

Page 1 

Page Position: (1, 1) 

Vial File Name LIMS ID ClientID Sample Description Matrix Sampla Type Conc(ng/L) Conc B ConcC Test lD DF 

1 1 030504A-401 ..... XC030504-0, 0 ng/L Standard -- Standard 0 --- 

2 2 030504A-402 ..... XC030504-1, 25 ng/L Standard -- Standard 25 -- 

3 3 030504A-403 ..... XC030504-2, 50 ng/L Standard -- Standard 50 --- 

4 4 030504A-404 ..... XC030504-3, 100 ng/L Standard --- Standard 100 -- 
5 5 030504A~05 ..... XC030504-4, 250 nglL Standard -- Standard 250 --- 

6 6 030504A-406 ..... XC030504-5, 500 ng/L Standard -- Standard 500 --- 
7 7 030504A-407 ..... XC030504-6, 1000 ng/L Standard -- Standard 1000 --- 
8 92 030504A-408 ...... Methanol Wash -- Blank ..... 
9 11 030504A~-09 ...... 0106020 Control --- Blank ...... 
10 12 030504A-410 ...... 0106020 Spk A, 50 ng/L --- QC 50 -- 
11 13 030504A-411 ..... 010G020 Spk B, 500 ng/L 

nf~)" 
QC 500 --- 

12 14 030504A-412 ..... L1958-1~Spk C, ~ ng/L, DF=IO00v..:~--- QC ~ --- 
13 15 030504A-413 ..... L1958-1~’Spk C, 2.T~O~ng/L, DF=1000 U~)-- QC 250099 ~(~.,)=~n~ ___ 

14 16 030504A-414 ...... L1958-5 Spk D, 10000 nglL, DF=100 --- QC 10000 --- 
15 17 030504A-415 ...... L1958-9 Spk E, 25000 ng/L, DF=100 --- QC 25000 --- 
16 18 030504A~416 ...... L1958-1,3 Spk F, 25000 rig/L, DF=100 --- QC 25000 -- 
17 19 030504A-417 ..... L1958-11[ Spk G, 10000 ng/L, DF=100 -- QC 10000 --- 
18 2 030504A-418 ...... XC030504-1, 25 ng/L Standard -- Standard 25 --- 
19 20 030504A-419 ...... L1958-1,DF=200 -- Analyte ..... 

20 21 030504A-420 ...... L1958-1 Rep, DF=200 --- Analyte ...... 
21 22 030504A--421 .... L1958-2, DF=200 --- Analyte ...... 
22 23 030504A-422 ...... L1958-1, DF=100 --- Analyte ..... 
23 24 030504A-423 ...... L1958-1 Rep, DF=100 -- Analyte ..... 
24 25 030504A-424 ..... L~’534 2, DF=100 L~,~,~,-Z i~ ,, Analyte ...... 
25 26 030504A-425 .... L1958-1, DF=10 ~ i~\~t~l~ Analyte ..... 
26 27 030504A-426 ..... L1958-1 Rep, DF=10 

~ 
i ,. Anelyte ...... 

27 28 030504A-427 ...... L1958-2, DF=10 --- Analyte ..... 

28 29 030504A-428 ..... L1958-3, DF=1000 -- QC 10000 -- 
29 30 030504A-429 ..... L1958-3, DF=100 --- QC 10000 --- 
30 31 030504A~30 ..... L19584, DF=1000 --- QC 100000 --- 
31 3 030504A-431 ...... XC030504-2, 50 ng/L Standard --- Standard 50 -- 
32 32 030504A-432 ...... L1958-5 .-- Ana[yte ...... 
33 33 030504A-433 ...... L1958-5 Rep --- Analyte ...... 
34 34 030504A-434 ...... L1958-6 -- Analyte ..... 
35 35 030504A~,35 ..... L1958-7, DF=100 -- QC 10000 --- 
36 36 030504A-436 ...... L1958-8, DF=1000 -- QC 100000 --- 
37 4 030504A-437 ..... XC030504-3, 100 ng/L Standard --- Standard 100 -- 
38 37 030504A-438 ...... L1958-9, DF=100 

.-~l"{~ . 
Analyte ...... 

39 38 030504A-439 ...... .L---=N~.4-~Rep, DF=100 L~q..~ ~ Analyte ...... 
40 39 030504A-440 ..... L1958-10, DF=100 

~)(~"~1~._ 

Analyte ..... 

41 40 030504A-441 ...... L1958-9, DF=10 Analyte ..... 
42 41 030504A-442 ...... L1958-9 Rep, DF=10 Analyte ..... 

43 42 030504A-443 ...... L1958 10, DF=10 --- Analyte ...... 
44 43 030504A=444 ...... L1958-11, DF=100 --- QC 10000 -- 

o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 
o 

1 
1 
1 
1 
1 
1 
1 
1 
1 
1 
1 
10000 
lOOO 
lOO 
lOO 
lOO 
lOO 
1 
2o0 
2o0 
2o0 
lOO 
lOO 
lOO 
lO 
lO 
lO 
lOOO 
lOO 
1000 
1 
1 
1 
1 
100 
1000 
1 
100 
100 
100 
10 
10 
10 
100 
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Masslynx - Sample List 

Sample List: C:\MASSLYNX\Fluoroche[nicals.PRO\SampleDB~030504A CG ACSFM.SPL 
Printed: Fri Mar 12 15:42:23 2004 . .L~ ~--I I ~ 

Exygen STUDY 

MS Method HPLC Method 

1 C68 ACIDS C4 6 8 SULF 
2 C6 8ACIDS CA 6 8 SULF 
3 C68 ACIDS C4 6 8 SULF 
4 C6 8 ACIDS C4 6 8 SULF 
5 C6 8 ACIDS CA 6 8 SULF 
6 C68AClDS C4 6 8 SULF 
7 C6 8 ACIDS C4 6 8 SULF 
8 C68 ACIDS C4 6 8 SULF 
9 C6 8 ACIDS Czl 6 8 SULF 
10 C6 8ACIDS C4 6 8 SULF 
11 C6 8 ACIDS C4 6 8 SULF 
12 C6 8 ACIDS C4 6 8 SULF 
"13 C6 8 ACIDS C4 6 8 SULF 
’14 C6 8 ACIDS C4 6 8 SULF 
t5; C6 8 ACIDS C4 6 8 SULF 
16 C6 8 ACIDS C4 6 8 SULF 
17 C6 8 ACIDS CA 6 8 SULF 
18 C6 8 ACIDS C4 6 8 SULF 
19 C6 8 ACID8 CA 6 8 8ULF 
20 C6 8 ACIDS CA 6 8 SULF 
21 C6 8ACIDS CA 6 8 SULF 
22 C6 8 ACIDS C4 6 8 SULF 
23 C6 8 ACIDS C4 6 8 SULF 
24 C6 8 ACIDS C4 6 8 SULF 
25 C6 8 ACIDS C4 6 8 SULF 
26 C6 8 ACIDS C4 6 8 SULF 
27 C6 8 ACIDS C4 6 8 SULF 
28 C6 8 ACIDS C4 6 8 SULF 
29 C6 8 ACIDS CA 6 8 SULF 
30 C6 8 ACIDS C4 6 8 SULF 
31 C6 8 ACIDS C4 6 8 SULF 
32 C6 8 ACIDS C4 6 8 SULF 
33 C6 8 ACIDS CA 6 8 SULF 
34 C6 8 ACIDS C4 6 8 SULF 
35 C6 8 ACIDS C4 6 8 SULF 
36 C6 8 ACIDS CA 6 8 SULF 
37 C6 8 ACIDS CA 6 8 SULF 
38 C6 8 ACIDS CA 6 8 SULF 
39 C6 8 ACIDS C4 6 8 SULF 
40 C6 8 ACIDS C4 6 8 SULF 
41 C6 8ACIDS CA 6 8 SULF 
42 C6 8 ACIDS C4 6 8 SULF 
43 C6 8 ACIDS C4 6 8 SULF 
44 C6 8 ACIDS C4 6 8 SULF 

MS TuneFile Inj.Volume 

pfbswater Fiuorochems 15 

pros water Fluorochem~ 15 
pf’os water Fluorochems 15 
pfbs water Fluorochems 15 

pf~s water Fluorochems 15 
pfbswater Fluorochsms 15 
pf~s water Fluorochems 15 
pfbs water Fluorochems 15 
}fbs water Fluorochems 15 
)fbswater Fluorochems 15 
)fl~s water Fluorochems 15 
fibs water Fluorochems 15 

~s water Fluorochems 15 
}fbswater Fluorochems 15 
}~s water Fluorochems 15 
)fbs water Fluorochems 15 
~s water Fluorochsms 15 
fibswater Fluorochems 15 
~fbswater Fluorochems 15 
~fbswater Fluorochems 15 
~fbs water Fluorochems t 5 
)fbs water Fluorochems 15 
}fbs water Fluorochems 15 
)fbswater Fluorochems 15 
)fbs water Fluorochems 15 
)ros water Fluorochems 15 
)fbs water Fluorochems t 5 
)fbs water Fluorochems 15 
fibs water Fluorochems 15 
>fbswater Fluorochems 15 
fibs water F~uorochems 15 
)fbswater Fluorochems 15 
)los water Fluorochems 15 
)fbs water Fluorochems 15 
)f’os water Fluorochems 15 
)fbs water Fluorochems 15 
)fbswater Fluorochems 15 
)fbs water Fluorochems 15 
fibs water Fluorochems 15 
fibs water Fluorochems t 5 
)ft)s water Fluorochems 15 
)los water Fluorochams 15 
)f’bs water Fluorochems 15 
)fbs water Fluorochems 15 

Page 

Page Position: (2, 
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Masslynx - Sample List 

Sample List: C:\MASSLYNX~Fluorochemicals.PRO\SampleDB~030504A CG ACSFM.SPL 
Printed: Fd Mar 12 15:42:23 2004 ~ ~)~.~ll~i~L( 

Exysen STUDY NO. ~ 
Page 3 

Page Position: (1, 2) 

Vial File Name LIMS ID Client ID Sample Description                 Matrix Sample Type Con(; (nglL) Conc B Conc C Test ID 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 030504,~-448 ..... L1958-13 Rap, DF=100 --- Analyle ....... 0 100 
49 47 030504A-449 ..... L1958-14, DF=100 --- Anatyte ........ 0 100 
50 48 030504A-450 ..... L1958-13, DF=10 --- Analyte ....... 0 10 

5’1 49 030504A~51 ..... L1958-13 Rap, DF=10 -- Anaiyte ....... 0 10 
52 50 030504A-452 ..... L1958-14, DF=10 -- Analyta ......... 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 1000 

55 5 030504A-455 .... XC030504-4, 250 ng/L Standard -- Standard 250 ...... 0 1 
56 53 030504A-456 ...... L1958-17, DF=1000 --- Analyta ......... 0 1000 
57 54 030504A-457 ..... L1958-17 Rep, DF=1000 -- Analyle ....... 0 1000 
58 55 030504A-458 .... L1958-18, DF=1000 --- Analy|e ......... 0 1000 
59 56 030504P,-459 ..... L1958-17, DF=100 -- ,~nalyte ........ 0 100 
60 57 030504A-460 ...... L1958-17 Rap, DF=100 -- ,~,nalyte ........ 0 100 
61 58 030504A-461 -- -- L1958-18, DF=100 -- Analyte ....... 0 100 

62 59 030504~.-462 .... L1958-17, DF=10 --- Analyte ......... 0 10 
63 00 030504/~-453 ...... L1958-17 Rep, DF=10 -- Analyte ....... 0 10 
64 61 030504A-464 ..... L1958-18, DF=10 --- Analyte ....... 0 10 
65 62 030504A-~65 .... ~_L1958-~., DF=1000 --- QC 1~000 ..... 0 1000 
66 63 030504A-466 ...... (t~’LL1958-~,~, DF= 100 -- QC 10000 ..... 0 100 
67 64 030504/k-467 ..... ~-J)1958-2~, DF=1000 -- QC 100000 ...... 0 1000 
68 B 030504A-468 ...... "-"XC030504-5, 500 ng/L Standard --- Standard 500 ...... 0 1 
89 92 030504A-469 ..... Methanol Wash -- Blank ......... 0 1 
70 65 030504A~t70 ...... L1958-21 --- Analyle --- ...... 0 1 
71 66 030504P~-471 ..... L1958-22, DF=100 -- QC 10000 ...... 0 100 
72 67 030504A-472 ...... L1958-23, DF=1000 --- QC 100000 ...... 0 1000 
73 7 030504A-473 .... XC030504-6, 1000 ng/L Standard -- Standard 1000 ...... 0 1 
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Masslynx - Sample List 

Sample List: C:\MASSLYNX~Fluorochernicals.PRO\SampleDB~030504A CG ACSFM.SPL Exygen STUDY NO= ~ 

MS Method HPLC Method MS TuneFile Inj.Volume 

45 C6 8 ACIDS C4 6 8 SULF pfbs water Fiuorochems 15 
46 C6 8 ACIDS C4 6 8 SULF pfbs water F~uorochems 15 
47 C68 ACIDS C4 6 8 SULF pfbswater Fluorochems 15 
48 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems ’15 

49 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
50 C6 8 ACIDS C4 6 8 SULF pfbs water Fluoroch~ms 15 
51 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
52 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
53 C6 8 ACIDS C4 6 8 SULF pt’bs water Fluorochems 15 
54 C6 8 ACIDS C4 6 8 SULF pF~s water Fluorochems 15 
55 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochem$ 15 
56 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
57 C68 ACIDS C4 6 8 SULF pfba water Fluorochems 15 
58 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorechems 15 
59 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
60 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
61 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
62 C6 8 ACIDS CZl 6 8 SULF ~bs water Fiuorochems 15 
63 C6 8 ACIDS C4 6 8 SULF I:#bs water Fluorochems 15 
64 C6 8 ACIDS C4 6 8 SULF pfl3s water Fluorochems 15 
65 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
66 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
67 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
68 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
69 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
70 C6 8 ACIDS CA 6 8 SULF p~s water Fluorochems 15 
71 C6 8 ACIDS CA 6 8 SULF pt~s water Fluorochems 15 
72 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
73 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 

Page 4 
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LC/MS/MS SYSTEM AND OPERATING CONDITIONS 

Sponsor Protocol No: NA Exygen Study No: L1958 

Instrument: Mieromass Quattro Ultima (LC/MS/MS Unit #6) 

Computer: COMPAQ Professional Workstation AP200 

S o ftware: Microsoft Windows NT: Version 4 Build 1381: Service Pack 5 
Mieromass Limited: MassLynx 3.4 Build 004 

HPLC Equipment: Hewlett Packard (I!P) Series 1100 
HP Bin Pump HP Vacuum Degasser 
HP Autosampler HP Colunm Oven 

HPLC Column: Genesis C-8, 5 cmx 2.1 mm i.d. x4 ~t (Exygen ID: 74A) 
(JONESCHROMATOGRAPHY: Part No. FK5962E) 

Mobile Phase (A) : 
Mobile Phase (B) : 

Analyst: 

2 mM Ammonium Acetate in Type I Water 
Methanol 

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. 
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Scanning Method Report 

Method: 
Last Modified: 

Printed: 

C:\MASSLYNX\FLUOROCHEMICALS,PRO\ACQUDB\C6 8 ACIDS C4 6 8 SULF 
Mon Jan 20 15:32:38 2003 

Fri Mar 12 15:44:59 2004 

Solvent Delay ( m±ns ) : 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) 

1 
2 
3 
4 
5 

299.00 99.0C 0.20 40 
313.00 269.00 0.20 i0 
399.00 80.0C 0.20 35 
413.00 369.00 0.20 i0 
499.00 99.00 0.20 40 

Cone 

49 
2O 
5O 
i0 
3O 

Page 1 

,1tl 
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Method Report 

Method File: 
Last Modlfiedl 

Printed~ 

HPII00 LC Pump Initial Conditions 

c:\masslynx\£1uorochemicals.pro\acqu~b\pfbs water 
Friday, March 12, 2004 15:38:56 

Friday, March 12, 2004 15:45:09 

Solvents 
A% 
B% 
C% 
D% 

90.0 
10.0 
0.0 
0.0 

Flow (ml/min) 
Stop Time (mins) 
Min Pressure (bar) 
Max Pressure (bar) 
Oven Temperature Left(°C) 
Oven Temperature Right(°C) 

0.300 
20.0 
0 

4O0 
35.0 
35.0 

HPII00 LC Pump Gradient Timetable 

The gradient Timetable contains 8 entries which are 

Time 
0 00 
2 00 
5 00 
9 00 
9 50 

14 00 
14 50 
20 00 

A% 
9O 0 
90 0 
i0 0 
i0 0 
0 0 
0 0 

9O 0 
90 0 

B% 
I0.0 
I0.0 
90.0 
90.0 

100.0 
i00.0 
I0.0 
I0.0 

c% 
o o 
o o 
o o 
o o 
o o 
o o 
o o 
o o 

D% 
0.0 
0.0 
0.0 
0.0 
0.0 
0.0 
0.0 
0.0 

Flow 
0.300 
0.300 
0.300 
0.300 
0.300 
0.300 
0.300 
0.300 

Page 1 

Pressure 
4OO 
40O 
40O 
40O 
40O 
4OO 
4OO 
4O0 

HPI100 LC Pump External Event Timetable 

The Timetable contains 6 entries which are : 

Time Column Switch Contactl Contact2 
Initial Off Off Off 

0.00 Off On Off 
0.05 Off Off Off 
0.i0 Off Off On 

11.90 Off Off Off 
12.00 off off Off 

Contacts 
Off 
Off 
Off 
Off 
On 
Off 

Contact4 
Off 
Off 
Off 
Off 
Off 
Off 

HPlI00 Autosampler Initial Conditions 

Draw Speed 200.0 
Bject Speed (~Iimin) 200 
Draw Position (mm) 0.00 
Stop Time (mins) 20.00 
Injection Volume(~l) 15.0 
Vial Number 2 

i 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Tuning Method Report 

Method: C : \MASSLYNX\FLUOROCHEMICALS. PRO\ACQUDB\FLUOROCHEMS 

PrintQd: Fri Mar 12 15:45:22 2004 

Dau 499.00 

Page 1 

SOURCE ( ESP- ) Set Rdbk Analyser Set 

Capi!lary 3.00 -2.93 LM Res 1 14.0 

Cone 20 -20 HM Res 1 14.0 

Hexapole 1 0.0 IEnergy 1 1.0 

Aperture 1 0.0 Zntrance -2 

Hexapole 2 0.0 Collision 15 

Source Block Temp. i00 i00 Exit 2 

Desolvation Temp. 300 299 LM Res 2 14.0 
HM Res 2 14.0 
IEnergy 2 2.0 
Multiplier 650 

Pressures Rdbk Gas Flows Rdbk 

Analyser Vacuum OFF Cone Gas 129.9 

Gas Cell 3.0e-3 Desolvation 751.3 

12 
14 
16 

-648 

,m 
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Quantify Calibration Report 
Study No.=LI958, Set No.--030504A, Ext.Date--03/05/04, Analyst:K.Risha 

Page 1 

Calibration= 
Last modified= Mon Mar 15 13=56=39 2004 
Printed= Tue Mar 16 07=26=23 2004 

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

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: l/x, Axis trans: None 

1.55e5- 

Response- 

200.0 400.0 600.0 800.0 1000.0 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Quantify Calibration Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 

Calibration=    P=\Data\LCMSMS6\Masslynx\FluQrochemlcals.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: l/x, Axis trens: None 

3.42e5- 

Response- 

0 
0.o 200.0 400.0 600.0 800.0 1000.0 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Quantify Calibration Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

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

Page 

ACSFM 

Compound 3 name: C4 Sulfonate PFBS 
Coefficient of Determination: 0.995207 
Calibration curve: 4.78826 °x + -35.1105 
Response type: External Std, Area 
Curve type: Linear, Origin: Exclude, Weighting: l/x, Axis trans: None 

4.75e3- 

Response 

-35.1 
0.0 

n /L 
200.0 400.0 600.0 800.0 1000.0 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Quantify Calibration Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 4 

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: l/x, Axis trans: None 

4.82e4- 

Response- 

0 
0.0 200.0 400.0 600.0 800.0 1000.0 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Quantify Calibration Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 5 

Callbration=    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: l/x, Axis trans: None 

2.47e4- 

Response 

0 
0.0 200.0 400.0 600.0 800.0 1000.0 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext. Date:03/05/04, Analyst:K.Risha 

Page 1 

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: Mort Mar 15 13:25:12 2004 
Job Code: Ir~tials_ . 

Date 051~oL}"v ’ ’          ’ 
Printed: Tue Mar 16 07:26:27 2004 Run#~l~-’~At To ~’^ "-~ 

Name= 030504A-401 
Text~ 

i: C6 Acid PFHA 

XC030504-0, 0 ng/L Standard 

030504A-401Sm (Mn, 2x3) 

1( 

2.00 

12-Mar-2004 16:44:561 
LC/MS/MS #~ 

MRM of 5 Channels ES- 
8.34 313 > 269 
2645~ 1.74e4 

Time 
4.00         6.00         8.00         1000 

2: C8 Acid PFOA 

XC030504-0, 0 ng/L Standard 

030504A-401 Sm (Mn, 2x3) 

1 

2.00 

: C4 Sulfonate PFBS 

XC030504-0, 0 nglL Standard 

4.00 6.00 

12-Mar-2004 16:44:56 
LC/MS/MS #6 

MRM of 5 Channels ES- I 
8.80                        413 > 369 
1738-~ ,v/-%/~h ~,~ 2.24041 

8.00 ~0.00 

030504A-401 Sm (Mn, 2x3) 

10 
2.~7 4;86 5.~59 6;44 7.2 7.55 

8.67 /~ ~..10.87- 
’ 

, 
2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 16:44:56 
LCIMS/MS #6 

MRM of 5 Channels ES- 

10.58 299 > 99 
1.08e3 

Time 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date~03/05/04, Analyst=K.Risha 

Page 2 

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-401 
Text= 

4: C~ Sulfonate PFHS 

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

030504A-401 Sm (Mn, 2x3) ,~, MRM of 5 Channels . 

/i               I ,       , I I , , , , , , Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

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

030504A-401 Sm (Mn, 2x3) t MRM of 5 Channels ES- 
11.40499 > 99 

100~ 10.56 ~ 1.17e~ 

.... , .... ~ .... ~ .... , .... ~ .... , .... , .... , ...... ,, , .... Time 
2.00 4.00 6.00 8.00 10.00 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 3 

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-402 
Text= 

I: C6 Acid PFHA 

XC030504-1, 25 ng/L Standard 12-Mar-2004 17:06:37 
LCIMS/MS #6 

030504A-402 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.31 313 > 269 

100! 7367~ 4.54e4 

~ 
Area 

0~, ,~,, T~, ,-7~ .... ~ .... , .... , .... ~ .... , .... , .... , .... ~ .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 
XC030504-1, 25 ng/L Standard 

030504A-402 Sm (Mn, 2x3) 
8.81 

1001                                         
1378~ 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 17:06:37 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

7.60e4 
Area 

, , , Time 

: 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- 

10n_ 
7.83 299 > 99 

11.83 1.68e3 

,,, ~ .... , .... , .... ~ .... , ~ 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 MN01539266 

1939.0115 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, E~t.Date~03/05/04, Analyst=K.Risha 

Page 4 

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: 030S04A-402 
Text= 

4:C6 Sulfonate PFMS 

XC030504-1, 25 ng/L Standard 

030504A-402 Sm (Mn, 2x3) 

I ~ ’ ’ ’ I ’ ’ ’ ’ I * ’ ’ ’ I ’ ’ ’ ’ 
2.00                     4.00                     6.00                     8.00                     10.00 

12-Mar-2004 17:06:37 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.62 399 > 80 

8.10e3 
Area 

Time 

5: C8 Sulfonate PFOS 

~ C030504-1, 25 ng/L Standard 

030504A-402 Sm (Mn, 2x3) 
1100 

2.00 4.00 

12-Mar-2004 17:06:37 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98 499 > 99 
728 ~ 4.51e3 

Area 

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 MN01539267 

1939.0116 



Quantify Sample Report 
Study No.=LI958, 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\F1uorochemicals.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= 030S04A-403 
Text= 

I: C6 Acid PFHA 
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 E$- 

8.11                              313 > 269 

10%        
11, _60L                                            \ 6.26e4Area 

.... , .... , .... , .... , .... ,, , , ,, .... ~ .... Time 
2.00 4.00 6.00 8.00 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, 2×3) MRM of 5 Channels ES- 
8.67 413 > 369 

1001 

235~ 

1.37e5A~a 

2.00 4.00 6.00 8.00 10.00 

3: C4 Sulfonate PFBS 

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- 

1007 7.177X527.888,~79 
10.14~ 11.792991.5(]e3 > 99 ~ 

J t 1096 

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 MN01539268 

1939.0117 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 6 

Sample List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13=22:46 2004 
Method:          P=\Da~a\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:C6 Sulfonate PFHS 

XC030504-2, 50 ng/L Standard 

030504A-403 Sm (Mn, 2x3) 

1001 

269~j~ 

2.00 4.00 6.00 8.00 10.00 

12.Mar-2004 17:28:181 

LCIMS/MS #61 
MRM of 5 Channels ES- 

8.50 399 > 80 
1.44e4 

Area 

Time 

5:C8 Sulfonate PFOS 
XC030504-2, 50 nglL Standard 

030504A-403 Sm (Mn, 2x3) 

0-[ ’ ’     ’ [ ’ ’ ’ ’ I ’ 

2.00 

12-Mar-2004 17:28:18 
LCIMS/MS #~ 

MRM of 5 Channels ES- 
8.87 499 > 99 
1469-~ 8.51e3 

__ ~ Area 
.... , .... , .... , .... , .... , .... , .... , .... , .... Time 

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 MN01539269 

1939.0118 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analys~:K.Risha 

Page 7 

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= 

I: C6 Acid PFHA 

XC030504-3, 100 ng/L Standard 12-Mar-2004 17:50:01 
LC/MS/MS #6 

030504A-404 Sm (Mn, 2×3) MRM of 5 Channels ES- 
8.17 313 > 269 

110~ "19540~ 1.0"1e5 
Area 

0’, ,~-, , , .... , .... ~ .... , .... , .... , .... , .... , .... , .... , .... , .... ~ Time 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

XC030504-3, 100 nglL Standard 12-Mar-2004 17:50:01 
LC/MS/MS #6 

030504A-404 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.71 413 > 369 

110/~ 

42736I__ 

~.                     
2.26e5 TimeArea 2.00 4.00 6.00 8.00 10,00 

3:C4 Sulfonate PFBS 
XC030504-3, 100 nglL Standard 

030504A-404 Sm (Mn, 2x3) 
7.57 

2.00 4.00 6.00 8.00 

12-Mar-2004 17:50:01 
LC/MS/MS #6 

MRM of 5 Channels 
299 > 99 

2.60e3 
Area 

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 MN01539270 

1939.0119 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 8 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFH 
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= 030S04A-404 
Text= 

4:C6 Sulfonate PFHS 

XC030504-3, 100 ng/L Standard 

030504A-404 Sm (Mn, 2x3) 

12-Mar-2004 17:50:01 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

2.66e4 
Area 

8.54 

100! 

4914~ 
2.00           4.00           6.00           8.00           10.00 

- Time 

5:C8 Sulfonate PFOS 

XC030504-3, 100 ng/L Standard 

030504A-404 Sm (Mn, 2x3) 

12-Mar-2004 17:50:01 
LClMS/MS #6 

MRM of 5 Channels ES- 
8.88 499 > 99 

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 MN01539271 

1939.0120 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analys~:K.Risha 

Page 9 

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-405 
Text= 

i: C6 Acid PFHA 
XC030504-4, 250 ng/L Standard 

030504A-405 Sm (Mn, 2x3) 

2.00 

12-Mar-2004 18:11:48! 
LC/MS/MS #61 

MRM of 5 Channels ES- 
8.19 313 > 269 

41297~L___ 

2"16e5~Area 

~ .... ~ .... , .... , .... , .... , .... , .... , .... , .... ~ .... -Time 
4.00 6.00 8.00 10.00 

: C8 Acid PFOA 

XC030504-4, 250 ng/L Standard 

030504A-405 Sm (Mn, 2x3) 

0.~-~, -, ~ ~ ~ ~ ~ ~ ~ "~ , , , 
2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 18:11:48 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.73 413 > 369 

4.59e5 
Area 

Time 

: C4 Sulfonate PFBS 
XC030504-4, 250 nglL Standard 

030504A-405 Sm (Mn, 2x3) 
7.59 

1 O01 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 18:11:48 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

3.93e3 
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 

3M MN01539272 

1939.0121 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page I0 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\03050&A CG ACSFM 
Last modified: Mon Mar 15 13=22:46 2004 
Method:          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
LaSt modified: Mort Mar 15 13:25=12 2004 
Job Code: 

Printed: Tue Mar 16 07:26=27 2004 

Name= 030504A-405 
Text= 

4:C6 Sulfonate PFHS 

XC030504-4, 250 ng/L Standard 

030504A-405 Sm (Mn, 2x3) 

12-Mar-2004 18:11:48 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8,54 399 > 80! 

11625] 6.22e4 
Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

XC030504-4, 250 nglL Standard 

030504A-405 Sm (Mn, 2x3) 

12-Mar-2004 18:11:48 
LClMS/MS #6 

MRM of 5 Channels ES- 
8.90 499 > 99 

5985L 3.21e4Area 

, .... , .... , .... , .... , .... , .... , , .... , .... , .... , .... 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 MN01539273 

1939.0122 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page ii 

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= 

: c6 Acid PFHA 

XC030504-5, 500 ng/L Standard 

030504A-406 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 18:33:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.19 313 > 269 

4.37e5 
Area 

Time 

2:C8 Acid PFOA 

XC030504-5, 500 ng/L Standard 

030504A-406 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 18:33:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.73 413 > 369 

9.84e5 
Area 

Time 

3: C~ Sulfonate PFBS 

XC030504-5, 500 ng/L Standard 12-Mar-2004 18:33:2S 

LC/MS/MS #6 

030504A-408 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 
7.58 299 > 99 

~~_._ 

7.42e3 
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 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 

3M MN01539274 

1939.0123 



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

Page 12 

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 

030504A-406 Sm (Mn, 2x3) 

O0 

2.00 4.00 

12-Mar-2004 18:33:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.54 399 > 80 

23810| 1.26e5 
Area 

.... , .... , .... , .... , .... , .... , .... Time 
6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

XC030504-5, 500 ng/L Standard 

030504A-406 Sm (Mn, 2x3) 
8.90 

12-Mar-2004 18:33:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

6.54e4 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539275 

1939.0124 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 13 

Sample List:    p:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Men Mar 15 13:22:46 2004 
Method=          p~\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
Last modified~ Men Mar 15 13:25~12 2004 
Job Code= 

Printed= Tue Mar 16 07:26=27 2004 

Name= 030504A-407 
Text= 

i: C6 Acid PFHA 
XC030504-6, 1000 ng/L Standard 

030504A-407 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 18:55:14 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.19 313 > 269 

7.58e5 
Area 

Time 

2: C8 Acid PFOA 
XC030504-6, 1000 ng/h Standard 

030504A-407 Sm (Mn, 2x3) 
8.73 

342142~ 

12-Mar-2004 18:55:14 
LC/MS/MS #6 

MRM of 5 Channels E8- 
413 > 369 

1.82e6 
Area 

3:C4 Sulfonate PFBS 
XC030504-6, 1000 ng/h Standard 12-Mar-2004 18:55:14 

LC/MS/MS #6 
MRM of 5 Channels ES- 

7.65 299 > 99 
1.37e4 

Area 

030504A-407 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539276 

1939.0125 



Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 14 

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= Mort Mar 15 13=25=12 2004 
Job Code= 

Printed= Tue Mar 16 07:26:27 2004 

Name: 030504A-407 
Text: 

4:C6 Sulfonate PFHS 
XC030504-6, 1000 ng/h Standard 

030504A-407 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10,00 

12-Mar-2004 18:55:14 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.56 399 > 80 

2.53e5 
Area 

Time 

: C8 Sulfonate PFOS 
XC030504-6, 1000 ng/h Standard 

030504A-407 Sm (Mn, 2x3) 
8.90 

2.00 4.00 6.00 8.00 10.00 

12.Mar-2004 18:55:14 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.29e5 
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 

3M MN01539277 

1939.0126 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Pag~ 15 

Sa~ple 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 ~ar i~ I~:2~=12 2004 
Job Code: 

Printed: Tue Mar 16 07=26:27 2004 

Name, 030504A-408 
Text, 

I: C6 Acid PFHA 

Methanol Wash 12-Mar-2004 19:16:58 
LC/MS/MS #6 

030504A-408 Sm IMn, 2×3) MRM of 5 Channels ES- 
8.19 313 > 269 

100~(~ 1035~ 1.10e4 

II ~\ Area 

04 , , , , , , , , .... , .... , .... , .... , .... , .... , .... , .... , .... ~ .... Time 
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- / 
8.71 

10 5761 
.07e5/ 

0 ,~’~,,., .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... ,~Timel 
2.00 4.00 6.00 8.00 10.00 I 

3: C4 Sulfonate PFBS 

Methanol Wash 

030504A-408 Sm (Mn, 2x3) | 
0.72 3.61 

1.76 2. 4.11 6.34. :82 8.06 

12-Mar-2004 19:16:51] 
LC/MS/MS 

MRM of 5 Channels ES- 
8.87 9.25 299 > 99 

1.19e3 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539278 

1939.0127 



Quantify Sample Report 
Study No.:LI958, Set No. :030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 16 

S~nple 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-408 
Text= 

4:C6 Sulfonate PFHS 

Methanol Wash / 12-Mar-2004 19:16:58 
LC/MS/MS #6 

030504A-408 Sm (Mn, 2x3) MRM of 5 Channels ES- 

/iI I ,                , , , .... , , , , ,                 Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

Methanol Wash                                                 12-Mar-2004 19:16:58 

~ LC/MS/MS #6 
030504A-408 Sm (Mn, 2x3) Cancel E]x is printing [] 

8.87 499 > 99 
1 3.19 6.96 7 8.63 9.98 11.02 915 

1.22 2.01 3.92 :07 5.88 11.77 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539279 

1939.0128 



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

Page 17 

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 
Lamt modifi~d~ Mon Mar IX 13=2~=I~ 2004 
Job Code= 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-409 
Text: 

I: C6 Acid PFHA 

0106020 Control 12-Mar-2004 19:38:38 
LC/MS/MS #6 

030504A-409 Sm (Mn, 2x3) MRM of 5 Channels 
313 > 269 

1.14e4 
8.21 

O/o_~ \                                 ~ v    ~_, \ 

O~ , , , ~ .... I .... ~ .... I .... ~ .... ~ .... ~ .... I .... ~ .... ~ .... ~ .... 
2.00 4.00 6.00 8.00 10.00 

Time 

2:C8 Acid PFOA 

0106020 Control 

030504A-409 Sm (Mn, 2x3) 

1( 8.73 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 19:38:38 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.92e4 
A~a 

Time 

: C4 Sulfonate PFBS 

0106020 Control 12-Mar-2004 19:38:38 
LC/MSIMS #6 

030504A-409 Sm (Mn, 2x3) MRM of 5 Channels ES- 
10 90 299 > 99 

00 0"39~0"68 68 2"51 3.473.93 4.825.11 
7.42 

11 

’’~ "\~11.08 926 

................ . ......... , , ,,, = .... ~ .... , .... , .... 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 MN01539280 

1939.0129 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 18 

Sample List:    P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSI~I 
Last modified: Mon Mar 15 13:22:46 2004 
Method:          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDR\CotGrove NPDES 031504 
LaSt modified: Mon Mar 15 13:25=12 2004 
Job Code: 

Printed= Tue Mar 16 07=26=27 2004 

Name= 030S04A-409 
Texts 

4:C6 Sulfonate PFHS 

0106020 Control 

030504A-400 Sm (Mn, 2x3) 

~( 10.00    11i39 0.14 0.991.53 
2.76 3.57 4’244.80 5.456"01 7.09 8.11,8.61~, , , 9.~ 

Time 
2.00          4.00          6.00          8.00          10.00 

12-Mar-2004 19:38:38 
LC/MSlMS #6 

MRM of 5 Channels lEG- 
0.75 399 > 80 

733 

5:C8 Sulfonate PFOS 

0106020 Control 

030504A-409 Sm (Mn, 2x3) 

100-1 4.2~2 4.63 
7.71 8 38 8.94 

! 0/16 1.72 2 18 301 3.72 ’~ A 505 0.13 7.~00 /~/’k-~,-’/~ ~ 

2.00 4.00 S.00 8.00 I 0.00 

12-Mar-2004 19:38:38 
LC/MS/MS 

MRM of 5 Channels ES- 
10.7711.14 499>99 

668 

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 

3M MN01539281 

1939.0130 



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

Page 19 

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-410 
Text= 

: 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- 
8.19 313 > 269 

5.25e4 

2.00 4.00 6.00 8.00 10.00 
Time 

2:C8 Acid PFOA 

0106020 Spk A, 50 ng/L 12-Mar-2004 20:00:15 
LCIMS/MS #6 

030504A-410 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.73 413 > 369 

1007 . 19908~ 1.18e5 
Area 

0~,,~, ,, .... , .... ~ .... , .... , .... , .... , .... ~ .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

3: C~ Sulfonate PFBS 

0106020 Spk A, 50 ng/L 12-Mar-2004 20:00:12 
LC/MS/MS #6 

030504A-410 Sm (Mn, 2x3) MRM of 5 Channels ES- 
7.82 299 > 99 

1.40e3 100~                                    316 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539282 

1939.0131 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 20 

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-410 
Text= 

: C6 Sulfonate PFHS 
0106020 Spk A, 50 ng/L 

030504A-410 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

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

MRM of 5 Channels ES- 
8.54 399 > 80 

1.26e4 
Area 

Time 

: C8 Sulfonate PFOS 
0106020 Spk A, 50 ng/L 

030504A-410 Sm (Mn, 2x3) 
8.91 

2.00 4.00 6.00 8.00 10.00 

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

MRM of 5 Channels ES- 
499 > 99 

6.99e3 
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 

3M MN01539283 

1939.0132 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 21 

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= 

i: C6 Acid PFHA 
0106020 Spk B, 500 ng/L 

83674~ 

12-Mar-2004 20:21:561 
LC/MS/MS #61 

MRM of 5 Channels ES- 
313 > 269 

4.12e5 
Area 

030504A-411 Sm (Mn, 2x3) 
8.19 

1(o/1 
2.00 4.00 6.00 8.00 10.00 

: C8 Acid PFOA 
0106020 Spk B, 500 ng/L 12-Mar-2004 20:21:56 

LC/MS/MS #6 
MRM of 5 Channels ES- 

8.73 413 > 369 
030504A-411 Sm (Mn, 2x3) 

1 O01 

2.00 

241653~ 1.31e6 
Area 

.., .... , .... , .... , .... , .... , .... , .... , .... , .... Time 
4.00 6.00 8.00 10.00 

3: C4 Su]fonate PFBS 
0106020 Spk B, 500 ng/h 

030504A-411 Sm (Mn, 2x3) 
7.60 

1001 

228] 
2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 20:21:56 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

7.65e3 
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 

3M MN01539284 

1939.0133 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 

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 I~DES 031504 
Last modified: Mon Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26=27 2004 

Name: 030504A-411 
Text: 

4:C6 Sulfonate PFHS 

0106020 Spk B, 500 ng/L 

030504A-411 Sm (Mn, 2×3) 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 20:21:5~ 
LC/MS/MS #~ 

MRM of 5 Channels E$- 
8.56 399 > 80 

1.25e5 
Area 

Time 

5:C8 Sulfonate PFOS 
0106020 Spk B, 500 ng/L 

030504A-411 Sm (Mn, 2x3) 

1 O01 

2.00 

12-Mar-2004 20:21:56 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.91 499 > 99 

12725~ 

6.76e41Area 

~..., .... , .... ~-~,-, .... , .... ,, , ~ Time 
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 MN01539285 

1939.0134 



Quantify sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 23 

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 IS 13~2S:12 2004 
Job Code: 

Printed= Tue Mar 16 07:26=27 2004 

Name= 030504A-412 
Text= 

i: C6 Acid PFHA 
(~iL~._1 ...... i .... ~pk C, =vvuuu riyaL, DF=10000 

030504A-412 Sm (Mn, 2x3) 

lO% 8.19 

12-Mar-2004 20:43:43 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.88e4 
Area 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L-1-fl~58-4-Spk C, 250000 ngiL, DF=10000 

030504A-412 Sm (Mn, 2x3) 
8.71 

0~....,., --~... ,., .... , .... , .... , .... , .... , .... , .... ~ .... ,... ~-Time 
2.00 4.00 6.00 8.00 10.00 , 

3: C4 Sulfonate PFBS 
L .A958-~. S~.[: C, 2£~"~0~ r, t3f’-., DF=10000 12-Mar-2004 20:43:43 

12.Mar-2004 20:43:43! 
LCIMS/MS #61 

MRM of 5 Channels ES- 
413 > 369 

4.35e5 
Area 

85028~ 

LC/MS/MS 
MRM of 5 Channels ES- 

299 > 99 
1.82e3 

Area 

030504A-412 Sm (Mn, 2x3) 
7.69 

1~i~ 

272.| ~ 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539286 

1939.0135 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 24 

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 ~odi~ie~: MOn Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-412 
Text= 

: C6 Sulfonate PFHS 
L1~5~-1 ~pX C, 25~0 ,,g/L, DF=10000 

030504A-412 Sm (Mn, 2x3) 

2.00 

12-Mar-2004 20:43:43 
LC/MS/MS #e 

MRM of 5 Channels ES- 
8.54                          399 > 80 

2476~                     
1.20e4Area 

,, ~ .... = .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ ~ Time 
4.00 6.00 8.00 10.00 

5: C8 Sulfonate PFOS 

LI~5~,-~ 3i~k C, ~.,,,,,,,,, ,,~,,-.,-DF=10000 

030504A-412 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 20:43:43 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

8.62e3 
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 

3M MN01539287 

1939.0136 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 25 

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= 

i: C6 Acid PFHA 
~:L-1~38-I Gpk C, 25G6~0 ngih, DF=1000 

030504A-413 Sm (Mn, 2x3) 
8.17 

12-Mar-2004 21:05:301 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.09e5 
Area 

2.00 4.00 6.00 8.00 10.00 

: C8 Acid PFOA 

........I "~o~a-~ ep,. ,". _, ...,,,,,,,u"=~^^^ ~;,~/L, DF=1000 12-Mar-2004 21:05:30 
LClMS/MS #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

1.92e6 
Area 

030504A-413 Sm (Mn, 2x3) 

111/! 375441~ 
2.00 4.00 6.00 8.00 10.00 

Time 

: C4 Sulfonate PFBS 

~, DF=1000 

030504A-413 Sm (Mn, 2x3) 

2.00 4.00 

7.65 

12-Mar-2004 21:05:30 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

1.13e4 
Area 

6.00 8.00 10.00 
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 

3M MN01539288 

1939.0137 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 

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= 

: C6 Sulfonate PFHS 
L~95~ ’l~.pk~,~ 2~O000-rg3/L, DF=1000 

030504A-413 Sm (Mn, 2x3) 

1( 8.54 
22471 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 21:05:30 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.08e5 
Area 

Time 

5: C8 Sulfonate PFOS 
~)ILI.~.3~,-i 3p;~ C, 25006~, ~.~pq~, DF=1000 12-Mar-2004 21:05:30 

/ LC/MS/MS #6 
"030504A-413 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.90 499 > 99 
7.22e4 

Area 

100~ 139931 

2.00 4.00 6.00 8.00 10,00 
Time 

Exygen Research, 3058 Research Drive, Sta~e College, PA 16801 

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

3M MN01539289 

1939.0138 



Quantify Sample Report 
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~ 

I: C6 Acid PFHA 
L1958-5 Spk D, 10000 ng/L, DF=100 

030504A-414 Sm (Mn, 2x3) 

2.00 4.00 

12-Mar-2004 21:27:18 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.17 313 > 269 

3~ 

9.70e4 
Area 

~ ~Time 
6.00           8.00           10.00 

2:C8 Acid PFOA 
L1958-5 Spk D, 10000 ng/h, DF=100 12-Mar-2004 21:27:18 

LCIMS/MS #6 
030504A-414 Sm (Mn, 2x3) MRM of 5 Channels E8- 

8.71 413 > 369 

1001%~ 
5893~L 

3.08e5Area 

0 ,~’~-~,, ..... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~7,,, ~ .... ~ .... ~ .... ~Time 
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- 
7.63 299 > 99 

100-~ 450- 2.3 le3 
Area 

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 MN01539290 

1939.0139 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 28 

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\Me~hDB\CotGrove I~PDES 031504 
Last modified= Mon Mar 15 13:25=12 2004 
Job Code= 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030S04A-414 
Text= 

4:C6 Sulfonate PFHS 
L1958-5 Spk D, 10000 ng/h, DF=100 12-Mar-2004 21:27:18 

LCIMS/MS #6 
030504A-414 Sm (Mn, 2x3) MRM of 5 Channels ES-. 

100 
8.53 399 > 80 

l 
~ 

2.41e4 
Area 

°~-~ .... 
, .... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... ~ .... Time 

’ 2.00 4.00 6.00 8.00 10.00 

5: C8 Sulfonate PFOS 
L1958-5 Spk D, 10000 .g/L, DF=100 12-Mar-2004 21:27:1I 

LC/MS/MS #~ 
030504A-414 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1 8.90 499 > 99 

001% 

234~L~ 1.27e4Area 
0-~ ............................... ~ , , , , , ,        , , : ; ......... , ~ --, , , -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 MN01539291 

1939.0140 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 29 

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\Co~Grove I~PDES 031504 
Last modified: Mon Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name: 030504A-415 
Text= 

i: C6 Acid PFHA 
L1958-9 Spk E, 25000 ng/L, DF=100 12-Mar-2004 21:49:04 

LCIMS/MS #6 
030504A-415 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.17 313 > 269 

100~ 84823~ 2.45e5 

%1_ .~ 

Area 

~-- ~ Time 
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- 
8.71 413 > 369 

1001 
123658~ 

6.47e5Area 

0~, , , ,,,, ,~-7 .... , .... , .... , .... ~ .... , .... , .... ~ .... r ,,,, ~ .... 1 Time 

2.00 4.00 6.00 8.00 10.00 

3: C4 Sulfonate PFBS 
L1958-9 Spk E, 25000 ng/L, DF=100 

030504A-415 Sm (Mn, 2x3) 
7.65 

, 100t 270,= 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 21:49:04 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

1.17e4 
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 

3M MN01539292 

1939.0141 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 30 

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 PFMS 
L1958-9 Spk E, 25000 ng/L, DF=100 

030504A-415 Sm (Mn, 2x3) 

1 
O01% 

2.00 4.00 6.00 

8.53 

8.00 10.00 

12-Mar-2004 21:49:04 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

5.97e4 
Area 

Time 

5:C8 Sulfonate PFOS 

L1958-9 Spk E, 25000 ng/h, DF=100 12-Mar-2004 21:49:04~ 
LC/MS/MS #~ 

030504A-415 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.90 499 > 99 

3.53e4 

1to/! 
6696~ 

Area 

0" .... , ......... 
2.00 ’ .... 4.00’ .... ’ .... 6.00’ .... ’ .... 8.00’; ’ ’ ’ ’ .... 10.00’ .... ’ .... 

Tme 

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 MN01539293 

1939.0142 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, E~t.Date:03/05/04, Analyst:K.Risha 

Page 31 

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\Massllrnx\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-416 
Text= 

: C6 Acid PFHA 
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- 

1 8.15 313 > 

~ 
Area 

0 Time 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L1958-13 Spk F, 25000 rig/L, DF=100 

115423~ 

030504A-416 Sm (Mn, 2x3) 

111 
8.71 

0~’,, ,,,,, ,,~’~ .... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 22:10:43 
LC/MS/MS #6 

MRM of 5 Channels ES- ~ 
413 > 369 

6.14e5 
Area 

3: C~ Sulfonate PFBS 
L1958-13 Spk F, 25000 rig/L, DF=100 12-Mar-2004 22:10:43 

LC/MS/MS #6 
030504A-416 Sm (Mn, 2x3) MRM of 5 Channels ES- 

7.61 299 > 99 

1 
io/~ 

2207~ 8.83e3 

~ 
Area 

2.00 4.00 6.00 8.00 I0.00 

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 MN01539294 

1939.0143 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 32 

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 modifisd= Mon Mar 15 13~25~12 2D04 
Job Code= 

Printed= Tue Mar 16 07:26=27 2004 

Name= 030504A-416 
Text= 

4: C6 Sulfonate PFHS 

L1958-13 Spk F, 25000 rig/L, DF=100 

030504A-416 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 22:10:431 
LC/MS/MS #61 

MRM of 5 Channels ES- I 
8.52 399 > 80 

5.63e4 
Area 

Time 

5:C8 Sulfonate PFOS 

L1958-13 Spk F, 25000 nglh, DF=100 

030504A-416 Sm (Mn, 2x3) 

12-Mar-2004 22:10:43 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.88 499 > 99 
6142-~ 3.25e4 

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

3M MN01539295 

1939.0144 



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

Page 33 

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= 

I: C6 Acid PFHA 
L-19.58.4"/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- 
1.,,~ 8.15 313 > 269 

~ 
8.93e4 

Area 

O I.."~-, ,, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ~ .... Time 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

b-1J3684-7-Spk G, 10000 nglL, DF=100 12-Mar-2004 22:32:30 
LC/MS/MS #6 

MRM of 5 Cl~annels ES- 
8.69 413 > 369 

109917-~ 5.73e5 
Area 

~ , , ,--’- .... , .... , .... , .... , .... , .... , .... , .... , .... , .... - Time 
2.00 4.00 6.00 8.00 10.00 

030504A-417 Sm (Mn, 2x3) 

l°°1 

3: C4 Sulfonate PFBS 
Li~8-17 Spk G, 10000 ng/L, DF=I00 12-Mar-2004 22:32:30 

LClMS/MS #6 
030504A-417 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1’" 
7.59 299 > 99 

A. 
8.93e3 

Area 

0 .... , .... , .... , .... , .... , .... , .... , .... ,, 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 MN01539296 

1939.0145 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, E~t.Date:03/05/04, Analyst:K.Risha 

Page 34 

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= 

: C6 Sulfonate PFHS 
h-~958=l-7-Spk G, 10000 ng/h, DF=100 12-Mar-2004 22:32:3(] 

LC/MS/MS #6 
MRM of 5 Channels ES- 

399 > 80 
2.93e4 

Area 

030504A-417 Sm (Mn, 2x3) 
8.52 

1 O01 

IiI .... , .... , .... , .... , .... , .... , .... , .... , .... ,-,,,, , .... ,~-~,, Time 
2.00 4.00 6.00 8.00 10.00 

: C8 Sulfonate PFOS 
~ Spk G, 10000 ng/L, DF=100 12.Mar-2004 22:32:30 

LC/MS/MS #6 
MRM of 5 Channels ES- 

499 > 99 
2.32e4 

Area 

030504A-417 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539297 

939.0146 



Quantify Sample Report 
Study No.:LI958, 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= 

I: C6 Acid PFHA 

XC030504-1, 25 ng/L Standard 

030504A-418 8m (Mn, 2x3) 
8.17 
5549- 

12-Mar-2004 22:54:23 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

3.02e4 
Area 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

XC030504-1, 25 ng/L Standard 

Time 

030504A-418 Sm (Mn, 2x3) 
8.71 

1001                                       10181 

2.00 4.00 6.00 8.00 10.00 

12.Mar-2004 22:54:23 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

6.56e4 
Area 

Time 

3: C4 Sulfonate PFBS 
X , 12-Mar-2004 22:54:23 C030504-1, 25 ng/L Standard 

~ 

LC/MS/MS #6 
030504A-418 Sm (Mn, 2x3) MRM of 5 Channels ES- 

/ 100~ 0.82..0~9 1.~55 2~32.78 3.5, 
4.7~4 

7.,38 . 11.7 ;. 299 > 99 

%]0.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 

3M MN01539298 

1939.0147 



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

Page 36 

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 

030504A-418 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 22:54:2~ 
LC/MS/MS #61 

MRM of 5 Channels ES- 
8.54 399 > 80 

7.15e3 
Area 

Time 

5:C8 Sulfonate PFOS 
XC030504-10 25 ng/L Standard 

030504A-418 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 22:54:23 
LCIMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

3.21e3 
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 

3M MN01539299 

1939.0148 



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

Page 37 

Sample Lis~=    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 ~odified= Mon Mar 15 13=25:12 20D4 
Job Code= 

Printed: Tue Mar 16 07=26:27 2004 

Name= 030504A-419 
Text= 

I: C6 Acid PFHA 

L1958-1, DF=200 

030504A-419 Sm (Mn, 2x3) 
8,19 

2.00 4.00 6.00 8.00 10,00 

12-Mar-2004 23:16:11 
LCIMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

1.64e4 
Area 

Time 

2:C8 Acid PFOA 

L1958-1, DF=200 

030504A-419 Sm (Mn, 2x3) 
8.69 

~ \ Time 
2.00 4.00 6.00 8.00 10.00 

12.Mar-2004 23:16:11 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.61 e5 
Area 

3: C4 Sulfonate PFBS 

L1958-1, DF=200 12-Mar-2004 23:16:11 
LCIMS/MS #6 

030504A-419 Sm (Mn, 2x3) MRM of 5 Channels ES- 
7.57 299 > 99 

100! 

~ 

3.96e3 
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 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 

3M MN01539300 

1939.0149 



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

Page 38 

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= 

4: C6 Sulfonate PFHS 

L1958-1, DF=200 

030504A-419 Sm (Mn, 2x3) 
8.52 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 23:16:111 
LC/MS/MS #6I 

MRM of 5 Channels ES- 
399 > 80 

5.41e3, 

5:C8 Sulfonate PFOS 

L1958-1, DF=200 12-Mar-2004 23:16:11 
LClMS/MS #6 

030504A-419 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 
8~86 499 > 99 

l 
~ 

7.01e3 
Area 

0~ .... , .... , .... ,~,, .... , .... , .... ~ .... , .... ~ .... , .... 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 MN01539301 

1939.0150 



Quantify Sample Report 
Study No.=LI958, Set No. :030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 39 

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= 

: C6 Acid PFHA 
L1958-1 Rep, DF=200 

030504A-420 8m (Mn, 2x3) 
8.21 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 23:38:06 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

1.77e4 
Area 

Time 

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- 
8.69 413 > 369 

00 3132 1.65e5 
Area 

% 

0~,"---~,,,,, ,’:q- .... , .... , .... , .... , .... , , , , , ,, .... , .... ,,,, ,~’Time 
2.00 4.00 6.00 8.00 10.00 

3: C4 Sulfonate PFBS 
L1958-1 Rep, DF=200 

030504A-420 Sm (Mn, 2x3) 
7.60 
874- 

12-Mar-2004 23:38:06 
LClMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

4.29e3 
Area 

O0 

% 

01 .... r ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I .... I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ 

2.00                     4.00                     6.00                     8.00                     10.00 
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 

3M MN01539302 

1939.0151 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 40 

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, 2×3) MRM of 5 Channels ES- 

8.52 399 > 80 
5,45e3 

Area 

100t 1095 

2.00 4.00 6.00 8.00 10.00 
Time 

5:C8 Sulfonate PFOS 
L1958-1 Rep, DF=200 12-Mar-2004 23:38:06 

LClMS/MS #6 
030504A-420 Sm (Mn, 2x3) MRM of 5 Channe s ES- 

8.87 499 > 

11o/~_1109~_ 
~       634e939Area 

2.00’ .... ’ ....                     4.00’ .... ’ ....                     6.00’ .... ’ ....                     8.00’ .... ’ ....                     10.00’ .... ’ .... 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 

3M MN01539303 

1939.0152 



Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 41 

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= 030S04A-421 
Text= 

i: C6 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- 

8.21 313 > 269 
100q                                         3898~                     1.58e41 

°/iIfl~~-~,-~,’ 
~~ ~~~                                                 TimeArea 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L1958-2, DF=200 12-Mar-2004 23:59:44 

LClMS/MS #6 
030504A-421 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.71 413 > 369 

1001%1_ 
242~ 

1.35e5Area 

0 ~.."--~,, i-...";-C- .... , .... , .... , .... , .... , .... , .... , .... , .... , .... \ Time 
2.00 4.00 6.00 8.00 10.00 

: 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- 
7.61 299 > 99 

1001 

~ 

3.79e3 
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 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 

3M MN01539304 

1939.0153 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 42 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified= Mon Mar 15 13=22~46 2D04 
Method:          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
Last modified= Mon Mar 15 13:25:12 2D04 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-421 
Text: 

4:C6 Sulfonate PFHS 
51958"2, DF=200 

030504A-421 Sm (Mn, 2x3) 

100~ 966- 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 23:59:44~ 
LC/MS/MS #8I 

MRM of 5 Channels ES-I 
8.52 399 > 80 

4.73e3 
Area 

: C8 Sulfonate PFOS 
L1958-2, DF=200 

030504A-421 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

12-Mar-2004 23:59:44 
LCIMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

6.44e3 
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 

3M MN01539305 

1939.0154 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analys~:K.Risha 

Sample List:    P:\Data\LCMSMS6\MassIynx\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= 

i: C6 Acid PFMA 

L1958-1, DF=100 

030504A-422 Sm (Mn, 2x3) 

1( 
8.19 
7658- 

2.00 4.00 

2: C8 Acid PFOA 

L1958-1, DF=100 

13-Mar-2004 00:21:24 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

2.58e4 
Area 

6.00 8.00 10,00 
Time 

030504A-422 Sm (Mn, 2x3) 

00 

2.00 4.00 

13-Mar-2004 00:21:24~ 
LC/MS/MS #6 

MRM of 5 Channels ES~ 
8.71 413 > 3691 

4251~ 

2.30e5Area 

.... , .... ,, ~T-~-r-,,,,, .... , .... , .... Time 
6.00 8.00 10.00 

3: ~4 Sulfonate PFBS 

L1958-1, DF=100 

030504A-422 Sm (Mn, 2x3) 
7.61 

100o/I                     
1982 

2.00                     4.00                     6.00                     8.00                     10.00 

13-Mar-2004 00:21:24 
LClMS/MS #6 

MRM of 5 Channels 
299 > 99 

8.63e3 
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 

3M MN01539306 

1939.0155 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 44 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PR0\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13=22=46 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochamicals.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- 
8.54 399 > 80 

9.94e3 
A~a 

2.00 4.00 6.00 8.00 10.00 
Time, 

5:C8 Sulfonate PFOS 

L1958-1, DF=100 

030504A-422 Sm (Mn, 2x3) 

1 O0! 

’ 

13-Mar-2004 00:21:24~ 
LC/MS/MS #6I 

MRM of 5 Channels 
8.88 499 > 99 

329i 
1.66e41 

Areal 

, .... , .... , .... , .... , .... r .... , .... , .... Time 
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 MN01539307 

1939.0156 



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

Page 45 

Sample List:    P=\Data\LCMSMS6\Massllrnx\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 3004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name: 030504A-423 
Text= 

I: C6 Acid PEHA 
!L1958-1 Rep, DF=100 13-Mar-2004 00:43:07 

’ 030504A-423 Sm (Mn, 2x3) 

LC/MS/MS #6 

8.19 313 > 269 

100-~ 
I ,C ) 2.69e4 

! 

TJme 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L1958-1 Rep, DF=100 

030504A-423 Sm (Mn, 2x3) 

11o/~ 

13-Mar-2004 00:43:07 
LC/MS/MS #6] 

MRM of 5 Channels ES- / 
8.71 413 > 369 

2.61e5 

48556~ 

Area 

.-~-. - "" Time 
2.00 4.00 6.00 8.00 10.00 

: 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- 

1(~ 7.63 299 > 99 

°~ 

8.70e3 
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 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 

3M MN01539308 

1939.0157 



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

Page 46 

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 I~PDES 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: C6 Sulfonate PFHS 

L1958-1 Rep, DF=100 13-Mar-2004 00:43:0~ 
LC/MS/MS #~ 

I030504A-423 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.54 399 > 80 

1.04e4 

1001%~L. 
~ Area 

0’,’,, , .... , ......... , .... , .... , .... , .... , .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
!L1958-1 Rep, DF=100 

030504A-423 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 00:43:07 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.45e4 
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 

3M MN01539309 

1939.0158 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 47 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSF~4 
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-424 
Text: 

I: C6 Acid PFHA 

[ L9584"~,DF=100 

0~0g04A-424 Sm (Mn, 2x3) 

13-Mar-2004 01:04:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.10 313 > 269 
8014- 2.75e4 

_ __~ ~,~,~.,~.~.~...~..~_~ Area 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L~, DF=100 

Time 

030504A-424 Sm (Mn, 2x3) 

1 O01 

2.00 4.00 

8.71 

13-Mar-2004 01:04:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

52021 2.73e5Area 

.... , .... , .... , .... , .... , .... , .... " Time 
6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

~DF=100 

030504A-424 Sm (Mn, 2x3) 
7.63 

100~ 

21721 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 01:04:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

9.93e3 
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 

3M MN01539310 

1939.0159 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, E~t.Date:03/05/04, Analyst:K.Risha 

Page 48 

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.PR0\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: 

: C6 Sulfonate PFHS 

L-958=I=’Z, DF=100 

030504A-424 Sm (Mn, 2x3) 

1 O01 

2.00 

13-Mar-2004 01:04:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.54 399 > 80 
2284-~ 1.14e4 

L 
Area 

, ,, .... ~ .... , .... , .... , .... , .... ~ .... , .... , .... Time 
4.00 6.00 8.00 10.00 

: C8 Sulfonate PFOS 

~,.9584-~, DF=100 

030504A-424 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 01:04:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.46e4 
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 

3M MN01539311 

1939.0160 



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

Page 4~ 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified= Mon Mar 15 13:22:46 20G4 
Method:          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove B-PDES 031504 
Last modified= Mon Mar 15 13=25=12 20G4 
Job Code: 

Printed: Tue Mar 16 07:26=27 2004 

Name: 030504A-425 
Text: 

I: C6 Acid 

L1958-1, DF=10 

030504A-425 Sm (Mn, 2×3) 
8.17 

13-Mar-2004 01:26:41 
LCIMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

2.26e5 
Area 

0 ’                                                                             "- Time 
2.00           4.00           6.00           8.00           10.00 

2: C8 Acid PFOA 

L1958-1, DF=I 0 

030504A-425 Sm (Mn, 2x3) 

% 

13-Mar-2004 01:26:41 
LC/MS/MS #6 

MRM of 5 Channels ES- 
6.73 413 > 369i 

322432~ 

1.68e6Area 

~-~ .... , .... , .... ~ .... , .... , .... ~ .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

51958-1, DF=10 

030504A-425 Sm (Mn, 2x3) 
7.63 

13-Mar-2004 01:26:41 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

9.31e4 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539312 

1939.0161 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analys~:K.Risha 

Page 50 

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:C6 Sulfonate PFHS 

L1958-1, DF=10 

030504A-425 Sm (Mn, 2x3) 
8.54 

1(                                                     21: 

13-Mar-2004 01:26:41 
LC/MSlMS #6 

MRM ~ 5 Channels ES- 
399 > 80 

1.07e5 
Area 

2.00 4.00 6.00 8.00 10.00 

: C8 Sulfonate PFOS 

L1958-1, DF=10 

Time 

030504A-425 Sm (Mn, 2x3) 
8.89 

2.00 4.00 6.00 8.00 10.00 

13.Mar-2004 01:26:41 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.34e5 
Area 

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 MN01539313 

1939.0162 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 51 

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\Massly~x\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: 030S04A-426 
Text= 

i: C6 Acid PFHA 
L1958-1 Rep, DF=10 

030504A-426 Sm (Mn, 2x3) 
8.17 

1 O01 . 

5954~ 

°/°l^ 

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 

MRM of 5 Channels ES- 
313 > 269 

2.20e5 
Area 

Time 

13.Mar-2004 01:48:27 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.57e6 
Area 

030504A-426 Sm (Mn, 2x3) 
8.73 

1001o/I1                                         
297100~ 

D- , ....~-, , , , , , , , , , Time ...... .... .... .... .... .... .... .... .... .... .... 

2.00          4.00          6.00          8.00          10.00 

3: C4 Sulfonate PFBS 
L1958-1 Rep, DF=10 13-Mar-2004 01:48:27 

LC/MS/MS #6 
MRM of 5 Channels ES- 

7.63 299 > 99 
9.62e4 

Area 

030504A-426 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539314 

1939.0163 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 52 

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-426 
Text~ 

4:C6 Sulfonate PFHS 
L1958-1 Rep, DF=10 

8.54 
030504A-426 Sm (Mn, 2x3) 

20984~ 

13-Mar-2004 01:48:27 
LCIMS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.08e5 
Area 

00 

% 

0",, ,",, .... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

5: C8 Sulfonate PFOS 
L1958-1 Rep, DF=10 13-Mar-2004 01:48:271 

LC/MS/MS #6 
MRM of 5 Channels ES- 

8.88 499 > 99 
1.23e5 

Area 

)30504A-426 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539315 

1939.0164 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 53 

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

I: C6 Acid PFHA 

L1958-2, DF=I 0 

8.17 
030504A-427 Sm (Mn, 2x3) 

13-Mar-2004 02:10:19 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

61 
2.24e5 

Area 

,, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ~ Time 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L1958-2, DF=10 

030504A-427 Sm (Mn, 2x3) 

00 

2.00 

: C4 Sulfonate PFBS 

L1958-2, DF=10 

13-Mar-2004 02:10:19 
LClMS/MS #6 

MRM of 5 Channels ES- 
8.73 413 > 369 

298313~ 1.55e6 
Area 

.., .... , .... , .... , .... , .... ~ .... , .... , .... , .... -Time 
4.00 6.00 8.00 10.00 

030504A-427 Sm (Mn, 2x3) 

1 O01 

2.00 

7.63 

4.00 6.00 8.00 10.00 

13-Mar-2004 02:10:19 
LC/MS/MS #~ 

MRM of 5 Channels ES- 
299 > 99 

9.00e4 
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 

3M MN01539316 

1939.0165 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 54 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDE\030504A CG ACSFM 
Last modified: Mort 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:C6 Sulfonate PFHS 
L1958-2, DF=10 

030504A-427 Sm (Mn, 2x3) 
8.54 

1001%!                                     
21008~ 

2.00 

13-Mar-2004 02:10:19 
LClMS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.09e5 
Area 

4.00 6.00 8.00 10.00 

: C8 Sulfonate PFOS 

L1958-2, DF=10 

030504A-427 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 02:10:19 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.26e5 
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 

3M MN01539317 

1939.0166 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst~K.Risha 

Page 55 

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-428 
Text: 

I: C6 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 1.72e4 
A ~~~~,~~ Area 

o" .... , .... ,, ,,, .... , ,,,TT .... ,,,, .... , .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

: C8 Acid PFOA 

L1958-3, DF=1000 

030504A-428 Sm (Mn, 2x3) 
8.73 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 02:32:0t~ 
LClMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

7.96e4 
Area 

Time 

: C4 Sulfonate PFBS 

L1958-3, DF=1000 

030504A-428 Sm (Mn, 2x3) 

1 (     ;8 1.01 

2.20 3.22 3.53 ;934.69 
5.71 6.’1 ’1 

7.02 7.65 8.44 9.27 

13-Mar-2004 02:32:06 
LC/MS/MS #6 

MRM of 5 Channels ES- 
10.02.10.23 299 > 99 

1.26e3 

~11.23 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539318 

1939.0167 



Quantify sample Report 
Study No.=LI958, Set No.:03~504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 56 

sa~ple Lis~=    P:\Da~a\LCMSMS6\Massly~x\Fluorochemicals.PRO\SampIeDB\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 

Na~e: 030504A-428 
Text: 

4:C6 Sulfonate PFHS 

L1958-3, DF=1000 

030504A-428 Sm(Mn, 2x3) 

1, 0.12 

.1.642.57 3.38 4.20 5.07 5.67 
6.75 7.69 

13-Mar-2004 02:32:06 
LClMSlMS #6 

MRM of 5 Channels ES- 
10.08 1 399> 80 

8.48 9.27 740 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
IL19S8-3, DF=1000 

Time 

030504A-428 Sm (Mn, 2x3) 
0.12 

1.20 4.15 5.40 5.82 
7.63 

207 3.43 

7.82 

13-Mar-2004 02:32:06 

~j LC/MS/MS #6 
MRM of 5 Channels ES- 

8.94 10.75 499 > 99 

9.71 10 770 

2.00 4.00 6.00 8.00 10.00 
Time 

Exygen Research, 3058 Research Drive, Stat~ College, PA 16801 

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

3M MN01539319 

1939.0168 



Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 57 

Sample List:    P:\Da~a\LCMSMS6\Masslyr~\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: 

i: C6 Acid PFHA 

L1958-3, DF=100 13-Mar-2004 02:53:50 

LC/MS/MS #6 
030504A-429 Sm (Mn, 2×3) MRM of 5 Channels ES- 

8.27 313 > 269 
1.67e4 

Ama 

~3272 
’ I ’ ’ ~ ~ I ’ ’ ’ ’ I ~ ’ ~ ~ I ’ ’ ~ ’ I ~ ’ ’ ’ I ’ = ~ ~ I ’ ’ 

2.00          4.00          6.00          8.00 
Time 

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- 
8.73 413 > 369 

1001 
163~ 

9.50e4Area 

.... .-..-i"~--....-~,, .... ,.-~,..,, rT. , .... , .... -,,,, ~-,,,,, .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

L1958-3, DF=100 

/ 
030504A-429 Sm (Mn, 2x3) | 

8.65 
8.59. 

~1.08 2.18 3 033 53 4.344.88    5.92 

13-Mar-2004 02:53:50 
LC/MSIMS #6 

MRM of 5 Channels ES- 
299 > 99 

10.58 11.671.05~3 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539320 

1939.0169 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 58 

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-429 
Text: 

4:C6 Sulfonate PFFIS 

L1958-3, DF=100 13-Mar-2004 02:53:50] 
LC/MS/MS #~ 

030504A-420 Sm (Mn, 2x3)                                        I,        MRM of 5 Channels ES- 

100 0 12                                               ~      10.02 10.94 399 > 80/ 
" . . 5 38 5 99 8 569.299 54 734 

-~ 0.74 ...... 3.68 3.99 ¯ ~ " \ 6.38 7.307.81 -~.- 2~9F~~/~/’~ 

2.00 4.00 6.00 8.00 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- ! 
10 89 11.75.~499 > 99 

10030.08 8.4,8 8.92 9.52 " ""~ /~ 719I 
J/ 1.24 1.97 ~ 3683"86AA~ ...... 6.75 7.32 J~ /~ ~ /~, ~ \ /~ \ 

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 MN01539321 

1939.0170 



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

Page 59 

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 ~PDES 031504 
Last modified: Mun Mar 15 13:25:12 2004 
Job Code= 

Printed: Tue Mar 16 07=26:2? 2004 

Names 030504A-430 
Text= 

i: C6 Acid PFHA 

h1958-4, 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 

~ 

5.86e4 
Area 

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 

MRM of 5 Channels ES- 
8.73 413 > 369 

43898~ 

2.42e5Area 

,~,, , ,-,,,-~ .... , .... , .... ~ .... ~ .... , .... , .... , .... \Time 
4.00 6.00 8.00 10.00 

030504A-430 Sm (Mn, 2x3) 

2.00 

3:C4 Sulfonate PFBS 

L1958-4, DF=1000 

030504A-430 Sm (Mn, 2x3) 
7.63 

2.00 4.00 6.00 8.00 

13-Mar-2004 03:15:33 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

3.76e3 
Area 

I0.00 
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 

3M MN01539322 

1939.0171 



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

Page 60 

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 I~PDES 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 

030504A-430 Sm (Mn, 2x3) 
8.54 

100t 4751 

0-~ .... I .... ~ .... I .... I .... I .... I .... ~ .... ~i ,, ,~ .... I .... I .... 
2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 03:15:33 
LC/MS/MS #6 

MRM of 5 Channels 
399 > 80 

2.38e4 
Area 

- Time 

5:C8 Sulfonate PFOS 

L1958-4, DF=1000 

030504A-430 Sm (Mn, 2x3) 
8.90 

(~ , , , , , ~ , ,~ ......... 
2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 03:15:33 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.50e4 
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 

3M MN01539323 

1939.0172 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 61 

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= 

I: C6 Acid PFHA 
XC030504-2, 50 ng/h Standard 13-Mar-2004 03:37:24 

LC/MS/MS #6 
030504A-431 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.19 313 > 269 

1~ 

]                                                       
~-~ 

5.07e4 
Area 

--~ 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 

LCIMS/MS #6 
030504A-431 Sm (Mn, 2×3) MRM of 5 Channels !=S- 

8.73 413 > 369 

Area 

0r, ,"-~-’~-,, ,,     ~ ................ .... ~ ,, ~ , , , .... , .... , .... , .... ~ .... -Time 
2.00 4.00 6.00 8.00 10.00 

3: C4 Sulfonate PFBS 
[XC030504-2, 50 ng/h Standard 

030504A-431 Sm (Mn, 2x3) 
7.61 

13-Mar-2004 03:37:24 
LC/MS/MS #6 

MRM of 5 Channels 
299 > 99 

1.51e3 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539324 

1939.0173 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 62 

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: 

4: C6 Sulfonate PFHS 
XC030504-2, 50 ng/L Standard 

030504A-431 Sm (Mn, 2x3) 
8.56 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 03:37:24 
LC/MS/MS 

MRM of 5 Channels ES- 
399 > 80 

1.36e4 
Area 

Time 

5:C8 Sulfonate PFOS 
XC030504-2, 50 ng/L Standard 13-Mar-2004 03:37:24 

LC/MS/MS 
030504A-431 Sm (Mn, 2×3) MRM of 5 Channels 

8.90 499 > 99 

1001 

1331~ 7.21e3 

~ 
Area 

0" .... , .... , .... ,,, ,~,,,,,, .... , .... , .... , .... , .... , .... , .... 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 MN01539325 

1939.0174 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 63 

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-432 
Text= 

I: C6 Acid PFHA 

L1958-5 13-Mar-2004 03:59:12 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

3,27e5 
Ama 

030504A-432 Sm(Mn, 2x3) 
8.15 

0~;",,,, , .... , .... , .... ~ .... , .... ~ .... , .... , .... , .... , .... ~ .... Time 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

!L1958-5 13-Mar.2004 03:59:12 

030504A-432 Sm (Mn, 2x3) 

LC/MS/MS #6 
MRM of 5 Channels ES- 

8.71 413 > 369 

3162~ 

1.71eSArea 
l°°1 

%1_ ~ _ \ Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

L1958-5                                                        13-Mar-2004 03:59:12 
LC/MSIMS #6 

MRM of 5 Channels ES- 
299 > g9 

2.27e4 
Area 

030504A-432 Sm (Mn, 2x3) 

2.00 

754 
2244 

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 MN01539326 

1939.0175 



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: Men Mar 15 13:22=46 2004 
Method=           P=\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
Last modified: Men Mar 15 13:25=12 2004 
Job Code= 

Printed= Tue Mar 16 07:26:27 2004 

Name= 030504A-432 
Text= 

4:C6 Sulfonate PFHS 

L1958-5 

030504A-432 Sm (Mn, 2x3) 
8.52 

100 0 18 
9.58 10;43 

453 4.92 6.50 7.2.~1~.8    ~2~/ . /_ / 

% 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 03:59:1:2 
LClMS/MS #6 

MRM of 5 Channels ES- 
11,62 399 > 80 

979 

Time 

5:C8 Sulfonate PFOS 

L1958-5 

030504A-432 Sm (Mn, 2x3) 
8.90 

1001 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 03:59:12 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.50e3 

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 

3M MN01539327 

1939.0176 



Quantify Sample Report 
Study No.:LI958, Se~ No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 65 

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 I~PDES 031504 
Last modified: Mon Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-433 
Text= 

I: C6 Acid PFHA 
L1958-5 Rep 

030504A-433 Sm (Mn, 2x3) 
8.13 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 04:20:53 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

2.89e5 
Area 

Time 

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- 
8.71 413 > 369 

1001%1 
_ 

4183~ 

2.33e5Area 

"" Time 
2.00 4.00 6.00 8.00 10.00 

3: C4 Sulfonate PFBS 
L1958-5 Rep 

030504A-433 Sm (Mn, 2x3) 

2.00 4.00 8.00 8.00 10.00 

13-Mar-2004 04:20:53 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

1.16e4 
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 

3M MN01539328 

1939.0177 



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

Page 66 

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-433 
Text= 

4:C6 Sulfonate PFHS 
13-Mar-2004 04:20:53] L1958-5 Rep 

LC/MS/MS #61 
030504A-433 Sm (Mn, 2x3) 

~ 
MRM of 5 Channels ES- 

8.56 
7 10,77 399 > 80 100q q.12 0.68 .9.6 1.01e3 

, , ,, .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
L1958-5 Rep 

030504A-433 Sm (Mn, 2x3) 
8.88 

1 O01 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 04:20:53 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.45e3 
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 

3M MN01539329 

1939.0178 



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= Mon Mar 15 13:25:12 2004 
Job Code= 

Printed: Tue Mar 16 07=26:27 2004 

Name= 030504A-434 
Text= 

: C6 Acid PFHA 

L1958-6 

030504A-434 Sm (Mn, 2x3) 

lOO~ 

2.00 4.00 6.00 

8.13 

13-Mar-2004 04:42:31 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

2.76e5 
Area 

Time 
8.00        1000 

2: C8 Acid PFOA 

51958-6 13.Mar-2004 04:42:31 
LC/MS/MS #6 

030504A-434 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.71 413 > 369 

1001%~ 
40608~ 

2.26e5Area 

0- .FT~.~. , .... , . .., .... , .... , .... , .... , .... = .... , .... \Time 
2.00 4.00 6.00 8.00 10.00 

3: C4 Sulfonate PFBS 

51958-6 13-Mar-2004 04:42:31 
LC/MS/MS #6 

030504A-434 Sm (Mn, 2x3/ MRM of 5 Channels ES- 

100 
7.48 299 > 99 

Area 

0-t"/"J~"~ ,,, .... , , ,, ~ .... , .... , , , , 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 

3M MN01539330 

1939.0179 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 68 

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 
LC/MS/MS #6 

030504A-434 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1,~,_, 8.52 399 > 80 

uu~ ~ 

1.20e3 

~ / , 9.05, _~._ .,u.z~ .~;,~., ,.uo .. 10 2310.85 11 0811.87 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
L1958-6 

030504A-434 Sm (Mn, 2x3) 
8.86 

100~ 
142 

2.00 4.00 6.00 8.00 10.00 

13.Mar-2004 04:42:31 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.27e3 
A~a 

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 

3M MN01539331 

1939.0180 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, E~t.Date:03/05/04, Analyst:K.Risha 

Page 69 

S~mple List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13:22:46 2D04 
Method:          P:\Da~a\LCMSMS~\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~ 

I: C6 Acid PFHA 

L1958-7, DF=100 

030504A-435 Sm (Mn, 2x3) 

1( 
8.17 

1468o- 

2.00 4.00 6.00 8.00 

13-Mar-2004 05:04:14 
LClMS/MS #~ 

MRM of 5 Channels ES- 
313 > 269 

5.55e4 
Area 

Time 
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- 
8.71 4"13 > 369 

111/1 4745~ 

2.68e5Area 

2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

L1958-7, DF=100 

030504A-435 Sm (Mn, 2x3) 
7.59 

1( 356- 

13-Mar-2004 05:04:14 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

2.32e3 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539332 

1939.0181 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 70 

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\Fluoroch~micals.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: C6 Su]fonate PFHS 

L1958-7, DF=100 

030504A-435 Sm (Mn, 2x3) 

100 
8.54 

13-Mar-2004 05:04:14 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.99e4 
Area 

Time 

5:C8 Sulfonate PFOS 

L1958-7, DF=100 

030504A-435 Sm (Mn, 2x3) 
8.90 

1’o’.o~ 

13-Mar-2004 05:04:14 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.1 le4 
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 

3M MN01539333 

1939.0182 



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

Page ?i 

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= 

I: C6 Acid PFHA 

L1958-8, DF=1000 

030504A-436 Sm(Mn, 2x3) 
8.17 

1( 14120- 

2.00 4.00 6.00 8.00 10.00 

2: 08 Acid PFOA 
L1958-8, DF=1000 

13-Mar-2004 05:26:07 
LClMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.55e4 
Area 

Time 

030504A-436 Sm (Mn, 2x3) 
8.71 

0 ,.~’---,    , ,q-         ~ I , ~ T~ ..... 
2.00 4.00 6.00 8.00 10.00 

13-M ar-2004 05:26:07 
LC/MS/MS 

MRM of 5 Channels ES- 
413 > 369 

2.65e5 
Area 

" Time 

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- 
7.61 299 > 99 

Area 

....................... ~q ........ , ................ 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 MN01539334 

1939.0183 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 72 

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:C6 Sulfonate PFHS 

L1958-8, DF=1000 

030504A-436 Sm (Mn, 2x3) 
8.52 

10oiI 

3946 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 05:26:07 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.82e4 
Area 

Time 

5:C8 Sulfonate PFOS 

!51958-8, DF=1000 

030504A-436 Sm (Mn, 2x3) 
8.88 

Or .... = .... = .... = .... ~ .... = .... , .... = .... I~ ? .............. 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 05:26:07 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.19e4 
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 

3M MN01539335 

1939.0184 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 73 

Sample List:    P:\Data\LCMSMS6\Masslynx\F1uorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13:22:46 2004 
Method=          P:\Da~a\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: 

i: 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- 
8.17 313 > 269 

100~ 17416-~ 8.92 e4 

%@ 1 

Area 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

XC030504-3, 100 ng/h Standard 13-Mar-2004 05:47:51 
LC/MS/MS #(i 

030504A-437 Sm (Mn, 2×3) MRM of 5 Channels ES- 
8.73 413 > 369 

Area 

0r, ,~.-~--.. ,-,, ,,, .... , , ,-~,, .... , .... .... , .... ; -- , .... , .... , .... \Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 
XC030504-3, 100 nglL Standard 

030504A-437 Sm (Mn, 2x3) 
7.63 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 05:47:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

1.83e3 
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 

3M MN01539336 

1939.0185 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 74 

Sample List:    P:\Data\LCMSMS6\Masslynx\Pluorochemicals.PRO\SampleDB\030504A CG ACSF~ 
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= 030584A-437 
Text= 

4:C6 Sulfonate PFHS 

XC030504-3, 100 ng/L Standard 

030504A-437 Sm (Mn, 2x3) 
8.56 

5062~ 
2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 05:47:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

2.58e4 
Area 

Time 

5:C8 Sulfonate PFOS 

XC030504-3, 100 ng/L Standard 

030504A-437 Sm (Mn, 2x3) 
8.90 

1001 

231 

2.00 4.00 6.00 8.00 10.00 

13.Mar-2004 05:47:51 
LC/MS/MS #6 

MRM of 5 Channels 
499 > 99 

1.21 e4 
Area 

Time 

E~ygen 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 MN01539337 

1939.0186 



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

Page 

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.PR0\MethDB\CutGrove NPDES 031504 
Last modified= Mon Mar 15 13=25=12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:2? 2004 

Name: 030504A-438 
Text: 

I: 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 

~ 

7.80e4 
Area 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 
L1958-9, DF=100 

030504A-438 Sm(Mn, 2x3) 

100 8.71 

3802~L 0 .... ,,,, ~ ,,,, .... , .... , .... , .... , .... 
2.00 4.00 6.00 8.00 

13-Mar-2004 06:09:34 
LC/MSIMS #6 

MRM of 5 Channels ES- 
413 > 369 

2.01e5 
Area 

\ Time 
10.00 

3:C4 Sulfonate PFBS 

L1958-9, DF=t00 13-Mar-2004 06:09:34 
LC/MS/MS #!~ 

030504A-438 Sm (Mn, 2x3) MRM of 5 Channels ES- 

In~ 7.61 299 > 99 

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 MN01539338 

1939.0187 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 76 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified= MOn Mar 15 13:22:46 2004 
Method:          P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\Co~Grove I~PDES 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:C6 Sulfonate PFHS 

L1958-9, DF=100 13-Mar-2004 06:09:34 
LC/MS/MS #6 

030504A-438 Sm (Mn, 2×3) MRM of 5 Channels ES- 

100-~ 
8.52 399 > 80 

5.61e3 
Area 

0 , ~ , , , .... , .... , .... , .... , .... , .... , .... , .... , , , ,~Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1958-9, DF=100 

030504A-438 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 06:09:34 
LCIMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

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 

3M MN01539339 

1939.0188 



Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 77 

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\Massly13x\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 

~ame= 030504A-439 
Text: 

i: C6 Acid PFHA 
L~’8T~J-Rep, DF=100 13-Mar-2004 06:31:21 

LClMS/MS #6 
030504A-430 Sm (Mn, 2x3) MRM of 5 Channels ES- 

s.15 313 > 269 

1 
Io/~ ~ 

21902~ 6.63e4 

~ 
Area 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 06:31:21 
LClMS/MS #6 

MRM of 5 Channels ES- 
8.69 413 > 369 

4052~ 

2.11e5Area 

,,,. ~ .... , .... , .... , .... ~ .... , .... , .... I .... , .... ~ .... ~ Time 
2.00 4.00 6.00 8.00 10.00 

: C8 Acid PFOA 

J~’~87"4~1~, DF=100 

030504A-439 Sm (Mn, 2x3) 

3:C4 Sulfonate PFBS 

030504A-43£ Sm (Mn, 2x3) 

1( 
7.59 

13-Mar-2004 06:31:21 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

6,31e3 
Area 

2.00 4.00 6.00 8,00 10.00 

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

Time 

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

3M MN01539340 

1939.0189 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Sample List=    P=\Data\LCMSMS6\Masslynx\F1uorochemicals. 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= Mort Mar 15 13:25=12 2004 
Job Code= 

Printed= 

Names 030504A-439 
Text~ 

4:C6 Sulfonate PFHS 

~, DF=100 

030504A-439 Sm (Mn, 2×3) 

Or 

8.52 
1104 

13-Mar-2004 06:31:211 
LC/MS/MS #6/ 

MRM of 5 Channels ES- / 
399 > 80 

5.78e3 
Area 

2.00 4.00 6.00 8.00 10,00 

5:C8 Sulfonate PFOS 
&,-!~Z4.~-Rep, DF=100 

030504A-439 Sm (Mn, 2x3) 

1007 
8.87 

J 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 06:31:21 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

5.25e3 
Area 

Time 

Exygen Research, 3058 Research Drive, State College, PA 15801 

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

3M MN01539341 

1939.0190 



Quantify sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 79 

Sample List:    P=\Data\LCMSMS6\Mass1ynx\Fluorochemicals.PRO\SampleDB\O30504A 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-440 
Text~ 

i: C6 Acid PFHA 

L1958-10, DF=100 

030504A-440 Sm (Mn, 2x3) 

100~                                         8.15 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 06:53:14 
LC/MS/MS #6 

MRM of 5 Channels 
313 > 269 

6.41e4 
Area 

Time 

8.69 

2: C8 Acid PFOA 

L1958-10, DF=100 

030504A-440 Sm (Mn, 2x3) 

1001 

°/°0~,,,,~ . , , 

13-Mar-2004 06:53:14 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

44693~ 

2.40e5 
Area 

.’~. ~ ~ Time ’ ’ ’ t ’ ’ ’~l .... I .... I ’ ’ ’ i .... ~-’ ’ ’ ’ I ’ ’ ’ ’ I .... I .... 

2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

L1958-10, DF=100 13-M ar-2004 06:53:1~1 
LC/MS/MS #6 

030504A-440 Sm (Mn, 2x3) MRM of 5 Channels ES- 
7.57 299 > 99 

100-~ 1081- 5.06e3 
Area 

............................ 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 

3M MN01539342 

1939.0191 



Quantify Sample Report 
Study No.=LI958, Set NO.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 80 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSIV~ 
Last modified: Mon Mar 15 13:22:46 2004 
Method=          P:\Data\LCMSMS6\Massly~x\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-440 
Text: 

4:C6 Sulfonate PFHS 

L1958-10, DF=100 

030504A-440 Sm (Mn, 2x3) 

13-Mar-2004 06:53:14~ 
LC/MS/MS #66 

MRM of 5 Channels ES-, 
8.49 390 > 80: 

5.48e3 
Area 

2.00 4.00 6.00 8.00 10.00 
Time 

: C8 Sulfonate PFOS 
L1958-10, D F=100 13-Mar-2004 06:53:14 

LCIMS/MS #6 
030504A-440 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.86 499 > 99 

1001 

1100-~ 6.16e3 

~ ,~ Area 

01,,, , .... , .... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... 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 MN01539343 

1939.0192 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 81 

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-441 
Text~ 

i: C6 Acid PFHA 

h1958-9, DF=I 0 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 

%-, 

Time 
2.00 4.00 6.00 8.00 10.00 

2: 08 Acid PFOA 
L1958-9, DF=10 

030504A-441 Sm (Mn, 2x3) 
8.69 

~’ , , , , ’ , ,~7- .... , .... , .... , .... , .... , .... , .... , .... , .... , .... 
2.00 4.00 6.00 8.00 10.00 

13.Mar-2004 07:15:00 
LCIMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

9.84e5 
Area 

Time 

3:C4 Sulfonate PFBS 

L1958-9, DF=10 

030504A-441 Sm (Mn, 2x3) 
7.56 

I O0I 

iI- .... I .... I .... I .... ~ .... I .... , .... , .... I .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 07:15:0~ 
LCIMS/MS #6 

MRMof5 Channels ES- 
299 > 99 

5.11e4 
A~a 

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 MN01539344 

1939.0193 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 82 

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-441 
Text= 

4:C6 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- 
8.52 399 > 80 

1 
(o/l 

9161~ 

4.66e4Area 

0] .... ~ .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,, ~--. Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1958-9, DF=10 

030504A-441 Sm (Mn, 2x3) 

00 

2.00 4.00 

Can( 
8371 

13-Mar-2004 07:15:00 
LCIMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

4.35e4 
Area 

.... , .... , .... , .... , .... i...., .... Time 
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 MN01539345 

1939.0194 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 83 

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\MethD~\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: 

I: C6 Acid PFHA 
L1958-9 Rep, DF=10 

030504A-442 Sm (Mn, 2x3) 

11 
8.13 

13-Mar-2004 07:36:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

6.07e5 
Area 

Time 
2.00          4.00          6.00          8.00          10.00 

: C8 Acid PFOA 
L1958-9 Rep, DF=10 13.Mar-2004 07:36:51] 

LC/MS/MS #6i 

030504A-442 Sm (Mn, 2x3) MRM of 5 C~annels ES- i 
8.69 413 > 369 

1001 
183585~ 

9.6Areaile5 

0~.,.., ....’~-T- .... , .... ~ .... , .... , .... , .... , .... ~ .... , .... ~ .... -Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate DFBS 
L1958-9 Rep, DF=I0 13-Mar-2004 07:36:51 

LCIMS/MS #6 
MRM of 5 Channels ES- 

7.56 299 > 99 
4.78e4 

Area 

030504A-442 Sm (Mn, 2x3) 

2.00                     4.00                     6.00                     8.00                     10.00 
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 

3M MN01539346 

1939.0195 



Quant£fy S~ple Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 84 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13:22:46 2D04 
Method:           P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
Last modified: Mon Mar 15 13:25:12 2D04 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-442 
Text= 

4:C6 Sulfonate PFHS 
L1958-9 Rep, DF=10 

8.52 
i030504A-442 Sm (Mn, 2x3) 

13-Mar-2004 07:36:51 
LCIMS/MS #1] 

MRM of 5 Channels ES- 
399 > 80 

4,74e4 
Area 

2.00                     4.00                     6.00                     8.00                     10.00 
-- Time 

5:C8 Sulfonate PFOS 

L1958-9 Rep, DF=10 

030504A-442 Sm (Mn, 2x3) 
8.87 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 07:36:51 
LC/M$1M5 #6 

MRM of 5 Channels ES- 
499 > 99 

4.27e4 
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 

3M MN01539347 

1939.0196 



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

Page 85 

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-443 
Text= 

I: C6 Acid PFHA 

L1958-10, DF=10 

030504A-443 Sm (Mn, 2x3) 
8.13 

13-Mar-2004 07:58:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

6,50e5 
Area 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 
L1958-10, DF=10 

Time 

13-Mar-2004 07:58:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.23e6 
Area 

030504A-443 Sm (Mn, 2x3) 
8.69 

1001                                         
233473~ 

%0~,, , , , ,, ,,,--;-- .... , .... ~ .... , .... ~ .... , .... , .... , .... , .... , .... 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 
MRM of 5 Channels ES- 

7.56 CancelE~ 
4,86e4 

Area 

030504A-443 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539348 

1939.0197 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 86 

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\Masslyllx\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:C6 Sulfonate PFHS 

L1958-10, DF=10 

030504A-443 Sm (Mn, 2x3) 

2.00 4.00 6.00 

5:C8 Sulfonate PFOS 
L1958-10, DF=10 

8.52 

13-Mar-2004 07:58:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
390 > 80 

4.62e4 
Area 

6.00 10.00 
Time 

030504A-443 Sm (Mn, 2x3) 
8.87 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 07:58:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

4,12e4 
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 

3M MN01539349 

1939.0198 



Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext.Date:03/05/04, Analys~=K.Risha 

Page 87 

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: 

i: C6 Acid PF~A 

L1958-11, DF=100 13-Mar-2004 08:20:13 
LC/MS/MS #6 

030504A-444 Sm (Mn, 2x3) MRM of 5 Channels 

100 
8.15 313 > 269 

~ 

9.47e4 
Area 

0 .... , ,~-,~~-,,, ,~,, .... ~ .... ~ .... ~ .... ~ .... , .... ~ .... Time 
2.00 4.00 6.00 8.00 10.00 

2:C8 Acid PFOA 

L1958-11, DF=100 

030504A-444 Sm (Mn, 2x3) 
8.69 

2.00 4.00 6.00 8.00 

13-Mar-2004 08:20:13 
LC/MS/MS #6 

MRM of 5 Ci~annels ES- 
413 > 369 

2.92e5 
Area 

" Time 
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- 
7.56 299 > 99 

100q 6.22e3 
Area 

0 .................... , .... , .... , .... , .... , .... ~ .... , .... 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 MN01539350 

1939.0199 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 88 

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\Masslyllx\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:C6 Sulfonate PFHS 

L1958-11, DF=100 

030504A-444 Sm (Mn, 2x3) 
8.50 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
L1958-11, DF=100 

13-Mar-2004 08:20:13 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

2.40e4 
Area 

Time 

030504A-444 Sm (Mn, 2x3) 
8.86 

1 
O01                                           269~ 

2.00 4.00 6.00 8.00 I 0.00 

13-Mar-2004 08:20:13 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.44e4 
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 

3M MN01539351 

1939.0200 



Quantify Sample Report 
Study No.=LI958, 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\MethD~\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= 

i: C6 Acid PFHA 

L1958-12, DF=1000 

030504A-445 Sm (Mn, 2x3) 
8.15 

10o~ 
2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 08:42:01 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.62e4 
Area 

Time 

2: C8 Acid PFOA 

51958-12, DF=1000 13-Mar-2004 08:42:01 
LC/MS/MS #6 

030504A-445 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.69 413 > 369 

11! 

3956~ 

2.Areal 0e5 

0 ~,"~, ., .... , .... , .... ,.. , , , ~- ~-Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

L1958-12, DF=1000 

030504A-445 Sm (Mn, 2x3) 
7.55 

1(                                    380 

13-Mar-2004 08:42:01 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

2.15e3 
Area 

0 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 

3M MN01539352 

1939.0201 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 90 

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= 

: C6 Sulfonate PFHS 

L1958-12, DF=1000 

030504A-445 Sm (Mn, 2x3) 
8.50 

0~ ’ i ’ ’ ’ ’ I ’ ’ ’ ’ I .... I ’ ’ ’ ’ ’ ’ ’ ’ I ’ ’ ’ ’ I .... I ’ ’ ’ ’ I ’ ’ ’ ’ I .... I ’ ’ ’ ’ 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 08:42:01 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.70e4 
Area 

Time 

5:C8 Sulfonate PFOS 

L1958-12, DF=1000 13-Mar-2004 08:42:01 
LClMS/MS #6 

030504A-445 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.86 499 > 99 

00l ~%                                                  180~L~9 .60e3Area 

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 MN01539353 

1939.0202 



Quantify S~mple Report 
Study No.=LI958, 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:~5:12 2004 
Job Code= 

Printed: Tue Mar 16 07=26:27 2004 

Name= 030504A-446 
Text= 

I: C6 Acid PFHA 

XC030504-3, 100 nglL Standard 

13-Mar-2004LC/MS/MS09:03:54#6 
030504A-446 Sm (Mn, 2×3) MRM of 5 Channels ES- 

100 
8.17 313 > 269 

~ 

8.59e4 
Area 

2: C8 Acid PFOA 

XC030504-3, 100 ng/L Standard 

030504A-446 Sm (Mn, 2×3) 

13-Mar-2004 09:03:54 
LClMS/MS #~ 

MRM of 5 Channels ES- 
8.73 413 > 369 

1(1!- 

33768i 1.93e5Area 

-- \ Time 0 ~’ "-’z--~’ ’ i .... I .... I .... I .... I .... I .... I .... ~ .... I .... I .... ~ .... 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 
XC030504-3, 100 nglh Standard / 13-Mar-2004 09:03:54 

LC/MS/MS #6 
030504A-446 Sm (Mn, 2×3) MRM of 5 Channels ES- 

7.48 299 > g9 
OOq 0.74 0 95                                                        10 13        1.14e3 

0 ,,,,, .... , .... , .... , .... ~ .... I .... 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 

3M MN01539354 

1939.0203 



Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 92 

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 

~ame= 030504A-446 
Text: 

4:C6 Sulfonate PFHS 

XC030504-3, 100 ng/L Standard 

030504A-446 Sm (Mn, 2x3) 

1’o/l 

8.54 

13-Mar-2004 09:03:54 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

2.17e4 
Can~ 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
XC030504-3, 100 ng/L Standard 

030504A-446 Sm (Mn, 2x3) 
8.90 

13-Mar-2004 09:03:54 
LC/MS/MS #6 

MRM of 5 Channels 
499 > 99 

1.29e4 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539355 

1939.0204 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 93 

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-447 
Text= 

: C6 Acid PFHA 

L1958-13, DF=100 

030504A-447 Sm (Mn, 2x3) 
&15 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 09:25:35 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

7.94e4 
Area 

Time 

2: C8 Acid PFOA 

L1958-13, DF=100 13-Mar-2004 09:25:35 
LC/MSIMS #6 

030504A-447 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.71 413 > 369 

100% 
]_ 

30355~ 

1.66e5Area 

0 r, ,’-...~, , , ~..~, - \ Time 
2.00 4.00 6.00 8.00 10.00 

: 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- 

7.59 299 > 99 

1001 

~ 

4.Areal 9e3 

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 MN01539356 

1939.0205 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 94 

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-447 
Text~ 

4:C6 Sulfonate PFIqS 

L1958-13, DF=100 13-Mar-2004 09:25:35 
LC/MS/MS #~ 

030504A-447 Sm (Mn, 2×3) MRM of 5 Channels ES- 
8.52 399 > 80 

1~i/~ 

71 3.91e3Area 

2.00 4.00 6.00 8.00 10.00 

5: C8 Sulfonate PFOS 

L~ 958-~ 3, DF=~ 00 ~ 3-Ma~-2004 09:25:35 
LCIMS/MS #6 

030504A-447 Sm (Mn, 2×3) MRM of 5 Channels ES- 
8.87 499 > 99 

1001                                            653i                4.07e3 

°/i~’-/~~ ~ 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 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 

3M MN01539357 

1939.0206 



Quantify Sample Report 
Study No.=LI958, 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 

Names 030504A-448 
Text: 

i: C6 Acid PFHA 
L1958-13 Rep, DF=100 

030504A-448 Sm (Mn, 2x3) 

100C 
8.17 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 09:47:11~ 
LC/MS/MS 

MRM of 5 Channels ES- 
313 > 269 

7.77e4 
Area 

Time 

2:C8 Acid PFOA 

L1958-13 Rep, DF=I00 

030504A-448 Sm (Mn, 2x3) 
8.71 

1 
13-Mar-2004 09:47:1 

LC/MS/MS #~ 
MRM of 5 Channels ES- 

413 > 369 
1.69e5 

A~a 

2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 
L1958-13 Rep, DF=100 

030504A-448 Sm (Mn, 2x3) 

1 O01 

%~ 

7.61 

2.00 4.00 6.00 8.00 

13-Mar-2004 09:47:18 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

3.80e3 
A~a 

10.00 
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 

3M MN01539358 

1939.0207 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 96 

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

030504A-448 Sm (Mn, 2x3) 
8.51 

1001 

714~ 

%1 
2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 09:47:18 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

3.65e3 
Area 

Time 

5: C8 Sulfonate PFOS 
L1958-13 Rep, DF=100 

030504A-448 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 09:47:18 
LC/MS/MS #6 

MRM of 5 Channels ES- 
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 

3M MN01539359 

1939.0208 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 97 

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-449 
Text= 

i: 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- 
8.17                                                            313 > 269 

~ 
7.26e4 

Area 

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, 2×3) MRM of 5 Channels E$- 
8.71 413 > 369 

1001%t_ 
2797_~ 

1.58e5Area 

0 r ,-.---.~,,. ~ ,~, , ~ .... ~ .... ~ .... i .... i .... ~ ~ .... ~ .... ~ .... Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

L1958-14, DF=100 

030504A-449 Sm (Mn, 2x3) 
7.61 

II~      
1170 

2.00                     4.00                     6.00                     8.00                     10.00 

13-Mar-2004 10:09:01 
LC/MS/MS #6 

MRM ~ 5 Channels ES- 
299 > 99 

5.27e3 

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 

3M MN01539360 

1939.0209 



Quantify Sample Report 
Study No.=LI958, Set No.=03GS04A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 98 

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: Mort Mar 15 13:25:12 2004 
Job Code= 

Printed: Tue Mar 16 07=26:27 2004 

Name= 030504A-449 
Text= 

4:C6 Sulfonate PFHS 

L1958-14, DF=100 13-Mar-2004 10:09:01 
LC/MSIMS #6 

030504A-449 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.52 399 > 80 

100~l 
735~ 4.25e3 

~ 
Area 

% 

0’,~,~,, ,, -- ,, .... , .... , .... , .... , .... , .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1958-14, DF=100 

030504A-449 Sm (Mn, 2x3) 
8.89 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 10:09:01 
LCIMSIM$ #6 

MRM of 5 Channels ES- 
499 > 99 

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 

3M MN01539361 

1939.0210 



Quantify Sample Report 
Study No.:LI958, 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 modified: Mort Mar 15 13:25=12 2004 
Job Code= 

Printed: Tue Mar 16 07=26:27 2004 

Names 030504A-450 
Texts 

I: C6 Acid PFHA 

L1958-13, DF=10 

030504A-450 Sm (Mn, 2x3) 
8.15 

249624 

13-Mar-2004 10:30:51~ 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

7.97e5 
Area 

2.00 4.00 6.00 8.00 10.00 

2." C8 Acid PFOA 
L1958-13, DF=10 

Time 

030504A-450 Sm(Mn, 2x3) 
8.71 

13-Mar-2004 10:30:50 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

8.02e5 
Area 

1001                                         
150817~ 

°/i~, ’,, i ,,, ,<-~, , , ,~ .... ~ .... i .... i .... t .... i .... i .... i .... i , , , Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

51958-13, DF=I 0 13-Mar-2004 10:30:50 
LC/MSIMS #6 

MRM of 5 Channels ES- 
7.61 299 > 99 

030504A-450 Sm (Mn, 2x3) 

2.00 4.00 

~ 
4.58e4 

Area 

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 MN01539362 

1939.0211 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page i00 

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 2D04 
Job Code= 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-450 
Text= 

4:C6 Sulfonate PFHS 

L1958-13, DF=10 

030504A-450 Sm (Mn, 2x3) 
8.54 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 10:30:50 
LC/MSIMS #6 

MRM of 5 Channels ES- 
399 > 80 

3.60e4 
Area 

"rime 

5:C8 Sulfonate PFOS 
h1958-13, DF=10 

030504A-450 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 10:30:50 
LC/MSIMS #6 

MRM of 5 Channels 
499 > 99 

3.26e4 
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 

3M MN01539363 

1939.0212 



Quantify sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page i01 

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 modi£ied: Mon Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-451 
Text= 

: C6 Acid PF~A 
L1958-13 Rep, DF=10 

030504A-451 Sm (Mn, 2x3) 
8.15 

100~ 

2561711 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 10:52:39 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

9.07e5 
Area 

Time 

2: C8 Acid PFOA 
L1958-13 Rep, DF=10 

8.71 
030504A-451 Sm (Mn, 2x3) 

13-Mar-2004 10:52:39 
LC/MS/MS #6 

MRM of 5 Channels 
413 > 369 

8.31e5 
Area 

00 15783 

0~,,,, ,, ,~ .... ~ .... , .... , .... , .... , .... ~ .... , .... , .... ’ .... 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 #6 
MRM of 5 Channels ES- 

7.50 299 > 99 
030504A-451 Sm (Mn, 2x3) 

4.87e4 
Area 

.... , .... , .... , .... 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 

3M MN01539364 

1939.0213 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Paga 102 

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-451 
Text~ 

4:C6 Sulfonate PFHS 
L1958-13 Rep, DF=10 

030504A-451 Sm (Mn, 2x3) 

13-M ar-2004 10: 52:39 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.52                     399 > 80 

7235~                     
3.64e4Area 

.... , .... , .... , .... , .... , .... , .... ~ .... ~ .... ~ .... , .... Ti~e 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1958-13 Rep, DF=10 

030504A-451 Sm (Mn, 2x3) 
8.88 

6657~     
__ 

I ’ ’ ’ ’ I~ ’ ’ I ’ ’ ’ ’’1 ’ ’ ’ ’ I ’ ’ ’ ’ ~’’ ’ ’ ’ i ’ i , , I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ 

2.00                     4.00                     6.00                     8.00                     10.00 

13-Mar-2004 10:52:39 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

3.51e4 
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 

3M MN01539365 

1939.0214 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 103 

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= 

i: C6 Acid PFHA 

51958-14, DF=I 0 13-Mar-2004 11:14:29] 
LC/MS/MS #~ 

030504A-452 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.15 313 > 269/ 

8.35e5~ 100! 

240487i Area 

2.00 4.00 6.00 8.00 10.00 
Time 

: C8 Acid PFOA 

L1958-14, DF=10 

030504A-452 Sm (Mn, 2x3) 

1001 

%0~.. , . 

8.71 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 11:14:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

8.47e5 
Area 

3:C4 Sulfonate PFBS 

L1958-14, DF=I 0 
13-Mar-2004LC/MS/MS11:14:29#~ 

030504A-452 Sm (Mn, 2x3) MRM of 5 Channels ES- 

/1001 

7.58 299>99 
4.69e4 

Area 

°/°~ 0 .... , . . ,,, , ;,, .... , .... , .... , .... , .... , .... , , . .;~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 MN01539366 

1939.0215 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 104 

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: 

4:C6 Sulfonate PFHS 

51958-14, DF=10 13-Mar-2004 11:14:29 
LC/MS/MS #6 

MRM of 5 Channels ES- 
309 > 80 

3.99e4 
Area 

030504A-452 Sm (Mn, 2x3) 
8.52 

1001 

7703~ /i .... 
, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,~-, , , Time 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate Pros 

L1958-14, DF=10 13.Mar-2004 11:14:29 
LC/MS/MS #6 

MRM of 5 Ct~annels ES- 
499 > 99 

3.62e4 
Area 

030504A-452 Sm (Mn, 2x3) 
8.87 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539367 

1939.0216 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 105 

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: 

: C6 Acid PFHA 

L1958-15, DF=100 13-Mar-2004 11:36:15 
LC/MS/MS #6 

030504A-453 Sm (Mn, 2×3)                                               MRM of 5 Channels ES- 
00 8.17 313 > 269 

~ 
1.16e5 

Area 

% 

0~,~, , , .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... , .... 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 

MRM of 5 Channels ES- 
8.71 413 > 369 

546~ 

2.87e5Area 

,~ , , , , , , ,~ ~ .... , .... , .... , .... , .... , .... , .... , , , , ,~Time 
4.00 6.00 8.00 10.00 

030504A-453 Sm (Mn, 2x3) 

100! 

2.00 

3:C4 Sulfonate PFBS 

L1958-15, DF=100 

030504A-453 Sm (Mn, 2x3) 
7.61 

2.00 4.00 6.00 8.00 

13-Mar-2004 11:36:15 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

5.87e3 
Are~ 

Time 
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 MN01539368 

1939.0217 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analys~=K.Risha 

Page 106 

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: 

4:C6 Sulfonate PFMS 

L1958-15, DF=100 

030504A-453 Sm (Mn, 2x3) 

’ I ’ ’ ’ ’ I ’ 7 ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ 

2.00                     4.00                     6.00                     8.00                     10.00 

13-Mar-2004 11:36:15 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.52 399 > 80i 

2.25e4 
Area 

Time 

5:C8 Sulfonate PFOS 

51958-15, D F= 100 

030504A-453 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

13.Mar-2004 11:36:15 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.45e4 
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 

3M MN01539369 

1939.0218 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 107 

sample List:    P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13:22:46 2004 
Method:          P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
Last modified: Mun Mar 15 13=25:12 2004 
Job Code= 

Printed: Tue Mar 16 07:26=27 2004 

Name: 030504A-454 
Text: 

I: C6 Acid PFHA 

L1958-16, DF=1000 13-Mar-2004 11:57:58 
LC/MS/MS #6 

030504A-454 Sm (Mn, 2×3) MRM of 5 Channels ES- 

100 
8.17 313 > 269 

l 
~ 

5.97e4 
Area 

(} ........ ~ .... ~ .... , .... , .... , .... ,. ~ ~ .... , ........ Time 
2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 11:57:58 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

40009] 2.19e5 
Area 

, .... , .... , .... , .... ~ .... , .... ,, ."-;-: , .... , .... , .... \ Time 
4.00 6.00 8.00 10.00 

2:C8 Acid PFOA 

L1958-16, DF=1000 

030504A-454 Sm (Mn, 2x3) 

2.00 

3: C4 Sulfonate PFBS 

L1958-16, DF=1000 

030504A-454 Sm(Mn, 2x3) 

1, 
7.63 
661 

13-Mar-2004 11:57:58 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

3.39e3 
Area 

2.00 4.00 6.00 
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 

3M MN01539370 

1939.0219 



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

Page 108 

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:C6 Sulfonate PFHS 

h1958-16, DF=IO00 

030504A-454 Sm (Mn, 2×3) 
8.52 

1001%1 

5Oi 

0r .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ~, ,-.,, .... -Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1958-16, DF=1000 

13-Mar-2004 11:57:58 
LCIMS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

2.56e4 
Area 

13.Mar-2004 11:57:58 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.88 499 > 99 

~ 
1.52e4 

Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... -Time 
2.00 4.00 6.00 8.00 10.00 

030504A-454 Sm (Mn, 2x3) 

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 MN01539371 

1939.0220 



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

Page 109 

Sample List:    P:\Data\LCMSMS6\Masslynx\F1uorochemicals.PRO\SampleDB\O3OSO4A 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~ 

I: C6 Acid PFHA 
XC030504-4, 250 ng/L Standard 13-Mar-2004 12:19:41 

LCIMSIMS #6 
MRM of 5 Channels ES- 

8.17 313 > 269 
4.1764~ 2.04e5 

Area 

,, .... , .... ,-..,,, .... , .... ~ .... ~ .... , .... , .... , .... ~Time 
2.00 4.00 6.00 8.00 10.00 

030504A-455 Sm (Mn, 2x3) 

2: C8 Acid PFOA 
XC030504-4, 250 nglL Standard 13-Mar-2004 12:19:41 

LC/MS/MS #6 
030504A-455 Sm (Mn, 2×3) MRM of 5 Channels ES- 

8.71 413 > 369 

1 
i/1 

8144~~L 

4.4 le5 
Area 

0 ~-,, , , .... -T .... , .... , .... , .... , .... , .... ~ .... , .... , .... ~ .... "-Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 
XC030504-4, 250 ng/L Standard 

030504A-455 Sm (Mn, 2x3) 
7.59 

10h -1150 

13-Mar-2004 12:19:41 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

3.01e3 
Area 

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 MN01539372 

1939.0221 



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

Page 110 

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: Mort Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-455 
Text~ 

4:C6 Sulfonate PFHS 

XC030504-4, 250 ng/L Standard 

030504A-455 Sm (Mn, 2x3) 
8.54 

13-Mar-2004 12:19:41 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

6.64e4 
Area 

2.00 4.00 6.00 8.00 10.00 
Time 

5:C8 Sulfonate PFOS 

XC030504-4, 250 ng/L Standard 

030504A-455 Sm (Mn, 2}(3) 
8.88 

13-Mar.2004 12:19:41 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

3.23e4 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539373 

1939.0222 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page iii 

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\Massly-nx\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= 

i: C6 Acid PFHA 

L1958-17, DF=1000 

030504A-456 Sm (Mn, 2x3) 

2.00 4.00 6.00 

: C8 Acid PFOA 

L1958-17, DF=1000 

13-Mar-2004 12:41:19 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.17 313 > 269 
9049 3.14e4 

Time 
8.00       10.00 

030504A-456 Sm (Mn, 2x3) 

13-Mar-2004 12:41:19 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

1°°1 

103773~ 

5.34e5Area 

, ,~ .... ~ .... , .... , .... , .... , .... , .... , .... ~ .... t .... , .... ~ Time 
2.00 4.00 6.00 8.00 10.00 

: C4 Sulfonate PFBS 

L1958-17, DF=1000 

030504A-456 Sm (Mn, 2x3) 
0.74 1( 

32 3.32 

13-Mar-2004 12:41:19 
LCIMS/MS #6 

MRM of 5 Channels ES- 

7 ~"                             299 > 99 
4 94 ...... 7.36 ,:.~o " ""9 049.79 .~n ~ .... 1 30e3 

4 22 " 
,.    .,. ~, ~ ,.,.,-, A- / ~ ~. \ ..... 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539374 

1939.0223 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analys~:K.Risha 

Page 112 

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-456 
Text= 

4:C6 Sulfonate PFHS 

L1958-17, DF=1000 13-Mar-2004 12:41:1 
LC/MS/MS #6[ 

030504A-456 Sm (Mn, 2x3) MRM of 5 Channels 
8.52 399 > 80 

2.23e3I 
Area; 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

IL1958-17, DF=1000 

030504A-456 Sm (Mn, 2x3) 

1 O01 
8.88 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 12:41:19 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

7.34e3 
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 

3M MN01539375 

1939.0224 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 113 

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 I~PDES 031504 
Last modified: Mon Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name: 030504A-457 
Text= 

i: C6 Acid PFHA 

L1958-17 Rep, DF=1000 

030504A-457 Sm(Mn, 2x3) 
8.17 1(                                                           9611- 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 
iL1958-17 Rep, DF=1000 

13-Mar-2004 13:03:06 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

3.32e4 
Area 

Time 

030504A-457 Sm (Mn, 2x3) 
8.69 

100!oAt                                        102853~ 

’ 2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 13:03:06 
LClMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

5.31e5 
Area 

Time 

3:C4 Sulfonate PFBS 

L1958-17 Rep, DF=I000 { 13-Mar-2004 13:03:06 
LC/MS/MS #6 

030504A-457 Sm (Mn, 2x3) MRM of 5 Channels ES- 
7.58 299 > 99 

100~ 0"720.97 ......... /~ 9;~19;56 10.46 11.79 1.68e3 
~ ~’" 1;61 2.22 3.38 4.094.57 OiUO bi~5~} b.’~ 7.1~7/\ 8.40 / ~ /~ ~ 

0 ....[ .... r .... 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 

3M MN01539376 

1939.0225 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 114 

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\Masslyr~x\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= 

: 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- 
8.52 399 > 80 

2.36e3 
Area 

2.00          4.00          6.00          8.00          10.00 
Time 

5:C8 Sulfonate PFOS 

L1958-17 Rep, DF=1000 13-Mar-2004 13:03:06 
LClMS/MS #6 

030504A-457 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.87 499 > 99 

~ 
Area 

0J .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... 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 MN01539377 

1939.0226 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 115 

Sample List:    P:\Data\LCMSMS6\MassIynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13:22:46 2004 
Method:          P:\Data\LCMSMS6\Masslynx\Fluorochemicals. PRO\MethDB\CotGrove I~PDES 031504 
LaSt modified= Mon Mar 15 13:25:12 2004 
Job Code: 

Printed= Tue Mar 16 07:26:27 2004 

Name= 030504A-458 
Text: 

I: C6 Acid PFHA 

L1958-18, DF=1000 

030504A-458 Sm (Mn, 2x3) 
8.19 

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 

MRM of 5 Channels ES- 
313 > 269 

3.10e4 
Area 

Time 

030504A-458 Sm (Mn, 2x3) 
8.71 

100!                                         
109832~ 

2.00 4.00 6.00 8.00 10.00 

: C4 Sulfonate PFBS 

L1958-18, DF=1000                                                 ,I 

7.69 

13-Mar-2004 13:24:561 
LC/MS/M$ #~ 

MRM of 5 Channels ES- 
413 > 369 

5.72e5 
Area 

-" Time 

030504A-458 Sm (Mn, 2x3) 

100 
0.68 

~ 
/~ 1.X45 2.16 2 93 8’658 92 10~21 ~0.56 

1 ~ \, ¯ 11.~71 ~ / \ /~\ /~ ~ ’~"1 4.26 503 6.036.5 ~ / / 

............................... ] .... I ’ ’ ’ ’ I ’ ’ ’ ’ I ’     ’ ’ 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 13:24:56 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

1.50e3 

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 

3M MN01539378 

1939.0227 



Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 116 

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=~7 2004 

Name~ 030504A-458 
Text= 

4:C6 Sulfonate PFHS 

L1958-18, DF=1000 13-Mar-2004 13:24:56] 
LC/MS/MS #~ 

" 
" ~ " " " " .... Time 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1958-18, DF=1000 

030504A-458 Sm (Mn, 2x3) 
8.88 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 13:24:56 
LClMS/MS #6 

MRM of 5 Channels ES- 
CancelE] 

6.09e3 
Area 

Time 

Exygen Research, 3058 Research Drive, Sta~e College, PA 16801 

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

3M MN01539379 

1939.0228 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 117 

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:~5:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-459 
Text~ 

i: C6 Acid PFHA 

L1958-17, DF=100 13-Mar-2004 13:46:46 
LC/MS/MS #6I 

030504A-459 Sm (Mn, 2x3) MRM of 5 Channels 

1007 8.17 -- 313 > 2691 

’ m Area 

/i ~ -- 
Time 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 
rL1958-17, DF=100 

030504A-459 Sm (Mn, 2x3) 
8.71 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 13:46:46 
LCIMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

4.21e6 
Area 

Time 

3: C4 Sulfonate PFBS 

[L1958-17, DF=I00 13-Mar-2004 13:46:46 
LC/MSlMS #6 

030504A-459 Sm (Mn, 2x3) MRM of 5 Channels ES- 
7.59 299 > 99 

6.15e3 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539380 

1939.0229 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 118 

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

13-Mar-2004 13:46:46 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.52 399 > 80 

21 

1.43e4 
Area 

, .... , .... , .... , .... , .... ~ .... ~ .... , .... , .... , .... , .... Time l 
2.00 4.00 6.00 8.00 10.00 

4:C6 Sulfonate PFHS 

L1958-17, DF=100 

030504A-459 Sm (Mn, 2x3) 

: C8 Sulfonate PFOS 

L1958-17, DF=100 

030504A-459 Sm (Mn, 2x3) 

13.Mar-2004 13:46:461 

LC/MS/MS #~ 
MRM of 5 Channels ES- 

8.88                       499 > 99 

9171~                    
4.68e4,Area 

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 MN01539381 

1939.0230 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 119 

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 2D04 

Name= 030504A-460 
Text= 

i: C6 Acid PFHA 
L1958-17 Rep, DF=100 

030504A-460 Sm (Mn, 2x3) 

1001 

2.00 

13-Mar-2004 14:08:33 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.15 313 > 269 

~ 
2.07e5 

Area 

,,, .... , .... , .... , .... ~ .... ~ .... , .... , .... , .... "" Time 
4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L1958-17 Rep, DF=100 

030504A-460 Sm (Mn, 2x3) 

00                                                               85594 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 14:08:33 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

4.32e6: 

Area 

Time 

3: C4 Sulfonate PFBS 

L1958-17 Rep, DF=100 13-Mar-2004 14:08:39 
LC/MS/MS #!] 

030504A-460 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 
7.61 299 > 99 

7.49e3 
Area 

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 MN01539382 

1939.0231 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 120 

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:C6 Sulfonate PFHS 
L1958-17 Rep, DF=100 13-Mar-2004 14:08:33] 

LC/MS/MS #6 
MRM of 5 Channels 

399 > 80 
1.63e4 

Area 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
L1958-17 Rep, DF=100 

Time 

030504A-460 Sm (Mn, 2×3) 
8.88 

100! 

9837~ %0t .... 

13-Mar-2004 14:08:33 

LClMS/MS #6! 
MRM of 5 Channels ES- I 

499 > 99! 
4.gle4 

Area 

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 MN01539383 

1939.0232 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 121 

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 2D04 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name: 030504A-461 
Text: 

i: C6 Acid PFHA 

L1958-18, DF=100 13-Mar-2004 14:30:19 
LC/MS/MS #6 

030504A-461Sm (Mn, 2x3) MRM of 5 Channels ES- 

10n_ 
8.15 313 > 269 

~ 
1.78e5 

Area 

0J, . ,~-~’~--, .... , .... , .... ~ .... , .... , .... ~ , , i, ,-, , .... , .... ~ .... ~Time 
2.00 4.00 6.00 8.00 10.00 

2:C8 Acid PFOA 

L1958-18, DF=100 

030504A-461 Sm (Mn, 2x3) 

2.00 4.00 

8.71 

795459~ 

13-Mar-2004 14:30:19 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

3.95e6 
Area 

6.00 8.00 10.00 

3: C4 Sulfonate PFBS 

IL1958-18, DF=100 

!030504A-461 Sm (Mn, 2x3) 
7.61 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 14:30:19 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

6.37e3 
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 

3M MN01539384 

1939.0233 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 122 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\S~mpleDB\030504A CG ACSFM 
Last modified= Mon Mar 15 13=22=46 2004 
Method:          P:\Da~a\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:C6 Sulfonate PFHS 

L1958-18, DF=100 

030504A-461 Sm (Mn, 2x3) 

2.00 

13-Mar-2004 14:30:19 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.52 399 > 80 
3366~ 1.55e4 

, , ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... = .... = .... lime 
4.00 6.00 8.00 I 0.00 

5: C8 Sulfonate PFOS 

L1958.18, DF=100 13-Mar-2004 14:30:191 
LC/MS/MS #6 

030504A-461 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.88 499 . 99 

I 0~ 

, , , , , ~, 8968~ , 
Area, 

4 56e4 

% 

, , , .... .... .... .... .... 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 

3M MN01539385 

1939.0234 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 123 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13:22:46 2004 
Method:           P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove h-PDES 031504 
Last modified: Mon Mar 15 13:25=12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name~ 030504A-462 
Text~ 

i: C6 Acid PFHA 

L1958-17, DF=10 

030504A-462 Sm (Mn, 2x3) 
8.17 

13-Mar-2004 14:52:12 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269. 

1.93e6 
~ea 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L1958-17, DF=10 

Time 

030504A-462 Sm (Mn, 2x3) 
8.71 

2.00 4.00 6.00 8.00 10.00 

13.Mar-2004 14:52:12 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

3.55e7 
Area 

Time 

: C4 Sulfonate PFBS 

L1958-17, DF=I 0 

030504A-462 Sm (Mn, 2x3) 

1 O01 

2.00 

13-Mar-2004 14:52:12 
LC/MS/MS #6 

MRM of 5 Channels ES- 
7.63 299 > 99 

177(~ 5.98e4 

--~i 

Area, 

, , ~ .... ~ .... ~ .... ~ .... i .... i .... i .... i .... i~, , , Time 
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 MN01539386 

1939.0235 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 124 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemlcals.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 

030504A-462 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 14:52:12 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.54 399 > 80 

1.43e5 
Area 

Time 

5:C8 Sulfonate PFOS 

L1958-17, DF=10 

030504A-462 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 14:52:12 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.88 499 > 99 

4.17e5 
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 

3M MN01539387 

1939.0236 



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

Pag~ 125 

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 

N~me: 030504A-463 
Text= 

I: C6 Acid PFHA 
L1958-17 Re p, DF=10 13-M ar-2004 15:13:5e 

LC/MS/MS #6 
030504A-463 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.17 313 > 269 
1007 598295~ 2.00e6 

~ ~ 
Area 

0                                                                                 Time! 
2.00          4.00          6.00          8.00          10.00 

: C8 Acid PFOA 
51958-17 Rep, DF=10 

030504A-463 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 15:13:58 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

3.65e7 
Area 

Time 

13-Mar-2004 15:13:58 
LC/MS/MS #6 

MRM of 5 Channels ES- 
7.63 299 > 99 

6.22e4 
Area 

, .... , .... , .... , ......... ~ .... , .... , .... ~- .... ,,.,, ,.,, .--Time 
2.00 4.00 6.00 8.00 10.00 

: C4 Sulfonate PFBS 
L1958-17 Rep, DF=10 

030504A-463 Sm (Mn, 2x3) 

100! 

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 MN01539388 

1939.0237 



Quantify sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 126 

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

030504A-463 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 15:13:58 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.54 399 > 80 

1.39e5 
Areai 

Time 

5:C8 Sulfonate PFOS 
L1958-17 Rep, DF=10 

030504A-463 Sm (Mn, 2x3) 
8.90 

13-Mar-2004 15:13:58 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

4.36e5 
Area 

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 MN01539389 

1939.0238 



Quantify Sample Report 
Study No..’LI958, Set No..’030504A, Ext.Date~.03/05/04, Analyst:K.Risha 

Page 127 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSIVM 
Last modified: Mon Mar 15 13:22:46 2004 
Method=          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove I~PDES 031504 
Last modified: Mon Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

N~me~ 030504A-464 
Text: 

I: C6 Acid PFHA 

L1958-18, DF=10 

030504A-464 Sm (Mn, 2x3) 
8.17 

13-Mar-2004 15:35:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

1.99e6 
Area 

2.00 4.00 6.00 8.00 10.00 

: C8 Acid PFOA 

L1958-18, DF=10 

Time 

030504A-464 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 15:35:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
Canc 413 > 369 

3.57e7 
Area 

Time 

7.63 

3: C4 Sulfonate PFBS 

L1958-18, DF=10 

030504A-464 Sm (Mn, 2x3) 

0~, 

13-Mar-2004 15:35:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

6.41e4 
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 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 

3M MN01539390 

1939.0239 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 128 

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\Massllnlx\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= 

: C6 Sulfonate PFHS 

L1958-18, DF=10 13-Mar-2004 15:35:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.54                          399 > 80 

2915~~                     
1.50eSArea 

.... , .... ~ .... ~ .... ~ .... , .... ~ .... ~ .... ~ .... ~ .... ~ .... Time 
2.00 4.00 6.00 8.00 10.00 

030504A-464 Sm (Mn, 2x3) 

5: C8 Sulfonate PFOS 

L1958-18, DF=10 13-Mar-2004 15:35:51 
, LC/MS/MS #6 
030504A-464 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1~ 
8.90 499 > 99 

3.95e5 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539391 

1939.0240 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 129 

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\Massllrnx\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: 

i: C6 Acid PFHA 

L~, DF=1000 

030504A-465 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L-t998~9, DF=1000 

13-Mar-2004 15:57:40 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

6.44e4 
Area 

Time 

13-Mar-2004 15:57:40 
LC/MS/MS #6 

030504A-465 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 
8.71 413 > 369 

124346 6.54e5 
Area 

0~’~, ~ ~-, , .... q-" .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

~, DF=1000 

030504A-465 Sm (Mn, 2x3) 
7.63 

1001 

745 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 15:57:40 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

3.62e3 

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 

3M MN01539392 

1939.0241 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 130 

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:C6 Sulfonate PFHS 
L--dgfiS=19, DF=1000 

030504A-465 Sm (Mn, 2x3) 

13-Mar-2004 15:57:40 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.54 399 > 80 
4429| 2.’19e4 

Area 

..... ~,~,    ~ Time 
2.00           4.00           6.00           8.00           10.00 

5:C8 Sulfonate PFOS 

L-1998-~, DF=1000 

030504A-465 Sm (Mn, 2x3) 

2.00 4.00 

13-Mar-2004 15:57:40 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.90 499 > 99 

~L~ 
1.59e4 

Area 

.... , .... , .... , .... , .... , .... , .... Time 
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 MN01539393 

1939.0242 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 131 

Sample List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PR0\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: T1/e Mar 16 07:26:27 2004 

Name= 030504A-466 
Texts 

: C6 Acid PFHA 

~, DF=100 

030504A-466 Sm (Mn, 2x3) 
8.17 

1                                                              181E 

13-Mar-2004 16:19:25] 
LC/MS/MS #6I 

MRM of 5 Channels ES~ 
313 > 26~ 

4.72e~ 
Area. 

2.00 4.00 6.00 8.00 10.00 

2: 08 Acid PFOA 

~,DF=100 

Time 

13-Mar-2004 16:19:25 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

963913~ 

4.98e6 
Area. 

, .... , .... ~ .... , .... , .... , .... , .... , .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

030504A-466 Sm (Mn, 2x3) 

3:C4 Sulfonate PFBS 
L’le358=tg, DF=100 

030504A-466 Sm (Mn, 2x3) 

0- ,~-~, , ,-, ;-, , i .... ~ .... ~ .... i , , ~ ~ " ........... I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’--’~’ ’’’ 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 16:19:25 
LC/MSIMS #6 

MRM of 5 Channels ES- 
7.63 299 > 99 

2.18e4 
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 

3M MN01539394 

1939.0243 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 132 

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= 

4: C6 Sulfonate PFHS 
!L1958=-1~, DF=100 13-Mar-2004 16:19:25 

LC/MS/MS #6 
030504A-466 Sm (Mn, 2x3) MRM of 5 Channels 

8,54                          399 > 80 

100! 

42130~ 

2.03e5Area 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L-C958,A~, DF=100 

030504A-466 Sm (Mn, 2x3) 
8.90 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 16:19:25 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.49e5 
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 

3M MN01539395 

1939.0244 



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

Page 133 

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\Massly~Ix\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
Last modified: Mort Mar 15 13:25:12 3004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name: 030504A-467 
Text: 

: c6 Acid PFHA 

E’t998,.-Z~, DF=1000 

030504A-467 Sm (Mn, 2x3) 

oo 

% 

~ 2.00 4.00 

13-Mar-2004 16:41:15] 
LC/MS/MS #6I 

MRM of 5 Channels ES~ 
8.19                     313 > 269 

’10596~                         2.87e4 

~ ~,~\ Area 

’ ’6.00’ I ’ ’ ’ ’ I ’ ’ ’          8.00’ I ’ ’ ’ ’ I ’ ’ ’          1’0.00’ ’ ’ ’ ’ ’ ’ ’ ’ ’ 

m me 

2: C8 Acid PFOA 

L--’IeJ58~ZO’, DF=1000 13.Mar-2004 16:41:15 
LClMS/MS #6I 

030504A-467 Sm (Mn, 2x3) MRM of 5 Channels ES- ! 

/l 

8.71 
8~ 

413 > 369I 10 
10965 5.69e5/ 

Areal 

0 ,~--~-~, ~ .... -- .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... - Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

~, D F=1000 13-Mar-2004 16:41:15 

~ LC/MSIMS #6 
030504A-467 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1 ~ 0.62 5.11 7.63 299 > 99 
7.42. !1 9.08 9.44 

10.77 1.28e3 
10.35 11.60 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539396 

1939.0245 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 134 

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:C6 Sulfonate PFHS 

L-19b’8:20, DF=1000 13-Mar-2004 16:41:15] 
LC/MS/MS #6 

030504A-467 Sm (Mn, 2x3) MRM of 5 Channels IES~ 
8.52 399 > 80 

5.06e~ 

0’ .... , .... ~ .... , .... , .... ~ .... , .... , .... , .... , .... , .... ~ .... Time 
2.00 4.00 6.00 8.00 10.00 

5: C8 Sulfonate PFOS 

~, DF=1000 

030504A-467 Sm (Mn, 2x3) 

1 O01 

2.00 

8.88 

13-Mar-2004 16:41 : 15 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

6.49e3 
Area 

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 MN01539397 

1939.0246 



Quantify S~le Report 
Study No.:LI958, Set No.:030504A, E~t.Date:03/05/04, Analyst=K.Risha 

135 

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\CctGrove NPDES 031504 
Last modified= Mon Mar 15 13=25=12 2004 
Job Code= 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030~04A-468 
Text= 

I: 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 5 Channels ES- 

10 7396 3.70e5 
Area! 

0 ,~’~-,,, ~ .... r .... ~ .... i .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... - Time 
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/MSIMS #6 

MRM of 5 Channels ES- 
413 > 369 

8.90e5 
Area 

030504A-468 Sm (Mn, 2x3) 
8.69 

1~! 165996~ O-~, , , ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... -Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 
XC030504-5, 500 ng/h Standard 13-Mar-2004 17:03:05 

LC/MS/MS #6 
MRM of 5 Channels ES- 

299 > 99 
5.23e3 

Area 

030504A-468 Sm (Mn, 2x3) 
7.52 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539398 

1939.0247 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 136 

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 ~PDES 031504 
Last modified: Mort Mar 15 13:25:12 2004 
Job Code: 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-468 
Text= 

: C6 Sulfonate PFHS 
XC030504-5, 500 ng/L Standard 

030504A-468 Sm (Mn, 2x3) 
8.52 

01 ’ ’ ’ ’ 1 ’ ’ ’ ’ i ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ 1 ’ ’ ’ ’ I ’ ’ = ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ 
2.00          4.00          6.00          8.00          10.00 

13-Mar-2004 17:03:05 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.17e5 
Area 

Time 

5: C8 Sulfonate PFOS 

I~301~0-44:~ ’S 5rn0;M ~i~3 ~tandard 8.87 
1 ~ 691 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 17:03:05 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

6.24e4 
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 

3M MN01539399 

1939.0248 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 137 

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\Masslyllx\Fluorochemicals.PRO\MethDB\CotGrove I~PDES 031504 
Last modified: Mon Mar 15 13:25:12 2004 
Job Code= 

Printed: Tue Mar 16 07:26:27 2004 

Name: 030504A-469 
Text: 

i: C6 Acid PFMA 

Methanol Wash 13-Mar-2004 17:24:48 
LC/MSIMS #6 

030504A-469 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 8.25 313 > 269 

l ~ 

2030 1.64e4 

°/if 

iII 
tArea, .... I .... , .... ~ .... , .... , .... I .... ~ ........ ~ .... I .... ~ .... Time 

2.00 4.00 6.00 8.00 10.00 

8.71 

: C8 Acid PFOA 

Methanol Wash 

030504A-469 Sm (Mn, 2x3) 

13.Mar-2004 17:24:48! 
LC/MS/MS #6i 

MRM of 5 Channels ES- 
413 > 369 

52543j~_ 

2.86e5Area 

~- Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 

Methanol Wash 

030504A-469 Sm (Mn, 2x3) 

11     .22 1.08    2.12 

3.05             4.36 4.68 ~ 5.42 
6.40 

7.67 
8.98 

13-Mar-2004 17:24:48 
LC/MS/MS #6 

MRM of 5 Channels ES- 

10.92 299 > 99 
1.09e3 

10.33 
.11.50 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539400 

1939.0249 



Quantify Sample Report 
Study No.:LI958, Set No.=030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 138 

Sample List:    P:\Data\LCMSMS6\Massly~x\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: 

4:C6 Sulfonate PFHS 

Methanol Wash 13-Mar-2004 17:24:48 
LCIMS/MS #6 

030504A-469 Sm (Mn, 2x3)                      7.~8~’l’      MRM of 5 Channel8 E$- 

100~ 0.18     1.99     328                 /    8~5~0 9.~5/10:42J 11.7,’1399>80\ 825 
~ 1.26 A 2.~89 ..~"-’3.74 5.22 6.0.5 

0~ .... , ........ , , , , ~ , , , ~ .... ~ , ,,, , ~ .... , , , , , , .... Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

Methanol Wash 13.Mar.2004 17:24:48 

LC/MS/M8 #6 
030504A-469 Sm (Mn, 2x3) I, MRM of 5 Channels ES- 

11 ~/ 10.44 499 > 99 

0.14 
1.47 1.81 7.75 8.86 11.4211.75 953 

.49 6.51 5.09 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539401 

1939.0250 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 139 

Sample List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified: Mon Mar 15 13:22:46 2D04 
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= 

I: C6 Acid PFHA 

L1958-21 13-Mar-2004 17:46:28 
LC/MS/MS #6 

030504A-470 Sm (Mn, 2x3)                                               MRM of 5 Channels 
313 > 269 

1.57e4 
Area 

2.00 4.00 6.00 8.00 10.00 
Time 

2: C8 Acid PFOA 
L1958-21 

030504A-470 Sm (Mn, 2x3) 

00 

2.00 4.00 

13-Mar-2004 17:46:28 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

201~ 

1.17e5Area 

6.00 8.00 10.00 

3: C4 Sulfonate PFBS 

L1958-21 

030504A-470 Sm (Mn, 2x3)                              I1 
0.74 

100~ ~1.371.64 7.82 8 1~0.52 11.19 
~ ~ / \ ~/~ 2.80 3..Ol ~.8~4.~84.9o ~.74 ~ ~ ~, , , 1.~ 

........................ ~ .... ~ .... ~ .... ~ .... ~ .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 17:46:21] 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

1.16e3 

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 MN01539402 

1939.0251 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst:K.Risha 

Page 140 

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\Massllrnx\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 

~am@= 030504A-470 
Text= 

: C6 Sulfonate PFHS 

L1958-21 

030504A-470 Sm (Mn, 2x3) 

10~r~ 0.16 8.38~ ~^ 9.33 
J/~" 0/72,1.14 2.~39 3.45 4.03 4~,8 5,~30 6.99 6.~88 Z.92~"~~ 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 17:46:28 
LC/MSIMS #6 

MRM of 5 Channels ES- 
11.00 399 > 80 

847 

Time 

5: C8 Sulfonate PFOS 

L1958-21 13-Mar-2004 17:46:28 
LClMS/MS #6 

030504A-470_,~tl Sm (Mn. 2x3) $’~|~ 
9.58MRM of 5 Channels ES- 499 > 99 

1°°~V~°14 10.8,6 1 . ,,> 1.02e3 

058 2.24 2893’~39 4.4~3 4.86 5.866.36 6;9,2 8,50 ~ , / , ~ , ,/’/ 

~ 0I .... , .... , .... , .... , .... , .... , .... , .... , , .... , .... , .... 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 MN01539403 

1939.0252 



Quantify Sample Report 
Study No.=LI958, Set No.=030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 141 

S~mple List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\030504A CG ACSFM 
Last modified= Mon Mar 15 13:22:46 2004 
Method:          P=\Data\LCMSMS6\Massl~nx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
Last modified= Mort Mar 15 13:25:12 2004 
Job Code= 

Printed: Tue Mar 16 07:26:27 2004 

Name= 030504A-471 
Text= 

I: C6 Acid PFHA 

L1958-22, DF=100 

030504A-471 Sm (Mn, 2x3) 

100~ 
8.15 

~ 21~ 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 18:08:1 ~= 
LCIMS/MS 

MRM of 5 Channels ES- 
313 > 269 

6.20e4 
Area 

" Time 

2:C8 Acid PFOA 

L1958-22, DF=100 13-Mar-2004 18:08:15 
LC/MS/MS #6 

030504A-471 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.69 413 > 369 

1001%1_ 4247~ 

2.33e5Area 

"" Time 
2.00 4.00 6.00 8.00 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- 
7.52 299 > 99 

1.86e3 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539404 

1939.0253 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst=K.Risha 

Page 142 

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-471 
Text: 

4:C6 Sulfonate PFHS 

L1958-22, DF=100 13-Mar-2004 18:08:151 
LC/MS/MS #6~ 

MRM of 5 Channels ES- ’ 
399 > 80 

2.28e4, 
Area 

Time[ 
2.00           4.00           6.00           8.00           10.00 

5:C8 Sulfonate PFOS 

L1958-22, DF=100 13-Mar-2004 18:08:15 
LClMS/MS #6I 

030504A-471 Sm (Mn, 2~<3) MRM of 5 Channels ES- I 
8.86 499 > 99 

1.47e4 

1001%1 
269L 

Areal 

0-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 

3M MN01539405 

1939.0254 



I    I 

Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date=03/05/04, Analys~=K.Risha 

Page 143 

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-472 
Text= 

I: C6 Acid PFHA 

L1958-23, DF=1000 

030504A-472 Sm (Mn, 2x3) 

1( 8.17 

2.00 4.00 6.00 8.00 

2:C8 Acid PFOA 

L1958-23, DF=1000 

13-Mar-2004 18:30:031 
LC/MS/MS #6I 

MRM of 5 Channels ES- ! 
313 > 269~ 

4.13e4I 
Area 

Time 
10.00 

030504A-472 Sm (Mn, 2x3) 

1001 

2.00 4.00 

13-Mar-2004 18:30:03 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

4847~ 

2.67e5 
Area 

.... ~ .... ~ .... ~ .... ~ .... ~ .... ~....’Time 
6.00 8.00 10.00 

3: C4 Sulfonate PFBS 

L1958-23, DF=1000 13-Mar-2004 18:30:03 
LC/MS/MS 

030504A-472 Sm (Mn, 2x3) MRM of 5 Channels ES- 
7.59 299 > 99 

100~% 

-,1186 ~/~1.21e3Area 

0’ .... , , ,, , .... ~ ,, ,, .... , .... , .... , .... , .... , .... , .... , .... 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 MN01539406 

1939.0255 



Quantify Sample Report 
Study No.:LI958, Set No.:030504A, Ext.Date:03/05/04, Analyst:K.Risha 

Page 144 

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-472 
Text= 

4:C6 Sulfonate PFHS 

L1958-23, DF=1000 

030504A-472 Sm (Mn, 2x3) 

13-Mar-2004 18:30:031 
LC/MSIMS #6! 

MRM of 5 Channels ES- ~ 
8.52 399 > 80~ 

2.08e4/ 

451 Area;i 

.... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... TimeI 
2.00 4.00 6.00 8.00 10.00 i 

5: C8 Sulfonate PFOS 

L1958-23, DF=1000 

030504A-472 Sm (Mn, 2x3) 

1 O01. 

2.00 4.00 

8.88 

13-Mar-2004 18:30:031 
LC/MS/MS #6I 

MRM of 5 Channels ES- ! 
499 > 99 

1.40e4 
Area~ 

6.00 8.00 10.00 

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

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

3M MN01539407 

1939.0256 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analyst=K.Risha 

Page 145 

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~ 

i: C6 Acid PFHA 

XC030504-6, 1000 ng/L Standard 

129797~ 

13-Mar-2004 18:51:471 
LC/MS/MS #6! 

MRM of 5 Channels ES- / 
313 > 269/ 

6.30e5/ 
Area~ 

030504A-473 Sm (Mn, 2x3) 
8.15 

100~% 
, .... , .... , .... ~ .... , .... r .... , .... , .... , .... ~ .... , .... Time 

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/M$ #6 

MRM of 5 Channels ES- 
8.71 413 > 369 

1.71e6 
Area 

030504A-473 Sm (Mno 2x3) 

2.00 4.00 6.00 8.00 10.00 
Time 

3:C4 Sulfonate PFBS 

XC030504-6, 1000 ng/L Standard 

030504A-473 Sm (Mn, 2x3) 

100t                                   3509 

2.00 4.00 6.00 8.00 10.00 

13-Mar-2004 18:51:47 
LC/MS/MS #6 

MRM of 5 Channels ES- 
7.53 299 > 99 

8.66e3 
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 

3M MN01539408 

1939.0257 



Quantify Sample Report 
Study No.=LI958, Set No.:030504A, Ext.Date=03/05/04, Analys~:K.Risha 

Page 146 

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: C6 Sulfonate PFHS 

XC030504-6, 1000 ng/L Standard 

030504A-473 Sm (Mn, 2x3) 

00 

2.00            4.00            6.00            8.00           10.00 

13-Mar-2004 18:51:4~ 
LC/MS/MS #~ 

MRM of 5 Channels ES- 
8.52 399 > 80 

2.26e5 
Area 

Time 

5:C8 Sulfonate PFOS 

XC030504-6, 1000 ng/L Standard 

030504A-473 Sm (Mn, 2x3) 
8.88 

13.Mar-2004 18:51:47 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.26e5 
Area 

2.00 4.00 6.00 8.00 10.00 
Time 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Sponsor Study No: 

E~ygen Study No: 

Amaly~: 

Ions Monitored: 

Site: 

NA 

L1958 

Perfluorohexanolc Acid 

313 -> 269 
NA 

RAW DATA REPORT 

Limit of Qt~anfitation: 50 ppt 

Injection Volume: 15 p.L 

Matrix: Water 

Sarc~le Voltmm: 40.0 mL 

Final Volume: 5.0 mL 

Set No: 

Anal) st: 

Irtstrument Type: 

Extraction Date: 

Analyzed on: 

03 1704A 

Karen Risha 

LC/MS/!VlS Unit # 6 

03/17/04 

03/18/04 

Exygen 

ID 
XC030504-0 

XC0305~34-1 

XC030504-2 

XC030504-3 

XC030504-4 

XC030504-5 

XC030504-6 
Methanol Wash 

0106020 Control 

0106020 Spk A 

0106020 Spk B 

XC030504-1 

XC030504-2 

L1958-17 Spk C 

L1958-5 Spk D 

L1958-9 Spk E 

L1958-13 SpkF 

L1958-1 Spk G 

XC030504-3 

XC030504-4 

L1958-3 

XC030504-5 

XC030504-6 

Sponsor 

ID 

na 

lnfluent 3 

Comb Effluent 1/2 

Port 4A 

Port 4B 

lntluent 1/2 

Influent t/2 Low Spk 

Std. 

Sample Run Conc. Dilution Peak 

Code No, (ppt) Factor Area 

CS 031704A-601 0 1384 

CS 031704A-602 25 5637 

CS 031704A-603 50 9780 

CS 031704A-604 100 19409 

CS 031704A-605 250 41045 

CS 031704A-606 500 86735 

CS 031704A-607 1000 151544 

C OMTO4A-608 1 

U 031704A-609 1 1243 

LCS 031704A-610 1 9223 

LCS 031704A-611 1 81477 

CS 031704A-612 25 5205 

CS 031704A-613 50 8898 

LF 031704A-615 1000 80237 

LF 031704A-616 100 30659 

LF 031704A-617 100 83217 

LF 031704A-618 100 87895 

LF 031704A-619 100 85567 

CS 031704A-620 100 17312 

CS 031704A-621 250 38557 

FF 031704A-623 100 24434 

CS 031704A-626 500 79456 

CS 031704A-627 1000 143391 

Analyte Found (PP0 = (peak a~ea - intercept) / slope x DF 

Reeovery (%) = [allal~’te found ~ppt)-anal~’te found in eolltl’ol (ppt)] r, 100 

amount added (PP0 

Analyte Amotmt 

Found Added Recovery. 

(PrO (pVt) (%) 

ND 

48.8 

524 

50 98 

500 105 

516000 250000 188 

19000 10~O0 185 

53600 25000 161 

56600 25CO0 164 

55100 10000 512 

14900 10000 110 

Standard Carve : Linear (1/x weighted) 

Intercept = 1811.49 

Slope - 152.008 

Coef. OlDer. = 0.993757 

CS = Cal~rmion standard LF = Lab fo~fled sample 

C - Control san~le FF - Field fortified sample 

S = Sarc~ple 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. 
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Sponsor Study No: NA 

Exygen gtady No: L1958 

Analyte: Perfluorooctanoic Acid 

Ions Monitored: 413 -> 369 

Site: NA 

RAWDATA REPORT 

Limit of Quanfitafion: 50 ppt 

Injection Volun~: l 5 pL 

Matrix: Water 

Sample Volun~: 40.0 mL 

Final Volume: 5.0 mL 

Set No: 

Analyst: 

lnslnanent Type: 

Exlxact]on Date: 

Analyzed on: 

031704A 

Karen Risha 

LC/MS/MS Unit # 6 

03/17/04 

03/18/04 

Exygen Sponsor 

ID ID 

XC030504-0 

XC030504-1 

XC030504-2 

XC030504-3 

XC030504-4 

XC030504-5 

XC030504-6 

Methanol Wash 

0106020 ConUol na 

0106020 Spk A na 

0106020 Spk B na 

XC030504-1 

XC030504-2 

L1958-17 Spk C Influent 3 

L1958-5 Spk D Comb Effluent 1/2 

L1958-1 Spk G lnfluent 1/2 

XC030504.3 

XC030504.4 

L1958-3 Infiuent 1/2 Low Spk 

LI958-23 Trip BlankHigh Spk 

XC030504-5 

XC030504-6 

Analyte Found (ppt) - (peak area - intercept) / slope x DF 

Recovery (%) = [anal/t~ fotuld (ppt)-analyte found in control (ppt)] x 100 

amount added (ppt) 

Sample Rtm Cone. Dilution Peak 

Code No. q3pt! Factor Area 

CS 031704A-601 0 1296 

CS 031704A-602 25 7657 

CS 031704A-603 50 14896 

CS 031704A-604 100 27966 

CS 031704A-605 250 58208 

CS 031704A-606 500 119459 

CS 031704A-607 1000 236685 

C 031704A-608 40977 

C 031704A-609 1 1515 

LCS 031704A~610 1 14001 

LCS 031704A-611 l 121791 

CS 031704A-612 25 7709 

CS 031704A-613 50 14377 

LF 031704A-615 I000 136155 

LF 031704A-616 100 30247 

LF 031704A-619 I00 70266 

CS 031704A-620 lO0 26988 

CS 031704A-621 250 60720 

FF 031704A-623 100 45237 

FF 031704A-625 1000 26721 

CS 031704A 626 500 120195 

CS 031704A-627 1000 232929 

Analyte Amount 

Foand Added Recovery 

~P9 ~vpO (~) 

ND 

50.6 

511 

50 101 

500 102 

572000 250000 lOg 

12000 lOO00 119 

29100 10000 175 

18400 113000 68 

105000 100000 105 

Standard Cwve: Linear(l/xw¢ighted) 

Intercept = 2135.08 

Slope = 234.327 

Coe£ OlDer - 0.999637 

CS = Cahbmtion standard LF = L~b fortified sample 

C = Control sample FF = Field forfilied sample 

S - Sample LCS - LaboratoD" Control Spike 

CK = Cheek Standard 

ND = Not detected = Respomc between 0 and 25 ppt 

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

Samples were corrected using the data fmmd in set 030504A. 
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Sponsor Study No: 

Exygen Study 1~o: 

Analyte: 

Ions Monitored: 

Site: 

NA 

L1958 

PerBuerobutanesulfenate 

299 -> 99 

NA 

RAW DATA REPORT 

Limit of Quantitation: 

Injection Volume: 

Matrix: 

Sample Volume: 

Final Volume: 

50 ppt 

15 

Water 

40.0 mL 

5.0 mL 

Set No: 

Analyst: 

Instrument Type; 

Exlraction Date: 

Analyzed on: 

031704A 

Karen Risha 

LC/MS/MS Unit # 6 

03/17/04 

03/18/04 

Exygen 

ID 

XC030504-0 

XC030504-1 

XC030504-2 

XC030504-3 

XC030504-4 

XC030504-5 

XC030504-6 

Methanol Wash 

0106020 Control 

0106020 Spk A 

0106020 Spk B 

XC030504-1 

XC030504-2 

L1958-1 Spk G 

XC030504-3 

XC030504-4 

L1958-3 

L1958-3 

L1958-22 

L1958-23 

XC030504.5 

XC030504-6 

Sponsor 

ID 

Influent 1/2 

Influent 1/2 Low Spk 

Influent I/2 Low Spk 

Trip Blank Low Spk 

Trip BlankI-Iigh Spk 

Sample Run 

Code No. 

CS 031704A-601 

CS 031704A-602 

CS 031704A-603 

CS 031704A-604 

CS 031704A-605 

CS 031704A-606 

C~ 031704A-607 

C 031704A-608 

C 031704A-609 

LCS 031704A-610 

LCS 031704A-611 

CS 031704A-612 

CS 031704A-613 

LF 031704A-619 

CS 031704A-620 

CS 031704A-621 

FF 031704A-622 

FF 031704A-623 

FF 031704A-624 

FF 031704A-625 

CS 031704A-626 

CS 031704A-627 

Conc. 

o 

25 

lOO 

25o 

500 

25 

50 

1oo 

250 

5o0 

Dilution 
Factor 

100 

lOO0 

10o 

10o 

IOO0 

Peak 

Area 

0 

0 

384 

611 

1589 

3300 

5524 

0 

0 

281 

3262 

0 

278 

8001 

657 

1501 

1042 

9328 

522 

465 

2945 

5816 

Analyte Amount 

Found Added Recovery 

(pin) (,aFt) (%) 

ND 

39.0 

553 

50 78 

500 111 

137000     10000 949 

Analyte Found (ppt) = (peak area - intercept) / slope x DF 

Recovery (%) = [analyte lbund ~opt)-anal;cte found in control 
amount added (ppt) 

170000 10000 1279 

10000 

8050 10000 81 

70700 100~00 71 

(13pt)] x 1 O0 

Standard Curve : Linear (l/x weighted) 

Intereept = 54.7291 

Slope = 5,80467 

Coef. OfDet. - 0.993620 

CS = Calibration standard LF = Lab fortified sample 

C = Control sample FF = Field fortified sample 

S = 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. 
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Sponsor Study No: 

Exygen Study No: 

Analyte: 

Ions Monilored: 

Site: 

NA 

L195g 

Perfluorhexane~ulfonate 

399 -> 80 

NA 

RAW DATA REPORT 

Limit of Qaantitation: 

Injection Volume: 

Matrix: 

Sample Vnlume: 

Final Volume: 

50 ppt 

15 ~tL 

Water 

40.0 mL 

5.0 mL 

Set Ne: 

Analyst: 

lnstrament Type: 

Ex~’action Date: 

Analy~ed on: 

031704A 

Karen Risha 

LC/MS/MS Unit # 6 

03/17/04 

03/18/04 

Exygcn 

ID 

XC030504q) 

XC030504-1 

XC030504-2 

XC030504-3 

XC030504-4 

XC030504-5 

XC030504-6 

Methanol Wash 

0106020 Control 

0106020 Spk A 

0106020 Spk B 

XC030504 1 

XC030504-2 

XC030504-3 

XC030504-4 

L1958-3 

XC030504-5 

XC030504-6 

Sponsor 

ID 

na 

na 

na 

Influent 1/2 Low Spk 

Sarnp~ Run Conc. 

Code No. (ppt) 

CS 031704A-601 0 

CS 031704A-602 25 

CS 031704A-603 50 

CS 031704A-604 100 

CS 031704A-605 250 

CS 031704A-606 500 

CS 031704A-607 1000 

C 031704A-608 

C 031704A-609 

LCS 031704A-610 

LCS 031704A-611 

CS 031704A 612 25 

CS 031704A-613 50 

CS 031704A-620 100 

CS 031704A-621 250 

FF 031704A-623 

CS 031704Ao626 500 

CS 031704A-627 1000 

Analyte Found (ppt) - (peak alea intercept) / slope x DF 

Recovery (%) = [analyte found (ppt)-analyte found in eonlrol (ppt)] x 100 

amount added (PP0 

Dihfion 
Fac~r 

lOO 

Peak 

0 

873 

1918 

3759 

~576 

17829 

35559 

0 

0 

1858 

17060 

906 

1733 

3370 

8581 

5147 

17277 

35458 

Analyte Amount 

Found Added Recovery 

(ppt) (PP9 (%) 

ND 

52.3 

484 

50 105 

500 97 

14600 10~00 100 

Standard Carve : Linear (l/x weighted) 

Intercept = 16.7342 
Slope = 35.2308 

Conf. OfDet. = 0.999704 

CS = Calibration standard LF = Lab fortified sample 

C = Control sample FF - Field fortified sample 

S = Sample LCS = Laboratory Control Spike 

CK = Check Standard 

ND = Not detected = Response between 0 and 25 ppt 

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

Samples were corrected using ~e data fonnd in set 030504A. 
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RAW DATA REPORT 

Sponsor Study ]qo: NA Limit of Quanfitafion: 

Exygen Study No: L1958 Injection Volume: 

Analyte: Perfluorooctanesulfonate Matrix: 

Ions Monilo*ed: 499 -> 99 Sample Volume: 

Site: NA Final Volume: 

50 ppt Set No: 031704A 

15 ~tL Analyst: Karen P, isha 

Water Instrument Type: LCAMS,qV[S Unit # 6 

40.0 mL Extraction Date: 03/17/04 

5.0 mL Analyzed on: 03/18/04 

Exygen Sponsor Sample Run 

ID ID Code No. 

XC030504-0 CS 031704A-601 

XC030504-1 CS 031704A-602 

XC030504-2 CS 031704A-603 
XC030504-3 CS 031704A-604 

XC03050~M CS 031704A-605 

XC030504-5 CS 031704A-606 
XC030504-6 CS 031704A-607 

Methanol Wash C 03 [ 704A-608 

O106020 Control na C 031704A-609 

0106020 Spk A na LCS 031704A-610 

0106020 Spk B na LCS 031704A-611 

XC030504-1 CS 031704A-612 

XC030504-2 CS 031704A-613 

L1958-1 Spk G Inflaent 1/2 LF 031704A-619 

XC030504-3 CS 031704A-620 

XC030504-4 CS 031704A-621 

L1958-3 lnfluent 1/2 Low Spk FF 031704A-623 

XC030504-5 CS 031704A-626 

XC030504-6 CS 031704A-627 

Conc. 

(ppt) 

o 

25 

50 

IOO 

250 

5o0 

1000 

25 

50 

100 

250 

50O 

1000 

Dilution 

Factor 

100 

100 

310 

440 

900 

1583 

3392 

7489 

13775 

0 

0 

659 

7099 

532 

777 

3927 

1421 

3438 

3246 

6406 

12885 

Analyte Amount 

Found Added Recovery 

(ppt) (ppt) (%) 

ND 

34.9 50 70 

525 500 105 

28300 10000 149 

23200 10000 9g 

Analyte Found (ppt) - (peak area - intercept) / slope x DF 

Recovery (%) =         [anal)Ce found ~pptkanal)ae found in conlrol (ppt)] x 100 

amount added (PP0 

Standard Curve : Linear (1/x weighted) 

Intercept = 200.030 

Slope = 13.i525 

Coef. Of DeL - 0.995843 

CS = Calibration standard LF = Lab fortified sample 

C - Conuol sample FF - Held furdtied Si~IIlple 

S = Sample LCS = Laboratory Control Spike 

CK - Cheek Standard 

ND = Not detected = Response between 0 and 25 ppt 

NQ - Not quantifiable = Response between 25 ppt and LOQ (50 PP0 

Samples were corrected using the data found in set 030504A. 
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3058 Research Drive 
State College, PA 16801 

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

Internal Chain of Custody/Fortification Sheet 
Exygen Study Number: L1958 Matrix: Water 

Sponsor StudyfProtocol No: N__A 

The samples listed below were removed from refrigerator No. 

Date 0~]17]t~14 

I VOLUME (mL) 

40.0 

40.0 

40.0 

40,0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

L1958-23 40.0 

Time 

CLIENT SAMPLE 

na 

na 

na 

lnfluent 3 

Comb Effluent 112 

Port 4A 

Port 4B 

Influent 1/2 

Influent 1/2 Low Spk 

Trip Blank Low Spike 

Trip Blank High Spike 

EXYGEN ID NUMBER 

0106020 Control 

0106020 Spk A 

0106020 Spk B 

L1958-17 Spk C 

L1958-5 Spk D 

L1958-9 Spk E 

L1958-13 Spk F 

L1958-1 Spk G 

L1958-3 

L ! 958-22 

r~ia~s #l-ma 

I FORTIFICATIOI~" (ng) 

2.0 

20.0 

I0000.0 

400.0 

1000.0 

1000.0 

400.0 

0106020 gpk A 

0106020 Spk B 

LI958-17 Spk C 

L1958-5 gpk D 

L1958-9 Spk E 

L1958-13 Spk F 

L1958-1 Spk G 

F012004-7 

F012004-7 

. 

All samples were measured: 
Time 11~¢ Date O~!lT]Oq Initials 

After measuring samples were returned to refrigerator No. ~- 

Time I~.Ot)          Date 0.,~! I]~O~           ~itials 

Comments: ZOO p.L of 250 rag/alL sodittm thiosuffate was added to allsamples before spiking. Initials/Date: 

Analysis Summary: Data Set: 

Data Set: 
Data Set: 

Set extraction/analysis data verified by: ~ 

Initials/Date: 

Initials/Date: / 

Initials/Date: ~ / 

July~6, 2001/6 
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R E S E A R ( H 

3058 Research Drive 

State College, PA 16801 

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

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 

EXYGEN STUDY NUMBER: L1958 METHOD: s~ PROTOCOL NUMBER: NA 

MATRL-’K: Water ANALYTES: CA~ C6, C7 & C8 Acids, CA, C6 & (3.8 sulfomtes 

Client ID Exygen 1D STEP STEP Dilutions STEP Dilutions STEP Reagents/ 

1 2 (mL/mL) 3 (mL/mL) 4 Materials 

na 0106020 Cunlrol ~ ~ Methanol 

na 0106020 Spk A ~ - c18 SeE 

na 0106020 Spk B ~ ~ Type 1 Water 

Influent 3 L1958-17 Spk C ~’~ ~ -- 

Comb Effluent 1/2 L1958-5 Spk D °’VtO _ 

Port 4A L1958-9 Spk E o.\/| O 
- 

Port 4B L1958-13 Spk F o. ~AO - ~ Initials/Date 

Influent 1/2 L1958-1 Spk G 0"~/i0 , - 

t~u~t 1/2 Lo,~ spk t,195s-3 
Trip Blank Lo’~. Spike L 195 g -22 0. ~tI 0 / - - 
Trip Blank High Spike LI95g-23 

*Initials/Date 

HPLC 

STEP l : SPE column clean-up (omitting 40% wash) 
STEP 2: Final volume to 5 mL collected in 15 mL polypropolene tubes 
STEP 3: LUtMS/MS analysis 
STEP 4: LC]MS/MS reanalysis. 

*Initials and date under each st~ indicates the personnel that performed this step. 

$$ Method of Analysis for the Determination of Perfluer~oetane sulfonate (PFOS), Perfluorooctane sulfonylamide (PFOSA), and Perfluorooctmxoate (POAA) in Water 

COMMENTS: 
Final exlracls stored in refrigerator 3~ Initials: /~/1�I/~ Date: 

July 19, 2001/4 
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Masslynx - Sample List 

Sample List: C:\MASSLYNX\FluorocheF0i~a.ls.PRO\SampleDB\031704A CG ACSFM.SPL 

Pdnted: Thu Mar 18 08:01:22 2004~,~ -- ~, ~.~0~),~ I ~I 
Exygen STUDY NO. ~ 

Page 1 

Page Position: (1, 1) 

Vial File Name    LIMS ID ClientlD Sample Description Matdx Sample Type Conc(ng/L) Conc B ConcC Test lD DF 

1 1 031704A-601 ...... XC030504-0, 0 ng/L Standard -- Standard 0 ..... 0 1 

2 2 031704A-602 ...... XC030504-1,25 ng/L Standard -- Standard 25 ..... 0 1 

3 3 031704A--603 ..... XC030504-2, 50 ng/L Standard -- Standard 50 ..... 0 1 

4 4 031704A-604 ...... XC030504-3, 100 ng/L Standard -- Standard 100 ...... 0 1 

5 5 031704A-605 ...... XC030504-4, 250 ng/L Standard -- Standard 250 ..... 0 1 

6 6 031704A-606 ...... X¢030504-5, 500 ng/L Standard -- Standard 500 ..... 0 1 

7 7 031704A-607 ...... XC030504-6, 1000 ng/L Standard -- Standard 1000 ...... 0 1 

8 92 03170ZtA-608 ..... Methanol Wash -- Blank ....... 0 1 

9 41 031704A-609 ...... 0106020 Control -- Blank ....... 0 1 
10 42 031704A-610 ...... 0106020 Spk A, 50 ng/L -- QC 50 ..... 0 1 
’11 43 03170~A-611 ...... 0106020 Spk B, 500 ng/L -- QC 500 ...... 0 1 

12 2 031704A-612 ...... XC030504-1,25 nglL Standard -- Standard 25 ...... 0 1 

13 3 031704A-613 ...... XC030504-2, 50 ng/L Standard -- Standard 50 .... 0 1 

14 44 031704A-614 ...... L1958-17 Spk C, 250000 ng/L, DF=10000 -- QC 250000 ..... 0 10000 

15 45 031704A-615 ...... L1958-17 Spl~ C, 250000 ng/L, DF=1000 -- QC 250000 ..... 0 1000 

16 46 031704A-616 ..... L1958-5 Spk D, 10000 ng/L, DF=100 -- QC 10000 ...... 0 100 

17 47 031704A-817 .... L1958-9 Spk E, 25000 ng/L, DF=100 -- QC 25000 ...... 0 100 

18 48 031704A-818 -- -- L1958-13Spk F, 25000 ng/L, DF=100 -- QC 25000 .... 0 100 

19 49 031704A-619 .... L1958-1 SpkG, 10000 ng/L, DF=100 -- QC 10000 ..... 0 100 

20 4 031704A-620 .... XC030504-3, 100 ng/L Standard -- Standard 100 ..... 0 1 

21 5 031704A-621 ..... XC030504-,4, 250 ng/L Standard -- Standard 250 ..... 0 1 

22 50 031704A-622 ..... L1958-3, DF=1000 -- QC 10000 ..... 0 1000 

23 51 031704A-623 ..... L1958-3, DF=100 -- QC 10000 ..... 0 100 
24 52 031704A-624 ...... L1958-22, DF=100 -- QC 10000 ..... 0 100 

25 53 031704A-625 ..... L1958-23, DF=1000 -- QC 100000 ...... 0 1000 

26 6 031704A-626 ..... XC030504-5, 500 ng/L Standard -- Standard 500 ..... 0 1 
27 7 031704A-627 ..... XC030504-6, 1000 nglL Standard -- Standard 1000 ..... 0 1 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MN01539417 
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Masslynx - Sample List 

MS Method HPLC Method MS TuneFile Inj.Volume 

1 C6 8 ACIDS C4 6 8 SULF pros water Fluorochems 15 
2 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
3 C6 8 ACIDS C4 6 8 SULF pros water Fluerochems 15 
4 C6 8 ACIDS C4 6 8 SULF pros water Fluorochems 15 
5 C6 8 ACIDS C4 6 8 SULF pros water Fluorochems 15 
6 C6 8 ACIDS C4 6 8 SULF pfbs water Flu~rochems 15 
7 C6 8 ACIDS CA 6 8 SULF pfbs water Fluerochems 15 
8 C6 8 ACIDS CA 6 8 SULF pfbs water Fluorochems 15 
9 C6 8 ACIDS CA 6 8 SULF pfbs water Fluorochems 15 

10 C6 8 ACIDS CA 6 8 SULF ptbs water Fluorochems 15 
1t C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
12 C6 8 ACIDS CA 6 8 SULF ptbs water Fluerochems 15 
’13 C6 8 ACIDS CA 6 8 SULF pfbs water Fluorochems 15 
t4 C6 8 ACIDS CA 6 8 SULF pfbs water Fluorochems ’15 
15 C6 8 ACIDS CA 6 8 SULF pfbs water Fluorochems 15 
16 C6 8 ACIDS 0.4 6 8 SULF pros water Fluorochems 15 
17 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
18 C6 8 ACIDS CA 6 8 SULF pros water Fluorochems 15 
19 C6 8 ACIDS CA 6 8 SULF pros water Fluorochems 15 
20 C6 8 ACIDS CA 6 8 SULF pros water Fluorochems 15 
21 C6 8 ACIDS CA 6 8 SULF pfbs water Fluorochems 15 
22 C6 8 ACIDS CA 6 8 SULF pfbs water Fluorochems 15 
23 C6 8 ACIDS CA 6 8 SULF pros water Fluorochems 15 
24 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 
25 C6 8 ACIDS CA 6 8 SULF pfbs water Fluorochems 15 
26 C6 8 ACIDS CA 6 8 SULF pros water Fluerochems 15 
27 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15 

Page 2 

Page Position: (2, 1) 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 
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LC/MS/MS SYSTEM AND OPERATING CONDITIONS 

Sponsor Protocol No: NA 

Instrument: 

Computer: 

Software: 

HPLC Equipment: 

HPLC Column: 

Mobile Phase (A)" 
Mobile Phase (B) : 

Analyst: 

Exygen Study No: L1958 

Micromass Quattro Ultima (LC/MS/MS Unit #6) 

COMPAQ Professional Workstation AP200 

Microsoft Windows NT: Version 4 Build 1381: Service Pack 5 
Mieromass Limited: MassLynx 3.4 Build 004 

Hewlett Packard (HP) Series 1100 
HP Bin Pump HP Vacuum Degasser 
HP Autosampler HP Column Oven 

Genesis C-8, 5 cm x 2.1 mm i.d. x 4 ~t (Exygen ID: MA0012842) 
(JONESCHROMATOGRAPHY: Part No. FK5962E) 

2 mM Ammonium Acetate in Type I Water 

Karen Risha 
Exygen Research 
3058 Regearch 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. 

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

3M MN01539419 
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Scanning M~thod Report 

Method: 
Last Modified: 

Printed: 

C:\MASSLYNX\~LUOROCHEMICALS.PRO\ACQUDB\C6 8 ACIDS C4 6 8 SULF 
Tue Mar 16 15:06:12 2004 

Page 1 

Thu Mar 18 08:01:49 2004 

Solvent Delay ( mins ) : 0.00 

Analog Channel 4 : Unused 
Function : I       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 
2 
3 
4 
5 

299.00 99.00 0.20 40 
313.00 269.00 0.20 I0 
399.00 80.00 0.20 35 
413.00 369.00 0.20 I0 
499.00 99.00 0.20 30 

49 
20 
5O 
i0 
i0 

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

Method File= 
Last Modified~ 

Printed: 

HPII00 LC Pump Initial Conditions 

C:~MASSLYNX\FLUOROCHEMICALS.PRO\ACQDDB\pfbs water 
Thursday, March 18, 2004 07:03=06 

Thursday, March 18, 2004 08:02:05 

Page 1 

Solvents 
A% 
B% 
C% 
D% 

90.0 
i0.0 
0.0 
0.0 

Flow (ml/min) 
Stop Time (mins) 
Min Pressure (bar) 
Max Pressure (bar) 
Oven Temperature Left(°C) 
Oven Temperature Right(°C) 

0.300 
20.O 
0 

40O 
35.0 
35.0 

HPII00 LC Pump Gradient Timetable 

The gradient Timetable contains 8 entries which are : 

Time A% 
0.00 90.0 
2.00 90.0 
5.00 I0.0 
9.00 I0.0 
9.50 0.0 

14.00 0.0 
14.50 90.0 
20.00 90.0 

B% 
i0 0 
i0 0 
90 0 
90 0 

I00 0 
I00 0 
!0 0 
I0 0 

C% 
0.0 
0.0 
0.0 
0.0 
0.0 
0.0 
0.0 
0.0 

D% 
0 0 
0 0 
0 0 
0 0 
0 0 
0 0 
0 0 
0 0 

Flow 
0 300 
0 300 
0 300 
0 300 
0 300 
0 300 
0 300 
0 300 

Pressure 
40O 
4OO 
40O 
40O 
40O 
40O 
40O 
40O 

HPII00 LC Pump Exte[nal Event Timetable 

The Timetable contains 6 entries which are : 

Time Column Switch Contactl Contact2 
Initial Off Off Off 

0o00 Off On Off 
0.05 Off Off Off 
0.i0 Off Off On 

11.90 Off Off Off 
12.00 Off Off Off 

Contact3 
Off 
Off 
Off 
Off 
On 
Off 

Contact4 
Off 
Off 
Off 
Off 
Off 
Off 

HPII00 Autosampler Initial Conditions 

Draw Speed 200.0 
Eject Speed I~i/min) 200 
Draw Position (mm) 0.00 
Stop Time (mins) 20.00 
Injection Volume(@l) 15.0 
Vial Number 92 

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

1939.0270 
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Tuning Method Report 

Method: C:\MASSLYNX\FLUOROCHEMICALS.PRO\ACQUDB\FLUOROCHEMS 

Printed: Thu Mar 18 08:02:28 2004 

Page 1 

Dau 299.00 

SOURCE ( ESP- ) Set Rdbk Analyser 

Capillary 3.00 -2.93 LM Res 1 
Cone I0 -ii HM Res 1 
Hexapole 1 0.0 IEnergy 1 
Aperture 1 0.0 Entrance 
Hexapole 2 0.2 Collision 
Source Block Temp. I00 i00 Exit 
Desolvation Temp. 300 299 LM Res 2 

HM Res 2 
IEnergy 2 
Multiplier 

Pressures Rdbk Gas Flows 

Analyser Vacuum OFF Cone Gas 
Gas Cell 2.8e-3 Desolvation 

Set    Rdbk 

14.0 
14.0 
1.0 
-2 28 
30 29 
2 31 
14.0 
14.0 
2.0 
650    -648 

Rdbk 

129.6 
751.3 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Quantify Calibration Report 
Study No.=LI958, Set NO.:031704A, Ext.Date=03/17/04, Analyst=K.Risha 

Page 1 

Calibration= 
Last modified= Fri Mar 19 11=34=57 2004 
Printed~          Fri Mar 19 12524=05 2004 

P:\Data\LCMSMS6\Masslynx\Fl~orochemicals.PRO\CurveDB\031704A CG ACSFM 

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: l/x, Axis trans: None 

1.54e5- 

Response 

0.0 200.0 
, , ~ .... , , , ,-. , .... , .... , .... , .... ,ng/L 
400.0 600.0 800.0 1000.0 

Exygen Research, 30S8 Research Drive, State College, PA 16801 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Quantify Calibration Report 
Study No.:L1958, Set No.=031?04A, Ext.Date=03/17/04, Analyst=K.Risha 

Page 

Calibration:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\031704A CG ACSFM 
Last modified= Fri Mar 19 Ii~34:57 2004 
Printed: Fri Mar 19 12:24=05 2004 

Compound 2 name: C8 Acid PFOA 
Coefficient of Determination: 0.999637 
Calibration curve: 234.327 * x + 2135.08 
Response type: External Std, Area 
Curve type: Linear, Origin: Exclude, Weighting: l/x, Axis trans: None 

2.37e5- 

Response- 

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

3M MN01539424 

1939.0273 



Quantify Calibration Report 
Study No.=LI958, 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: l/x, Axis trans: None 

5.86e3- 

Response- 

0 
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 
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Quantify Calibration Report 
Study No.=LI958, Set No.=031?04A, 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: l/x, Axis tran8: None 

3.56e4- 

Response 

0 
0.0 
........................................,                , , , , , , , , , ng/L 

200.0 400.0 ~00.0 800.0 1000.0 

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

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Quantify CaZibration Report 
Study No.:L1958, Set No.:031704A, Ext.Date=03/17/04, Analyst=K.Risha 

Page 5 

Calibration=    P=\Data\LCMSMS6\Masslynx\Fluorochemlcals. PRO\CurveDB\031704A CG ACSFM 
Last modified~ Yr± Mar 19 ii~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: l/x, Axis trans: None 

1.38e4- 

Response- 

0.0 200.0 400.0 600.0 800.0 

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

| 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Quantify Sample Report 
Study No.:LI958, Set No.=031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 1 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified: Fri Mar 19 ii:30:3~- ~-004 
Method :          P : \Data\LCMSMS6\Masslynx\Fluorochemicals. PRO\MethDB\CotGrove NPDES 031604 
Last modified: Thu Mar 18 09:51:08 ~-004 

.~-~]. 

Job Code : 
D~e ~’~1~ |           ’ 

Name= 031704A-601 
Text= 

Acid PFHA 

XC030504-0, 0 ~ Stsndsrd ~8-Mar-2004 08:17:2~ 
LC/MS/MS #6 

031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES- 

l~n~~ 313 > 269 
2.89e4 

8.60 Area 

1384 

~ . ~ . . . ~ , , ~ .... ~ .... ~ .................... Time 
2.00 4.00 6.00 8.00 10.00 

: C8 Acid PFOA 
XC030504-0, 0 ng/h Standard 18-Mar-2004 08" 17:21 

LC/MSIMS #6 
031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 413 > 369 

Area 

0 .... , .... , .... ~ .... ~ .... , .... , .... , .... ~ .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

: C4 Sulfonate PFBS 
XC030504-0, 0 ng/L Standard 18-Mar-2004 08:17:21 

LC/MS/MS #6I 
031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100~/~0.14 ~ 

299>99,3.58e3 

715 811840 925 9891016 
¯ . 290 376 453 655 "    " ¯ 

¯ ’ " 11 64 

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 
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Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 2 

Sample List:    P:\Data\LCMSMS6\Masslynx\~luorochemicals.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-601 
Text= 

4:C6 Sulfonate PFHS 

XC030504-0, 0 ng/L Standard 

031704A-601 Sm (Mn, 2x3) 

00 ...0.14 1 

0~’~’’~ ’’~ .... I .... , .... 
2.00 4.00 

18-Mar-2004 08:17:21 
LC/MS/MS #6 

MRM of 5 Channels E8- 
399 > 80 

8.52e3 

9.81~ _..11"0~.__~’5-.5~6 
.... , .... , .... , .... , .... , .... , .... Time 

6.00 8.00 10.00 

5: C8 Sulfonate PFOS 
XC030504-0, 0 ng/L Standard 18-Mar-2004 08:17:21 

LClMS/MS #6 
031704A-601 Sm (Mn, 2x3) MRM of 5 Channels ES- 

5.94e3 
9.27                  Area 

,,, .... , .... , .... , , , , , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

Exygen Research, 3058 Research Drive, State College, PA 16801 
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Quantify Sample Report 
Study No.=LI958, Set No.=031704A, Ext.Date=03/17/04, Analyst:K.Risha 

Page 3 

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 ~TPDES 031604 
Last modified= Thu Mar iS 09=51:08 2004 
Job Code= 

Printed= Fri Mar 19 12:24:08 2004 

Name= 031704A-602 
Text: 

i: C6 Acid PFHA 
XC030504-1, 25 ng/L Standard 18-Mar-2004 08:39:04 

LC/MSIMS #6 
031704A-602 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.60 313 > 269 

lI 
o/,~ 

56371~ Area                  3.58e4 

2.00 4.00 6.00 8.00 10.00 

: C8 Acid PFOA 
’XC030504-1, 25 ng/L Standard 18-Mar-2004 08:39:0~1 

LC/MSlMS #~ 
031704A-602 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9.04 413 > 369 

100) 

7657i 4.65e4 

2.00 4.00 6.00 8.00 10.00 

0.14 

3:C4 Sulfonate PFBS 
XC030504-1, 25 nglL Standard 18-Mar-2004 08:39:04] 

031704A-602 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8 299 > 99r 

1.34e3I 
10.87 11.81 

1.12 1.53 3.90 4.90 5.92 6.50 6.96 

2.00 4.00 6.00 8.00 10.00 
Time 

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

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Quantify sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst=K.Risha 

Page 4 

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 031504 
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 

031704A-602 Sm (Mn, 2x3) 

2.00 

8.85 
873 

18-Mar-2004 08:39:04 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

5.19e3 
A~a 

4.00 6.00 8.00 10.00 

5: C8 Sulfonate PFOS 
XC030504-1, 25 ng/L Standard 

031704A-602 Sm (Mn, 2x3) 

2.00 4.00 

18-Mar-2004 08:39:04~ 
LC/MSIMS #6I 

MRM of 5 Channels ES-I 
9.21 499 > 99 

2.80e3J 
Area 

6.00 8.00 10.00 

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

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date=03/17/04, Analyst:K.Risha 

Page 5 

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\Massly~x\Fluorochemicals.PRO\Metb_DB\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: 

i: C6 Acid PF~IA 
XC030504-2, 50 ng/t Standard 18-Mar-2004 09:00:46 

LC/MS/MS #6 
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.59 313 > 269 

1001 

. 
9780i 6.02e4Area 

0r~,,,, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ~Time 
2.00 4.00 6.00 8.00 10.00 

2:C8 Acid PFOA 
XC030504-2, 50 nglL Standard 

031704A-603 Sm (Mn, 2x3) 
9.04 

0-v, ,’’-~-/,’, ,~ , i , ,~ .... i .... ~ ;,,,-i , , ,-~-~-, , . , , , , 
2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 09:00:4t~ 
LClMS/MS #~ 

MRM of 5 Channels ES- 
413 > 369 

8.67e4 
Area 

, ~ Time 

3:C4 Sulfonate PFBS 
XC030504-2, 50 ng/L Standard 18-Mar-2004 09:00:46 

LC/MSIMS #6 
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1"’~ 
8.28 299 > 99/ 

vv~ 
384~ 2.52e3 

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 
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Quantify Sample Report 
Study No. :L1958, Set No. :031704A, Ext.Date:03/17/04, Analys~:K.Risha 

Page 6 

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\Massly~x\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 09:00:4~ 

LC/MSIMS #~ 
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.86 399 > 80 
1.10e4 

A~a 

2.00 4.00 8.00 8.00 10.00 

5:C8 Sulfonate PFOS 
XC030504-2, 50 nglL Standard 18-Mar-2004 09:00:46 

LC/MS/MS #6 
031704A-603 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9.21 499 > 99 
4.81e3~ 

Area 

2.00 4.00 6.00 8.00 10.00 
Time 

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

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst=K.Risha 

Page 

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\Massly~x\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= 

i: C6 Acid PFHA 

XC030504-3, 100 ng/h Standard 18-Mar-2004 09:22:32 
LC/MS/MS #6 

031704A-604 Sm (Mn, 2x3) MRM of 5 Channels ES- 

/lO,~ 
8.60                 313 > 269 

19409~ 1,12e5 

~ 
Ama 

0-~;, , , , .... , .... , .... , , ,-, ..... , .... ,,,, T; ,-~-~, , .... , .... ~Time 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

XC030504-3, 100 ng/L Standard 18-Mar-2004 09:22:32 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.04 413 > 369 

27966~ 

1.55e5Area 

.... , .... , .... ,, ,~ , , .... , .... , .... , .... , .... ,,~,,, .... " Time 
2.00 4.00 6.00 8.00 10.00 

031704A-604 Sm (Mn, 2x3) 

3:C4 Sulfonate PFBS 
XC030504-3, 100 ng/t Standard 18-Mar-2004 09:22:32 

LC/MS/MS #6 
031704A-604 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.31 299 > 99 I00~ 611 ] 4 00e3 

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 
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Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date=03/17/04, Analyst:K.Risha 

Page 8 

Sample List:    P:\Data\LC~SMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSIV~ 
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 

031704A-604 Sm (Mn, 2x3) 

2.00 4.00 

18-Mar-2004 09:22:321 
LC/MS/MS #.~ 

MRM of 5 Channels ES-. 
8.87 399 > 80! 

3759L 2.07e4Area 

.... , .... , .... , ;~ ........... .--7-, Time 
6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

XC030504-3, 100 nglL Standard 

031704A-604 Sm (Mn, 2x3) 
9.19 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 09:22:32 
LC/MSlMS #6i 

MRM of 5 Channels ES- 
499 > 99 

8.97e3 
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 

3M MN01539435 

1939.0284 



Quantify Sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst=K.Risha 

Page 9 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\San~leDB\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= 

i: C6 Acid PFHA 

XC030504-4, 250 ng/L Standard 

031704A-605 Sm (Mn, 2x3) 
8.60 

0~’’’’, .... , .... ~ .... , .... , .... I .... , .... , .... , .... , .... , .... 
2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 09:44:11 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

2.34e5 
Area 

Time 

9.04 

2:C9 Acid PFOA 
XC030504-4, 250 ng/L Standard 

031704A-605 Sm (Mn, 2x3) 

58208~ 

18-Mar-2004 09:44:11 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

3.26e5 
Area 

2.00 4.00 6.00 8.00 10.00 
Time 

3: C~ Sulfonate PFBS 
XC030504-4, 250 nglt Standard 18-Mar-2004 09:44:11 

LC/MS/MS #6 
031704A-605 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.31 299 > 99 

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 MN01539436 

1939.0285 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page i0 

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= Mar 19 12:24:08 2004 

Name: 031704A-605 
Text: 

4:C6 Sulfonate PFHS 
XC030504-4, 250 nglh Standard 

031704A-605 Sm (Mn, 2x3) 
8.85 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 09:44:11 
LC/MSIMS #6 

MRM of 5 Channels ES- 
Cancel[9 

4.78e4 
Area 

5: C8 Sulfonate PFOS 
XC030504-4, 250 ng/L Standard 

031704A-605 Sm (Mn, 2x3) 

2.00 4.00 

18.Mar-2004 09:44:11 
LC/MSIMS #6 

MRM of 5 Channels ES- 
9.21 499 > 99 

3392L 1.90e4Area 

.... , .... , .... , .... , .... , .... , .... Time 
6.00 8.00 10.00 

EA~ygen 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 MN01539437 

1939.0286 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date=03/l?/04, Analyst:K.Risha 

Page ii 

Sm~le 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: 

: c6 Acid PFHA 

,XC030504-5, 500 ng/L Standard 

031704A-606 Sm (Mn, 2x3) 
8.60 

0-~,, , ~ .... ~ .... ,, , ,, .... ~ .... , .... , .... , .... ~ .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 10:05:51 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.83e5 
Area 

2: C8 Acid PFOA 
XC030504-5, 500 ng/L Standard 

9.04 
031704A-606 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 
XC030504-5, 500 ng/L Standard 

18-Mar-2004 10:05:51 
LC/MS/MS #~ 

MRMof5 Channels ES- 
413 > 369 

6.56e5 
Area 

Time 

031704A-606 Sm (Mn, 2x3) 
8.31 

18-Mar-2004 10:05:51 
LC/MSIMS #6 

MRM of 5 Channels ES- 
299 > 99 

1.88e4 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539438 

1939.0287 



Quantify Sample Report 
Study No.:LI958, Set No.=031704A, Ext.Date:03/l?/04, Analys~:K.Risha 

Page 12 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031?04A 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 

031704A-606 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 10:05:51 
LC/MSlMS #6 

MRM of 5 Channels ES- 
8.87 399 > 80 

9.74e4 
Area 

Time 

5: CB Sulfonate PFOS 

XC030504-5, 500 ng/L Standard 

031704A-606 Sm (Mn, 2x3) 
9.21 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 10:05:51 
LC/MS/MS #4 

MRM of 5 Channels ES- 
499 > 99 

4.03e4 

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 

3M MN01539439 

1939.0288 



Quantify Sample Report 
Study No. :L1958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 13 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACS~ 
Last modified= Fri Mar 19 11=30=32 2004 
Method:           P:\Data\LCMSMSS\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031504 
Last modified= Thu Mar 18 09:51:08 2004 
Job Code: 

Printed: Fri Mar 19 12:24=08 2004 

Name: 031704A-607 
Text= 

i: C6 Acid PFHA 
XC030504-6, 1000 ng/L Standard 18-Mar-2004 10:27:34 

LC/MS/MS #6 
MRM of 5 Channels 

8.60 313 > 269 
151544-~ 8.32e5 

1 
Area 

, .... ,, ,,, .... , .... , .... , .... , .... , .... , .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

031704A-607 Sm (Mn, 2x3) 

2: C8 Acid PFOA 
XC030504-6, 1000 ng/L Standard 

031704A-607 Sm (Mn, 2x3) 

0~ 

9.04 

2.00          4.00 

2366851 

.... , .... , .... , .... , .... , .... , .... Time 
6.00 8.00 10.00 

18-Mar-2004 10:27:34 
LC/M$1MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.30e6 
Area 

3:C4 Sulfonate PFBS 
XC030504-6, 1000 ng/L Standard 

031704A-607 Sm (Mn, 2x3) 
8.31 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 10:27:3~ 
LClMS/MS #t] 

MRM of 5 Channels ES- 
299 > 99 

3.07e4 
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 

3M MN01539440 

1939.0289 



Quantify sample Report 
Study No.=LI958, Set No.=031704A, Ext.Date:03/17/04, Analyst=K.Risha 

Page 14 

Sample List:    P:\Da~a\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 

031704A-607 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 10:27:3 

LC/MS/MS #: 
MRM of 5 Channels ES- ’ 

8.86 399 > 80 
1.93e5 

Area 

Time 

5:C8 Sulfonate PFOS 

XC030504-6, 1000 nglL Standard 

031704A-607 Sm (Mn, 2x3) 
9.21 

1~! 

13775~ 

18-Mar-2004 10:27:34 
LClM$/MS #6 

MRM of 5 Channels ES- 
499 > 99 

7.50e4~ 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539441 

1939.0290 



Quantify Sample Report 
Study No. :L1958, Set 1;o. :031704A, Ext.Date:03/17/04, Analyst=K.Risha 

Page 15 

Sample List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified: Fri Mar 19 ii:30:32 2004 
Method;          P:\Data\LCMSMS6\Masslyrnc\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= 

i: 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- 
8.60 313 > 269 

1.19e4 
A~a 

,100! 1188 

2.00 4.00 6.00 8.00 10.00 
Time 

2: C8 Acid PFOA 

Methanol Wash 

031704A-608 Sm (Mn, 2x3) 
9.04 

18-Mar-2004 10:49:18 
LC/MS/MS #~ 

MRM of 5 Channels ES- 
Cancel3x 

2.26e5 
Area 

,, ,- Time 
2.00 4.00 6.00 8.00 10.00 

3:C4 Sulfonate PFBS 
IMethanol Wash 

031704A-608 Sm (Mn, 2x3) 

0.16 
1.16 1 6.84 7.98. 

8.62 

18-Mar-2004 10:49:18 
LC/MS/MS #6t 

MRM of 5 Channels ES- I 
.... 41 11.64 299 > 99 1U.lZ. 

1.05e3 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539442 

1939.0291 



Quantify Sample Report 
Study No.=LI958, Set No.=031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 16 

Sample List=    P=\Data\LCMSMS6\Massiynx\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= 

: C6 Sulfonate PFHS 

Methanol Was h 18-Mar-2004 10:49:18 

LC/MSIMS #6 
031704A-608 Sm (Mn, 2x3) ~ MRM of 5 Channels ES- 

~1~ 10.54     399 > 80 1( 
~ 10 08/~ 11 04 1 13e3 0.20 8.58 ~--/ \ 1 ’~’ ’ 
A 9.77>,../ kJ vv\_ 

2.41          4.22 5.01 5.69    6.71 7.52                          ~’~ ~ \ 

Time 
2.00           4.00           6.00           8.00           10.00 

5: C8 Sulfonate PFOS 

Methanol Wash 18-Mar-2004 10:49:18 

’ I, LClMS/MS #6 
031704A-608 Sm (Mn, 2x3) 

~ 

MRM of 5 Channels ES- 
.23 Can, 10.00 499 > 99 

100-~.!4 0i 
2.~8 

6.63 
11;~1611 79 872 .68 

4.63 5.59    / 7,06 7 60 8 
"b~ o/oI vx..--~.~ _ _ . .~    ~- o . ~ ~..’~.. 

0I .... , .... , .... ~ .... ,, ,, ,, , .... ~ .... ~ .... , .... 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 MN01539443 

1939.0292 



Quantify Sample Report 
Study No.:LI958, 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 ii: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= 

I: C6 Acid PFHA 

0106020 Control 

031704A-609 Sm (Mn, 2x3) 

1( 8.61 

18-Mar-2004 11:11:00 
LCIMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

1.1 le4 
Area 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

0106020 Control 

Time 

031704A-609 Sm (Mn, 2x3) 
9.02 

00 
1515 

% 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 11:11:00 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.41 e4 
Area 

Time 

3:C4 Sulfonate PFBS 

0106020 Control 

8.35 

18-Mar-2004 11:11:00 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.23 9.56 10.60     299 > 99 

11.52 1.05e3 

.... ~ .... = .... ~ .... ~ .... ~ .... ~ .... Time 
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 MN01539444 

1939.0293 



Quantify Sample Report 
Study No.~LI958, Set No.:031704A, Ext.Date:03/l?/04, Analyst:K.Risha 

Page 18 

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= 

: 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- 
, ,--,,-, d/ 11.83.399 > 80 

,uu~ ~ 
10 27 10,~56 10.77^ A 943 0.14 8 27 8.98 ’ 

0" ’’’’ r .... , .... I .... r .... , .... , .... , .... , .... , .... , .... I .... Time 
2.00 4.00 6.00 8.00 10.00 

: C8 Sulfonate PFOS 
0106020 Control 18-Mar-2004 11:11:00 

LC/MSlMS #6 
031704A-609 Sm (Mn. 2x3) I MRM of 5 Channels ES- 

// 10.48 499 > 99 

100-~                                  ~V 9.27 1006~"1.-,~--/ , 0"66A 1/1.44 991 

~0~,...w ---- .,..,, ,,.-,,, 
,.,,,, 

, , 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 MN01539445 

1939.0294 



Quantify Sample Report 
Study No.=LI958, 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~ 

i: C6 Acid PFHA 
0106020 Spk A, 50 ng/L 

031704A-610 Sm (Mn, 2x3) 

18-Mar-2004 11:32:4,5] 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.60 313 > 269 

5.62e4 

g22~~~ Area 

.... ~ .... i .... i .... i .... ~ .... i .... i ................ Time 
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 

LClMS/MS #6 
031704A-610 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9.04 413 > 369 
~400~ 8.29e4 

Area 

% 

.... , .... , .... , .... , .... , .... , .... , ............ , .... Time 
2.00 4.00 6.00 8.00 10.00 

100~ 

281 ~ 

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- 

8.29 299 > 99 
2.02e3 

A~a 

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 

3M MN01539446 

1939.0295 



Quantify Sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 20 

Sample List:    P:\Da~a\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= 

4:C6 Sulfonate PFHS 
10106020 Spk A, 50 ng/L 

031704A-610 Sm (Mn, 2x3) 

18-Mar-2004 11:32:45~ 
LC/MSlMS #6! 

MRM of 5 Channels ES-[ 
8.85 399 > 80 
1858~ 1.10e4 

L 

. Area] 2.00 4.00 6.00 8.00 10.00 

5: C8 Sulfonate PFOS 

I 0106020 Spk A, 50 nglL 18-Mar-2004 11:32:4! 
LC/MS/MS 

031704A-610 Sm (Mn, 2x3) MRM of 5 Channels ES- 

0~ 
9.21~                499 > 99 

I10 6591 3.88e3 

~ 
Area 

2.00 4.00 6.00 8.00 10.00 

E~ygen 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 MN01539447 

1939.0296 



Quantify Sample Report 
Study No.:L~958, Set No.=031704A, Ext.Date:03/17/04, Analyst=K.Risha 

Page 21 

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= 

: C6 Acid PFHA 

18-Mar-2004 11:54:31 0106020 Spk B, 500 ng/L 
LC/MS/MS # 

031704A-611 Sm (Mn, 2x3} MRM of 5 Channels ES- I 
8.59 313 > 269I 

4.42e5! 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 
0106020 Spk B, 500 ng/L 

031704A-611 Sm (Mn, 2x3) 
9.04 

t 0~ ’ ’ ’~I ’ ’ ’ ’ I ’ ’ ~ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ~ ’ ; ’ ’ ’ ’ I ’ ’ ’ ’ 1 ’ ’ ’ ’ 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 11:54:32 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

6.70e5 
Area 

Time 

3: C~ Sulfonate PFBS 

0106020 Spk B, 500 ng/h 

031704A-611 Sm (Mn, 2x3) 
8.29 

18-Mar-2004 11:54:32 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

1.87e4 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539448 

1939.0297 



Quantify sample Report 
Study No.=LI958, Set No.=031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 22 

Sample List=    P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified: Frl 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~ 

4:C6 Sulfonate PFHS 
0106020 Spk B, 500 ng/L 

031704A-611 Sm (Mn, 2x3) 
8.84 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 11:54:32 
LC/MSIMS #6 

MRM of 5 Channels ES- 
399 > 80 

9.18e4 
Area 

Time 

18-Mar-2004 11:54:32 
LC/MS/MS 

MRM of 5 Channels ES- 
9.19 499 > 99 

70991 3.80e41Area 

, .... , .... ~ .... , .... , .... , .... , .... , .... ~,, ,~,,, .... Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
0106020 Spk B, 500 ng/L 

031704A-611 Sm (Mn, 2x3) 

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 MN01539449 

1939.0298 



Quantify Sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date~03/l?/04, Analyst=K.Risha 

Page 23 

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 
Lest modified= Thu Mar 18 09=51=08 2004 
Job Code: 

Printed: Mar 19 12=24:08 2004 

~ame= 031704A-612 
Text= 

i: C6 Acid PFHA 
XC030504-1, 25 ng/L Standard 

031704A-612 Sm (Mn, 2x3) 

1’o/~_ 

0..I ,~, ,,~q-~, ,, , 
2.00 

18-Mar-2004 12:16:15 
LClMS/MS #~ 

MRM of 5 Channels ES- 
8.59 313 > 269 
52o5~ ¯ 3.27e4 

4.00 6.00 8.00 10.00 

: 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- 

9.04 413 > 369 

1(i/1~ 
/~ 

7709~ 4.69e4 

0r. ,-7-~.. ~. , , i ,"--~.. i , ’ ’-~ ’ ....... , .... , .... , .... , .... , .... , , . . lime 
2.00 4.00 6.00 8.00 10.00 

: c4 sulfonate PFBS 
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- 

8.27 299 > 99 

100-~ 
/~ 1.51e3 

3 07 9.06 9 71 10.85 

/ 

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 MN01539450 

1939.0299 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 24 

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-612 
Text= 

4:C6 Sulfonate PFHS 
XC030504-1, 25 nglL Standard 18-Mar-2004 12:16:15 

LC/MSlMS #6 
031704A-612 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.84 399 > 80 

1001 

906-~ 5.69e3 
Area 

°/°~ 0".’-~ ,..---, . .,, .... , .... , .... , .... , .... ~ .... ~ .... ~ .... , .... 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- 
9.19 499 > 99 

3.13e3 
A~a 

2.00 4.00 6.00 8.00 10.00 
Time 

E~ygen 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 MN01539451 

1939.0300 



Quantify Sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date:03/l?/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: Mar 19 12:24:08 2004 

Name= 031704A-613 
Text= 

i: C6 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 5 Channels ES- 
8.60 313 > 269 

1~i/1 8898~ 
5.30e4Area 

01~,,, ~ .... , .... , .... , .... ~ .... , .... , .... r .... ~ .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

2:C8 Acid PFOA 

XC030504-2, 50 ng/L Standard 18-Mar-2004 12:38:02 
LC/MSIMS #6 

031704A-613 Sm (Mn, 2x3) MRM of 5 Channels ES- 
9.02 413 > 369 

Area 

Time 
2.00                     4.00                     6.00                     8.00                     10.00 

3:C4 Sulfonate PFBS 
XC030504-2, 50 nglL Standard 

031704A-613 Sm (Mn, 2x3) 
8.29 

100-~ 

278 ~ 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 12:38:02 
LC/MSIMS #6 

MRM of 5 Channels ES- 
299 > 99 

1.84e3 
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 

3M MN01539452 

1939.0301 



Quantify Sample Report 
Study No. :L1958, Set No.:03IT04A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSI~f 
Last modified: Fri Mar 19 11:30:32 2004 
Method=           P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Metb_DB\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:C6 Sulfonate PFHS 
XC030504-2, 50 ng/L Standard 18-Mar-2004 12:38:02 

LCIMSIMS #6 
031704A-613 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.85 399 > 80 
1.01e4 

Ama 

2.00 4.00 6.00 8.00 10.00 
Time 

5:C8 Sulfonate PFOS 
XC030504-2, 50 ng/L Standard 18-Mar.2004 12:38:0~ 

LC/MS/MS #(1 
031704A-613 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9.19 499 > 99 
4.62e3 

Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539453 

1939.0302 



Quantify Sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date~03/17/04, Analyst=K.Risha 

Sample List=    P:\Data\LCMSMS6\Masslynx\Pluorochemicals. PRO\SampleDB\031704A CG ACSFM 
Last modified= Fri Mar 19 11:30:32 2004 
Method:          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove I~PDES 031604 
Last modified: Thu Mar 18 09=51:08 2004 
Job Code: 

Printed= Fri Mar 19 12:24=08 2004 

Name= 031704A-614 
Text= 

I: C6 Acid PFHA 
L1958-17 Spk C, 250000 nglh, DF=I0000 18-Mar-2004 12:59:44 

LC/MS/MS #6 
031704A-614 Sm (Mn, 2×3) MRM of 5 Channels ES- 

8.59 313 > 269 
5.85e4 

A~a 

9721j~ 

_ 

2.00 4.00 6.00 8.00 10.00 
Time 

2: C8 Acid PFOA 

L1958-17 Spk C, 250000 ng/L, DF=10000 

031704A-614 Sm (Mn, 2x3) 
9.04 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 12:59:44 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

9.59e4 
Area 

Time 

3:C4 Sulfonate PFBS 

L1958-17 Spk C, 250000 ng/h, DF=10000 18-Mar-2004 12:59:44 
LC/MS/MS #6 

031704A-614 Sm (Mn, 2x3) MRMof5 Channels ES- 
8.29 299 > 99 

3.66e3 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539454 

1939.0303 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analys~=K.Risha 

Page 28 

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~ 

LCIMS/MS #6 
031704A-614 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.84 399 > 80 
6.01e~ 

00 
0 

Area 

% 

0"J-~’-’ , ’ ,,, .... , .... t .... ~ .... , .... , .... , ............ , .... Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
L1958-17 Spk C, 250000 ng/h, DF=10000 18-Mar-2004 12:59:44 

LC/MS/MS #6 
031704A-614 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9,19 499 > 90 

1’1 
521~ 8.38e3 

~ 
Area 

Ol .... , .... , .... , .... ,,, , .... , .... 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 

3M MN01539455 

1939.0304 



Quanti£y Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/l?/04, Analyst:K.R~sha 

Page 29 

Sample List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSF~ 
Last modified= Fri Mar 19 11:30=32 2004 
Method=          P:\Data\LCMSMS6\Masslynx\Fluorochamicals.PRO\MethD~\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= 

I: C6 Acid PFHA 
L1958-17 Spk C, 250000 ng/L, DF=1000 

031704A-615 Sm (Mn, 2x3) 
8.59 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 13:21:28 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.42e5 
Area 

Time 

2: C8 Acid PFOA 
!L1958-17 Spk C, 250000 ng/h, DF=1000 

031704A-615 Sm (Mn, 2x3) 
9.04 

0/q ’ ’ ’~"T" ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ 
’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ ] .... I ’ ’ ’ ’ I .... ~ .... 

2.00 4.00 6.00 8.00 10.00 

18-Mar.2004 13:21:28 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

7.40e5 
Area 

Time 

3: C~ Sulfonate PFBS 
L1958-17 Spk C, 250000 ng/L, DF=I000 18-Mar-2004 13:21:281 

LC/MS/MS #6/ 
031704A-615 Sm (Mn, 2x3) MRM of 5 Channels ES-1 

8.29 299 > 99 

TI J12,  e41 2.00           4.00           6.00           8.00           10.00 

Exygen Research, 3058 Research Drive, State C~llege, PA 16801 

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

3M MN01539456 

1939.0305 



Quantify Sample Report 
Study No.=LI958, Set No.=031704A, Ext.Date=03/17/04, Analyst:K.Risha 

Page 30 

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= 

: C6 Sulfonate PFHS 
L1958-17 Spk C, 250000 nglL, DF=1000 

031704A-615 Sm (Mn, 2x3) 
8.84 

18-Mar-2004 13:21:28 
LC/MSIMS #6 

MRM of 5 Channels ES- 
399 > 80 

4.80e4 
Area 

2.00 4.00 6.00 8.00 10.00 

5: C8 Sulfonate PFOS 

L1958-17 Spk C, 250000 ng/t, DF=1000                              18-Mar-2004 13:21:28 
LCIMSIMS #6 

MRM of 5 Channels ES- 
9.19 499 > 99 

2.28e4 
Area 

, .... , .... , .... ~ .... , .... , .... , .... , .... , .... , .... , .... -Time 
2.00 4.00 6.00 8.00 10.00 

031704A-615 Sm (Mn, 2x3) 

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 MN01539457 

1939.0306 



Quantify Sample Report 
Study No.:LI958, 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= 

: C6 Acid PFHA 
L1958-5 Spk D, 10000 rig/L, DF=100 

031704A-616 Sm (Mn, 2x3) 
8.59 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 13:43:14 
LC/MS/MS #6 

MRM of 5 Channels 
313 > 269 

1.75e5 
Area 

Time 

2:C8 Acid PFOA 

L1958-5 Spk D, 10000 ng/L, DF=100 

031704A-616 Sm (Mn, 2x3) 

18-Mar-2004 13:43:14 
LClMS/MS #6 

MRM of 5 Channels ES- 
9.04 413 > 369 

30247~ 

1.72e5Area 

.... ~ .... , .... , ~-’,,,, .... ,,,, ",, .... ,, ,-~-,,, ,~-~,, ;,,,, .... ~Time 
2.00          4.00          6.00          8.00          10.00 

3:C4 Sulfonate PFBS 
L1958-5 Spk D, 10000 ng/h, DF=100 18-Mar-2004 13:43:14 

LC/MSIMS #6 
031704A-616 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1’ ’ 
8.29 299 > 99 

~ 
9.19e3 

Area 

0 .--~-:.~~ .,, ,,~, ,, , .... , .... , .... ~ .... , .... , .... , ~-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 MN01539458 

1939.0307 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 32 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified: Fri Mar 19 I1:30=32 2004 
Method:          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\Co~Grove IqPDES 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/h, DF=100 

031704A-616 Sm (Mn, 2x3) 
8.84 

0-~ ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ ] ’ ’ ’ 

2.00 4.00 6.00 8.00 

18-Mar-2004 13:43:14 
LCIMSlMS #6 

MRMof5 Channels ES- 
399 > 80 

2.02e4 
Area 

Time 

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, 2×3) MRM of 5 Channels ES- 
9.19 499 > 99 

7.62e3 
Ama 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539459 

1939.0308 



Quantify Sample Report 
Study No.=LI958, 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= Frl 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= 

: C6 Acid PFHA 

L1958-9 Spk E, 25000 ng/L, DF=100 

031704A-617 Sm (Mn, 2x3) 

100~% 

2.00 4.00 

18-Mar-2004 14:05:0~ 
LC/MSIMS #~ 

MRM of 5 Channels ES- / 
8.58 313 > 269! 

83217~ 

Area 
4.54e5 

....6.00’ .... ’ .... 8.00’ .... ’ .... 10.00’~’.., .... Tme 

2: C8 Acid PFOA 

L1958-9 Spk E, 25000 nglL, DF=100 

031704A-617 Sm (Mn, 2x3) 

0-.-~, , , ,~ .... .... , .... , .... , .... , .... , .... , .... , .... , .... , .... 
2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 14:05:02 
LClMS/MS #~ 

MRM of 5 Channels ES- 
9.02 413 > 369 

4.13e5 
A~a 

T me j 

3:C4 Sulfonate PFBS 
L1958-9 Spk E, 25000 nglL, DF=100 18-Mar-2004 14:05:02 

LC/MSlMS #6 
031704A-617 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 
8.29 299 > 99 

l 8927-~ 4.67e4 
Area 

0"                                                                                        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 MN01539460 

1939.0309 



Quantify Sample Report 
Study No.=LI958, Set No.=031704A, Ext.Date=03/17/04, Analyst=K.Risha 

Page 34 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals. PRO\SampleDB\031704A CG ACSFM 
Lest modified= Fri Mar 19 11=30:32 2004 
Method=           P=\Data\LCMSMS6\MassIynx\Fluorochemicals.PRO\MethDB\CotGrove ~TPDES 031604 
Lest 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/h, DF=100 

031704A-617 Sm (Mn, 2x3) 
8.85 

00                                            9161 

01 ’ ’ ’ ’ I ’ = ’ ’ I ’ ’ ’ ’ ] ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ 1 ’ ’ ’ ~ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ 
2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 14:05:02 
LCIMSIMS #6 

MRM of 5 Channels ES- 
399 > 80 

5.06e4 
Area 

Time 

5: C8 Sulfonate PFOS 
[L1958-9 Spk E, 25000 ng/L, DF=100 

031704A-617 Sm (Mn, 2x3) 

18-Mar-2004 14:05:02 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.19 499 > 99 

3854L 2.10e4Area 

, .... , .... , .... ~ .... , .... , .... , .... , .... , .... , .... , .... -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 MN01539461 

1939.0310 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 35 

Sample List:    P=\Data\LCMSMS6\Massllrnx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified; Fri Mar 19 11=30=32 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove bTPDES 031604 
Last modified; Thu Mar 18 09;51;08 2004 
Job Code= 

Printed= Fri Mar 19 12:24=08 2004 

Name= 031704A-618 
Text= 

i: C6 Acid PFHA 
L1958-13 Spk F, 25000 ng/L, DF=100 18-Mar-2004 14:26:53 

LC/MS/MS #6 
MRM of 5 Channels ES- 

8.58 313 > 269 

87895~ 

4.82e5Area 

.... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... Time 
2.00 4.00 6.00 8.00 10.00 

031704A-618 Sm (Mn, 2x3) 

2:C8 Acid PFOA 
~1958-13 Spk F, 25000 rig/L, DF=100 

031704A-618 Sm (Mn, 2x3) 
9.02 

2.00 4.00 6.00 8.00 10.00 

18-Mar.2004 14:26:53 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

4.07e5 
Area 

Time 

3:C4 Sulfonate PFBS 
L1958-13 Spk F, 25000 ng/L, DF 100 

031704A-618 Sm (Mn, 2x3) 

100-~ 

8.29 

ui17 
;-; T~; TT ; ~T7 TT~ TT7 ~- T ;-~ , I .... I ’ ’ ’ I .... I ’ ’ ’ ’ I ’ ’ ’ ’ I .... I .... 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 14:26:53 
LC/MSIMS #6 

MRM of 5 Channels ES- 
299 > 99 

4.00e4 
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 

3M MN01539462 

1939.0311 



Quantify Sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 36 

Sample List=    P=\Data\LCMSMS6\Massiynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified: Fri Mar 19 11=30:32 2004 
Method:           P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Me~hDB\CotGrove IqPDES 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:C6 Sulfonate PFHS 
L1958-13 Spk F, 25000 nglL, DF=100 

031704A-618 Sm (Mn, 2x3) 
8.85 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 14:26:53 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

4.79e4 
Area 

Time 

5:C8 Sulfonate PFOS 
L1958-13 Spk F, 25000 rig/L, DF=100 

031704A-618 Sm (Mn, 2x3) 

1°°1 

18-Mar-2004 14:26:53 
LClMS/MS #6 

MRM of 5 Channels ES- 
9.20 499 > 99 

3467~ 

1.92e4Area 

, .... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... , .... 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 MN01539463 

1939.0312 



Quantify Sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 37 

Sample List:    P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified: Fri Mar 19 11=30=32 2004 
Method:           P=\Da~a\LCMSMS6\Masslyn~\Fluorochemicals.PRO\MethDB\CotGrove NPDES 031604 
Last modified= Thu Mar 18 09:51=08 2004 
Job Code= 

Printed: Frl Mar 19 12:24=08 2004 

Name= 031704A-619 
Text~ 

i: C6 Acid PVHA 
L1958-1 Spk G, 10000 ng/L, DF=100 

031704A-619 Sm (Mn, 2x3) 
8.58 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 14:48:40 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4,73e5 
Area 

Time 

: C8 Acid PFOA 
L1958-1 Spk G, 10000 ng/L, DF=100 

031704A-619 Sm (Mn, 2x3) 
9.02 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 14:48:40 
LC/MSIMS #6 

MRM of 5 Channels ES- 
413 > 369 

3.86e5 
Area 

Time 

: C4 Sulfonate PFBS 
L1958-1 Spk G, 10000 ng/L, DF=100 

031704A-619 Sm (Mn, 2x3) 
8.27 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 14:48:41~ 
LClMS/MS 

MRM of 5 Channels ES- 
299 > 99 

4.35e4 
Area 

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 MN01539464 

1939.0313 



Quantify Sample Report 
Study No.=LI958, Set No.:031704A, Ext.Date=03/17/04, Analyst=K.Risha 

Page 38 

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 B~PDES 031604 
Last modified= Thu Mar 18 09=51=08 2004 
Job Code= 

Printed: Fri Mar 19 12=24=08 2004 

Name: 031704A-619 
Text= 

4:C6 Sulfonate PFHS 
L1958-1 Spk G, 10000 ng/L, DF=100 18-Mar-2004 14:48:40 

031704A-619 
LClMSIMS #6 

Sm (Mn, 2×3) MRM of 5 Channels ES- 
8.85 399 > 80 

10~ 
8845~ 

4.79e4Area 

i .... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... ,~,, ,, .... Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
L1958-1 Spk G, 10000 ng/L, DF=100 

031704A-619 Sm (Mn, 2x3) 
9.20 

0I" ’ ’ ’ ’ I .... I .... I .... I .... I .... I .... I .... I .... I .... I ’ ’ ~-"~’ I     ’ ’ ’ 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 14:48:40 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

2.16e4 
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 

3M MN01539465 

1939.0314 



Quantify Sample Report 
Study No.=LI958, Set No.=03IT04A, Ext.Date=03/17/04, Analyst:K.Risha 

Page 39 

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\Cot~rove 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= 

: 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 

1.01e5i 
Area! 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

XC030504-3, 100 ng/L Standard 

031704A-620 Sm (Mn, 2x3) 
9.04 

1001 

26988~ 

°/°l 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 15:10:3~ 
LClMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.51e5 

Time 

3: C~ Sulfonate PFBS 
!XC030504-3, 100 ng/L Standard 1a-Mar-2004 15:10:34 

LC/MS/MS #6 
031704A-620 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.29 299 > 99 

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

3M MN01539466 

1939.0315 



Quantify Sample Report 
Study No.=LI958, 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: Frl Mar 19 12:24:08 2004 

Name= 031704A-620 
Text= 

: C6 Sulfonate PFHS 

XC030504-3, 100 ng/L Standard 

031704A-620 Sm (Mn, 2x3) 

1(o/1 

8.85 

3370~           
. ~ 2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 15:10:34 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.88e4 
A~a 

Time 

5:C8 Sulfonate PFOS 

XC030504-3, 100 ng/L Standard 

031704A-620 Sm (Mn, 2x3) 
9.19 

18-Mar-2004 15:10:34 
LClMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

8.08e3 
Area 

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 MN01539467 

1939.0316 



Quantify Sample Report 
Study No.:LI958, 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 NPDES 031604 
Last modified: Thu Mar 18 0%:51=08 2004 
Job Code: 

Printed: Fri Mar 19 12=24:08 2004 

Name: 031704A-621 
Text: 

i: C6 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- 
8.59 313 > 269 

111/1 
38557~ 

2.21e5Area 

..................... i-~ ......... Time 
2.00          4.00          6.00          8.00          10.00 

2:C8 Acid PFOA 

XC030504-4, 250 nglh Standard 18-Mar-2004 15:32:17 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

3.33e5 
Area 

031704A-621 Sm (Mn, 2x3) 
9.04 

0 ~,, ,~-, .... , .... , .... ~ .... ~ .... ~ .... , .... ~ .... ~ .... , .... ~ .... Tim~ 
2.00 4.00 6.00 8.00 10.00 

3; (24 Sulfonate PFBS 

XC030504-4, 250 nglL Standard 18-Mar-2004 15:32:17 
LC/MS/MS #6I 

MRM of 5 Channels ES- / 
8.28 299 > 99 

031704A-621 Sm (Mn, 2x3) 

1501-~ 9.33e3 

~ 
Area 

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 MN01539468 

1939.0317 



Quantify Sample Report 
Study No. :L1958, Set No. :031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 42 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified: Fri Mar 19 11:30:32 2004 
Method:           P=\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove ~-PDES 031604 
Lest 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 nglL Standard 

031704A-621 Sm (Mn, 2x3) 
8.84 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 15:32:1 ? 
LC/MS/MS 

MRM of 5 Channels ES- 
399 > 80 

4.78e4 
Area 

Time 

5:C8 Sulfonate PFOS 

XC030504-4, 250 ng/L Standard 

031704A-621 Sm (Mn, 2x3) 
9.21 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 15:32:17 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.90e4 
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 

3M MN01539469 

1939.0318 



Quantify Sample Report 
Study No.:L1958, Set No.:031704A, Ext.Date:03/l?/04, Analyst=K.Risha 

Page 43 

S~mple List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031?04A CG ACSFM 
Last modified= Fri Mar 19 11:30:32 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochemlcals.PRO\MethDB\CotGrove h-PDES 031604 
Last modified= Thu Mar 18 09=51=08 2004 
Job Code= 

Printed= Fri Mar 19 12:24=08 2004 

Name= 031704A-622 

I: 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- 

8.60                   313 > 269 

1001                                            3807-~                  2.43e4 

~ ~,~~ 

Area 

, , , ~ .... ~ .... ~ .... ~ .... ~ .... i , , , ~ .... ~ .... ~ .... r .... lime 
2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L1958-3, DF=1000 18-Mar-2004 15:54:04 
LC/MSIMS #6 

031704A-622 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100~ 
9.04                 413 > 369 

3.65e4 
Area 

2.00 4.00 6.00 8.00 10.00 
Time 

3:C4 Sulfonate PFBS 

L1958-3, DF=1000 

031704A-622 Sm (Mn, 2x3) 

1, 8.29 

18-Mar-2004 15:54:04 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

5.50e3 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539470 

1939.0319 



Quantify sample Report 
Study No. :L1958, Set No. :031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 44 

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:C6 Sulfonate PFHS 

L1958-3, DF=1000 

031704A-622 Sm (Mn, 2x3) 
8.87 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 15:54:04 
LCIMS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

3.33e3 
Area 

Time 

: C8 Sulfonate PFOS 

L1958-3, DF=lO00 18-Mar-2004 15:54:04 
LC/MS/MS #6 

031704A-622 Sm (Mn, 2×3) MRM of 5 Channels ES- 
9.21 499 > 99 

2.22e3 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539471 

1939.0320 



Quantify Sample Report 
Study No. :L1958, Set No. :031704A, Ext.Date..03/17/04, Analyst:K.Risha 

Page 

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 ~odified: Thu Mar 18 09:51:08 2004 
Job Code= 

Printed: Fri Mar 19 12=24=08 2004 

Name= 031704A-623 
Text= 

18-Mar-2004 16:15:47 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.60                         313 > 269 

2443~__     
1.40eSArea 

",1 I .... I .... I .... I .... I .... I .... I .... I .... I .... I’’ ,-~ Time 
2.00 4.00 6.00 8.00 10.00 

i: C6 Acid PFHA 

L1958-3, DF=100 

031704A-623 Sm (Mn, 2x3) 

2: C8 Acid PFOA 

L1958-3, DF=100 

031704A-623 Sm (Mn, 2x3) 
9.04 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 16:15:47 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

2.45e5 
Area 

Time 

: C4 Sulfonate PFBS 

L1958-3, DF=100 

031704A-623 Sm (Mn, 2x3) 
8.31 

0" .... ~ .... ~ .... , .... , ........ ~ .... , .... ~ .... ~ .... , , .... Time 
2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 16:15:47 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

4.97e4 
A~a 

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 MN01539472 

1939.0321 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 46 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified: Fri Mar 19 11:30:32 2004 
Method:          P:\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove B-PDES 031604 
Last modified: Thu Mar 18 09:51:08 2004 
Job Code= 

Printed: Frl Mar 19 12:24:08 2004 

Name= 031704A-623 
Text= 

4:C6 Sulfonate PFHS 

L1958-3, DF=100 

031704A-623 Sm (Mn, 2x3) 
8.87 

0! .... 

18-M ar-2004 16:15:47 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

2.84e4 
Area 

2.00 4.00 6.00 8.00 10.00 
-- - Time 

: C8 Sulfonate PFOS 

L1958-3, DF=100 

031704A-623 Sm (Mn, 2x3) 
9.21 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 16:15:47 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.70e4 
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 

3M MN01539473 

1939.0322 



Quantify Sample Report 
Study No. :L1958, Set No. :031704A, Ext.Date:03/17/04, Analyst=K.Risha 

Page 47 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SaunpleDB\031704A CG ACSFM 
Last modified= Fri Mar 19 11:30:32 2004 
Method=          P=\Data\LCMSMS6\Massly~x\Fluorochemicals.PRO\MethDB\ConGrove ~rPDES 031504 
Last modified= Thu Mar 18 0%:51=08 2004 
Job Code= 

Printed= Fri Mar 19 12=24:08 2004 

Name= 031704A-624 
Text= 

I: C6 Acid PFHA 

L1958-22, DF=100 

031704A-624 Sm (Mn, 2x3) 

18-Mar-2004 16:37:31~ 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.60 313 > 269 

16341-~ 9.84e4 

2.00 4.00 6.00 8.00 10.00 

2:C8 Acid PFOA 

L1958-22, DF=100 

031704A-624 Sm (Mn, 2x3) 
9.04 

0I~-’ ’ ’/~, .... , .... , .... , .... , .... I .... , .... , .... , .... , .... , ’ "-~ 
2.00 4.00 6.00 8.00 10.00 

18.Mar-2004 16:37:30 
LCIMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.50e5 
Area 

Time 

100~ 

522 i 

2.00 4.00 6.00 8.00 10.00 

: C4 Sulfonate PFBS 

51958-22, DF=100 18-Mar-2004 16:37:30 
LClMS/MS #6 

031704A-624 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.29 299 > 99 

3.72e3 
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 

3M MN01539474 

1939.0323 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 48 

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\Fl~1orochemicals.PRO\MethDB\CotGrove I~PDES 031604 
Last modified: Thu Mar 18 09:51:08 2004 
Job Code: 

Printed: Fri Mar 19 12:24:08 2004 

Name= 031704A-624 
Text~ 

: C6 Sulfonate PFHS 

L1958-22, DF=100 

031704A-624 Sm (Mn, 2x3) 
8.87 

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 

MRM of 5 Channels ES- 
399 > 80 

2.02e4 
Area 

Time 

031704A-624 Sm (Mn, 2x3) 
9.19 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 16:37:30 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

8.83e3 
Area 

Time 

E~ygen 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 MN01539475 

1939.0324 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date=03/17/04, Analyst=K.Risha 

Page 49 

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: 031T04A-625 
Text= 

i: C6 Acid PFHA 

11958-23, DF=1000 18-Mar-2004 16:59:13 
LC/MS/MS #6 

031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.59 313 > 269 

1001%1 

16923L 1.01Areae5 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 

L19SS-23, D F=1000 18-Mar-2004 16:59:13 
LC/MS/MS #6 

031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES- 
9.0~ 413 > 369 

1001%t 
26721~ 

1 .SAreal e5 

01=-, , ,~ ...................... , , , , ,, , , ~ , ,, , ~-, : ..... , ," ........ , " Time 
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/MSlMS #6 

031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1’~’~ 
8.29 299 > 99 

vv~ 
465~ 3.33e3 

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

3M MN01539476 

1939.0325 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/l?/04, Analys~:K.Risha 

Page 50 

San~le 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\CotGrov~ 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= 

4:C6 Sulfonate PFHS 

L1958-23, DF=1000 18-Mar-2004 16:59:1~ 

O]T~ r~ T :~ ;T- 7 :~ , , .... , .... , .... ~ .... , .... , .... , ...... -7~ ] ~TT 7- Time 
2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1958-23, DF=1000 18-Mar-2004 16:59:13 
LC/MS/MS 

031704A-625 Sm (Mn, 2x3) MRM of 5 Channels ES- 
9.21 499 > 99 

7.81e3 
Area 

2.00 4.00 6.00 8.00 10.00 
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 

3M MN01539477 

1939.0326 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 51 

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 ~YPDES 031604 
Last modified: Thu Mar 18 09:51:08 2004 
Job Code: 

Printed: Fri Mar 19 12=24=08 2004 

Name= 031704A-626 
Text= 

1:C6 Acid PFHA 
XC030504-5, 500 ng/L Standard 

8.60 
031704A-626 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 17:20:56 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.44e5 
Area 

2: C8 Acid PFOA 
XC030504-5, 500 ng/L Standard 

031704A-626 Sm (Mn, 2x3) 

1 O01 

2.00 4.00 

18-Mar-2004 17:20:56 
LC/MS/M$ #6 

MRM of 5 Channels ES- 
9.04 413 > 369 

1201851 6.64e5Area 

.... , .... , .... , .... , .... , .... , .... Time 
6.00 8.00 10.00 

3. C4 Sulfonate PFBS 

XC030504-5, 500 ng/L Standard 

031704A-626 Sm (Mn, 2x3) 

18-Mar-2004 17:20:51~ 
LC/MS/MS 

MRM of 5 Channels ES- 
8.31                            299 > 99 
29451                     1.65e4 

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

3M MN01539478 

1939.0327 



Quantify Sample Report 
Study No.:LI958, Set No.:031704A, Ext.Date:03/17/04, Analyst:K.Risha 

Page 52 

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 

Nams: 031704A-626 
Text: 

4:C6 Sulfonate PFHS 
XC030504-5, 500 ng/L Standard 

031704A-626 Sm (Mn, 2x3) 
8.85 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 17:20:56 
LCIMS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

9.29e4 
Ama 

Time 

5:C8 Sulfonate PFOS 

XC030504-5, 500 ng/L Standard 

031704A-626 Sm (Mn, 2x3) 

18-Mar.2004 17:20:56 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.21 499 > 99 

64061 

3.47e4 
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 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 

3M MN01539479 

1939.0328 



Quant£fy Sample Report 
Study No...LI958, Set No. :031704A, Ext.Date:03/l?/04, Analyst:K.Risha 

Page 53 

Sample List:    P:\Data\LCMSMS6\Masslynx\Flucrochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified= Fri Mar 19 11=30=32 2004 
Me~hod=           P=\Data\LCMSMS6\Masslynx\Fluoroch~micals.PRO\MethDB\CotGrove NPDES 031604 
Last modified= Thu Mar 18 09=51=08 2004 
Job Code= 

Printed: Frl Mar 19 12=24:08 2004 

Name= 031704A-627 
Text= 

i: C6 Acid PFHA 
XC030504-6, 1000 ngfL Standard 

031704A-627 Sm (Mn, 2x3) 
8.59 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 17:42:43 
LClMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

7.92e5 
Area 

Time 

2: C8 Acid PFOA 
XC030504-6, 1000 ng/L Standard 

031704A-627 Sm (Mn, 2x3) 
9.04 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 17:42:43 
LClMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.28e6 
Area 

Time 

3:C4 Sulfonate PFBS 
XC030504-6, 1000 ng/L Standard 

8.31 
031704A-627 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

1S-Mar-2004 17:42:43 
LC/MSlMS #6 

MRM of 5 Channels ES- 
299 > 99 

3.27e4 
Ar~a 

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 MN01539480 
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Quantify Sample Report 
Study No.=LI958, Set No.=031704A, Ext.Date=03/17/04, Analyst:K.Risha 

Page 54 

Sample List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\031704A CG ACSFM 
Last modified= Frl 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:C6 Sulfona~e PFHS 
XC030504-6, 1000 nglL Standard 

031704A-627 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 17:42:431 
LC/MSIMS #6L 

MRM of 5 Channels ES- 
8.86 399 > 80 

1.89e5’ 
Area: 

Time 

5:C8 Sulfonate PFOS 
XC030504-6, 1000 ng/L Standard 

031704A-627 Sm (Mn, 2x3) 
9.21 

2.00 4.00 6.00 8.00 10.00 

18-Mar-2004 17:42:43 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99i 

6.83e4 

Time 

Exygeu 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 MN01539481 

1939.0330 



Metals 
FINAL REPORT 

EVENT 2 

E04-0126 
February 25, 2004 

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

1939.0331 

3M MN01539482 



MDH ~b # 027-13%389 
WDN~ Lab # 3990 

Cogage Grove, MH 5501 

~hone: 651 o458o20~2 

Fa~: 651~58~2596 

By: 
MAM 

FMG 

Method: EPA 1631 

" F}eld BtapN .... 8094 < 0,5 2125/7004 3/3120C~4 
~ 

E~’ueut g095 1;{0 2125/2004 ..... 31312004 ....... 

~w level mereu©, resalt~ are reagent Nank ¢o~cted. 

Reviewed By: ~                 ; 

you ~ave a~y ques~-m~s regarding tgi~ re~or~, please call (218) 72%465 8. 

Linda Christe~se~ 

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

1939.0332 

3M MN01539483 



Lab # 

Vc%NR Lab # 399(117190 

5612 Mi l|er Tr~lNHi~way. Suite 

Phone: (2I 8) 729-4658 

Fa.,< (218~ 729-4659 

Date ReDorle4:3/4/04 

Phoebe: 65 t -45g-2032 

bax: 651-45 g-2596 

Me¢k~od: E~A 1631 

MDL 

Field Blmqk 8092 < ~:5 2125/20~4 31312004 

o Phase "~ Element 8{)93 < ~L5 2 g2512004 313/20(}4 

EowJeve~ mer~ur.~ resales are reagcmt b{a~k corrected, 

Reviewed By: (~ o o~- _ 

have any questi~as rega~Oing Nis rep~, please call (2I 8) 729°4658° 

Li~da Cbrislvr:sen 

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

1939.0333 

3M MN01539484 



C/iem }~ame 
3M Cottage G-ore 

B d,a. 14s Enviror:me~ Lab; 10746 ~sovat on Road ~ 65!-768-2032 i ~ 

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

3M_MN01539485 

1939.0334 



Method: WWTP Scan 
Result: CG WWTP Carbon Study Event 2 E04-0126 

Calib 

4k 

em 

(cps) 

I).00           conc(mg/L)           1.0C 
Calib Eq’n: Li~, Ca~c l~t 
Corr Coeff: 0°999734 

3M 

em 

(cps) 

~).00           conc(mg/L)           1.0C 
Calib Eq’n: Li~% ¢~lc 
Corr Coeff: 

3 

conc(mg/L) 1.0~ 

61k 

em 

(cps) 

As 188.979 

5k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~, Catc 
Corr Coeff: 

62k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~% Calc ~Rt 
Corr Coeff: 0o~99704 

75k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: L#~, Calc h~ 
Corr Coeff: 0.999639 

1.0( 

1.0( 

1.0( 

Page 1 WinLab32 

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

3M MN01539486 
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Method: WWTP Scan 
Result: CG WWTP Carbon Study Event 2 E04-0126 

Calib 

45k 

em 

(cps) 

I).00           conc(mg/L) 
Calib Eq’n: Li~, Ca~c 
Corr Coeff: 0°999578 

7 

Pb 220.353 

14k 

em 

(cps) 

1 0.00           conc(mg/L) 
Calib Eq’n: Li~, Catc 
Corr Coeff: 

8 
Zn 213.857 

1.0( 

4k 

em 

(cps) 

i~.00           conc(mg/L) 
Calib Eq’n: Li~% Caic 
Corr Coeff: 0.999620 

102k 

em 

(cps) 

10 

0.00           conc(mg/L) 
Calib Eq’n: Li~% Calc ~r~t 
Corr Coeff: 0.999755 

1.0( 

Page 2 WinLab32 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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3M MN01539487 
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Initial 
Sample ID Date Time Sample ID Sample MDL Analyte 

Wt Name 
0.Sppm 3/1/2004 12:40:44 PM Sb 206.836 
0.Sppm 3/1/2004 12:40:44 PM As 188.979 

0.8ppm 3/1/2004 12:40:44 PM Be 313.107 
0.Sppm 3/1/2004 12:40:44 PM Co 228.615 
0.Sppm 3/1/2004 12:40:44 PM Cd 228.802 
0.Sppm 3/1/2004 12:40:44 PM Cr 267.716 
0.Sppm 3/1/2004 12:40:44 PM Ni 231.604 
0.8ppm 3/1/2004 12:40:44 PM Pb 220.353 
0.Sppm 3/1/2004 12:40:44 PM Se 196.026 

0.Sppm 311/2004 12:40:44 PM Zn 213.857 
311/2004 12:45:11 PM Sb 208.836 
3/1/2004 12:45:11 PM A~ 188.979 
3/1/2004 12:45:11 PM Be 313.107 
311/2004 12:45:11 PM Co 228.616 
3/1/2004 12:45:11 PM                                 Cd 228.802 

MP-04-181                               Field BIk          0.614 3.26 
311/2004 12:45:11 PM Cr 267.716 
3/1/2004 12:45:11 PM Ni 231.604 
3/1/2004 12:45:11 PM Pb 220.353 
311/2004 12:45:11 PM Se 196 026 

3/1/2004 12:45:11 PM Zn 213.857 
3/1/2004 12:49:35 PM Sb 206.836 
3/1/2004 12:49:35 PM As 188.979 

3/1/2004 12:49:35 PM Be 313.107 
3/1/2004 12:49:35 PM Co 228.616 

311/2004 12:49:35 PM                                 Cd 228.802 
MP-04-183                           Inf Phase 112     0.625 3.20 

3/1/2004 12:49:35 PM Cr 267.716 
311/2004 12:49:35 PM Ni 231.604 
3/1/2004 12:49:35 PM Pb 220.353 
3/1/2004 12:49:35 PM Se 196.026 
311/2004 12:49:35 PM Zn 213.857 
311/2004 12:54:00 PM Sb 206.836 
311/2004 12:54:00 PM As 188.979 
3/1/2004 12:54:00 PM Be 313.107 
3/1/2004 12:54:00 PM Co 228.616 
311/2004 12:54:00 PM                                 Cd 228.802 

MP-04-184                           Inf Phase 1i2 r    0.721 2.77 
311/2004 12:54:00 PM Cr 267.716 

MP-04-185 

MP-04-185 MS 

Reported 

Conc     Calib 
(Calib) Units 

0.834 mglL 
0.834 mglL 
0.863 mg/L 
0.863 mglL 

0.859 mglL 
0.861 mglL 
0.862 mg/L 
0.868 mglL 
0.834 mg/L 

0.86 mglL 
0.009 mglL 
0.007 mg/L 
0.001 mg/L 
0.003 mglL 
0.004 mg/L 
0.005 mg/L 
0.006 mglL 
0.007 mglL 
0 002 mg/L 
0.007 mglL 

0.011 mglL 
0.002 mglL 
0.001 mglL 
0.003 mglL 
0.004 mglL 
0.006 mglL 
0.006 mglL 
0.005 mg/L 
0.008 mglL 
0.005 mglL 
0.008 mg/L 
0.001 mglL 
0.001 mg/L 
0.004 mg/L 
0.004 mg/L 
0.005 mglL 

Reported 
Conc     Samp 
(Samp)    Units 

0.834 rng/L 
0.834 rng/L 
0.863 rng/L 
0.863 rng/L 
0.859 mg/L 
0.861 rng/L 
0.862 rng/L 
0.868 rng/L 
0.834 rng/L 

0.86 rn~i/L 
N D mg/kg 
N D mg/kg 
N D rng/kg 
ND mglkg 
N D rng/kg 
N D rng/kg 
N D rng/kg 
N D rng/kg 
N D rng/kg 

N D rng/kg 

N D mg/kg 
N D rng/kg 
N D rng/kg 
ND mg/kg 
N D rng/kg 
N D rng/kg 
N D mg/kg 
N D rng/kg 
N D rng/kg 
N D rng/kg 
N D rng/kg 

N D rng/kg 
N D mg/kg 
ND rnglkg 
N D rng/kg 

N D rng/kg 
N D mg/kg 
N D rng/kg 
N D mg/kg 
N D rng/kg 
N D rng/kg 
N D rng/kg 
N D mg/kg 
ND mg/kg 
N D rng/kg 
N D rng/kg 
N D rng/kg 

N D rng/kg 
N D mg/kg 
N D rng/kg 

55.2 rng/kg 
55.61 rng/kg 
56.64 rng/kg 
55.44 rng/kg 
53.33 rng/kg 
56.89 rng/kg 
58.87 rng/kg 
58.59 mg/kg 
62.19 rng/kg 
77.3 rng/kg 

3/1/2004 12:54:00 PM Ni 231.604 
311/2004 12:54:00 PM Pb 220.353 
3/1/2004 12:54:00 PM Se 196.026 
311/2004 12:54:00 PM Zn 213.857 
311/2004 12:58:26 PM Sb 206.836 
311/2004 12:56:26 PM As 188.979 

3/1/2004 12:58:26 PM Be 313.107 
311/2004 12:58:26 PM Co 228.616 

3/1/2004 12:56:26 PM                                 Cd 228.802 
Port A Unit 1                2.77 

311/2004 12:58:26 PM Cr 267.716 
3/1/2004 12:56:26 PM Ni 231.604 
311/2004 12:56:26 PM Pb 220.353 
311/2004 12:58:26 PM Se 196.026 
3Jl/2004 12:58:26 PM                                   Zn 213.857 

0.722 
311/2004 1:02:51 PM Sb 206.836 
311/2004 1:02:51 PM As 188.979 
3/1/2004 1:02:51 PM Be 313.107 
311/2004 1:02:51 PM Co 228.616 
3/1/2004    1:02:51 PM                                   Cd 228.802 

PortA Unit 1                2.77 
3/1/2004 1:02:51 PM Cr 267.716 

311/2004 1:02:51 PM Ni 231.604 
3/1/2004 1:02:51 PM Pb 220.353 
311/2004 1:02:51 PM Se 196.026 

311/2004 1:02:51 PM Zn 213.857 

0.006 mglL 
0.005 mglL 
0.004 mglL 
0.009 mg/L 

0.01 mg/L 
0.003 mg/L 
0.001 mg/L 
0.004 mg/L 
0.004 mglL 
0.005 mglL 
0.006 mg/L 
0.005 mglL 
0.011 mg/L 
0.006 mg/L 
0.797 mglL 
0.803 mglL 
0.818 mglL 
0.801 mglL 

0.77 mglL 
0.821 mg/L 

0.85 mglL 
0.846 mglL 
0.898 mglL 
1.116 mg/L 

QC 
Recovery 

1 O4.23 
1 O4.28 
107.86 

107.65 
107.35 
107.66 
107.76 
108.47 
104.27 
107.51 

80% 
60% 
82% 
80% 
77% 
82% 

85% 
65% 
9O% 

112% 

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

3M MN01539488 
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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) Llnits Recovery 
3/1/2004 1:07:24 PM Sb 206.836 0.005 mg/L N D mg/kg 
3/1/2004 1:07:24 PM As 186.979 0.002 rng/L ND mg/kg 
3/1/2004 1:07:24 PM Be 313.107 0.001 mg/L ND mg/kg 

3/1/2004 1:07:24 PM CO 228.615 0.004 mg/L ND mg/kg 

M P-04-195 
3/1/2004 1:07:24 PM Lab BIk 

0.723 2.77 
C,d 228.802 0.005 mg/L N D mg/kg 

3/1/2004 1:07:24 PM Cr 267.716 0.005 mg/L N D mg/kg 

3/1/2004 1:07:24 PM Ni 231.604 0.006 mg/L N D rng/kg 
3/1/2004 1:07:24 PM Pb 220.353 0.003 mg/L N D mg/kg 
3/1/2004 1:07:24 PM Se 196.026 0.011 mg/L ND rng/kg 
311/2004 1:07:24 PM Zn 213.857 0.004 m~/L N D rn~/k~ 
311/2004 1:11:51 PM Sb 206.836 0.009 mg/L N D mg/kg 
3/1/2004 1:11:51 PM A~ 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 
311/2004 1:11:51 PM CO 228.616 0.004 mg/L ND mg/kg 

MP-04-186       311/2004    1:11:51 PM Por~A Unit 1 D     0.647 3.09 Cd 228.802      0.004 mg/L ND       rng/kg 
3/1/2004 1:11:51 PM Cr 267.716 0.005 mg/L ND mgikg 
311/2004 1:11:51 PM Ni 231.604 0.005 mg/L ND rng/kg 
3/1/2004 1:11:51 PM Pb 220.353 0.005 mg/L N D mg/kg 
3/1/2004 1:11:51 PM Se 196 026 0 004 mg/L N D mg/kg 

311/2004 1:11:51 PM En 213.857 0.004 mg/L ND rng/kg 

3/1/2004 1:16:18 PM Sb 206.836 0.006 mg/L ND mg/kg 
3/1/2004 1:18:18 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 rng/kg 
3/1/2004 1:16:18 PM Co 228.616 0.004 mg/L ND mg/kg 

MP-04-187       3/1/2004    1:16:18 PM Port B Unit 1       0.65 3.08 Cd 228.802     0.004 mg/L ND       rng/kg 
3/1/2004 1:16:18 PM Cr 267.716 0.005 mg/L ND mg/kg 

3/1/2004 1:16:18 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 mg/kg 
3/1/2004 1:16:18 PM Se 196.026 0.004 mg/L ND rng/kg 

3/1/2004 1:16:18 PM 7n 213.857 0.005 mg/L ND mg/kg 

3/1/2004 1:20:45 PM Sb 206.836 0.012 mg/L N D rng/kg 

3/1/2004 1:20:45 PM As 188.979 0.004 mg/L ND mg/kg 
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 mg/kg 

MP-04-186       3/1/2004    1:20:45 PM Port B Unit 1 D    0.767 2.54 Cd 228.802     0.005 mg/L ND       rng/kg 
3/1/2004 1:20:45 PM Cr 267.716 0.005 mg/L N D mg/kg 
3/1/2004 1:20:45 PM Ni 231.604 0.005 mg/L N D mg/kg 
3/1/2004 1:20:45 PM Pb 220.353 0.005 mg/L N D rng/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 N D mg/kg 
311/2004 1:25:13 PM Sb 206.836 0.834 mg/L 0.834 rng/L 104.20 

3/1/2004 1:25:13 PM As 188.979 0.833 mg/L 0.833 mg/L 104.06 

3/1/2004 1:25:13 PM Be 313.107 0.853 mg/L 0.853 mg/L 106.59 
3/1/2004 1:25:13 PM Co 228.616 0.859 mg/L 0.859 mg/L 107.42 
3/1/2004 1:25:13 PM Cd 228.802 0.857 mg/L 0.857 rng/L 107.12 

0.8ppm           3/1/2004    1:25:13 PM                                   Cr 267.716      0.861 mg/L       0.861 rng/L       107.58 

3/1/2004 1:25:13 PM Ni 231.604 0.859 mg/L 0.859 rng/L 107.32 

3/1/2004 1:25:13 PM Pb 220.353 0.856 mg/L 0.856 mg/L 107.04 
3/1/2004 1:25:13 PM Se 196.026 0.828 mg/L 0.828 mg/L 103.45 
3Jl/2004 1:25:13 PM Zn 213.857 0.857 mg/L 0.857 mg/L 107.17 
311/2004 1:29:41 PM Sb 206.836 0.009 mg/L N D rng/kg 

3/1/2004 1:29:41 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 1:29:41 PM CO 228.616 0.004 mg/L ND mg/kg 

MP-04-189       3/1/2004    1:29:41 PM PortA Unit 4      0.637 3.14 Cd 228.802      0.004 mg/L ND       mg/kg 
3/1/2004 1:29:41 PM Cr 267.716 0.005 mg/L ND mg/kg 

3/1/2004 1:29:41 PM Ni 231.604 0.005 mg/L ND mg/kg 

3/1/2004 1:29:41 PM Pb 220.353 0.005 mg/L N D rng/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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Initial Reported Reported 

Sample ID Date Time Sample ID Sample MDL Analyte Conc Calib Conc Samp QC 

Wt Name (Calib) Units (Samp) Llnits Recovery 
3/1/2004 1:34:09 PM Sb 206.836 0.009 mg/L N D mg/kg 
3/1/2004 1:34:09 PM As 188.979 -0.001 mg/L ND mg/kg 
3/1/2004 1:34:09 PM Be 313.107 0.002 mg/L ND mg/kg 

311/2004 1:34:09 PM Co 228.615 0.004 mg/L ND mg/kg 

MP-04-190       3/1/2004    1:34:09 PM Port A Unit 4 D     0.748 2.67 Cd 226.802      0.005 mglL ND       mg/kg 
3/1/2004 1:34:09 PM Cr 267.716 0.005 mg/L N D mg/kg 

311/2004 1:34:09 PM Ni 231.604 0.005 mglL N D mg/kg 
3/1/2004 1:34:09 PM Pb 220.353 0.004 mg/L N D mg/kg 
3/1/2004 1:34:09 PM Se 196.026 0.008 mglL ND mg/kg 
311/2004 1:34:09 PM Zn 213.857 0.004 m£llL N D m£l/k£] 
311/2004 1:38:39 PM Sb 206.836 0.008 mglL N D mg/kg 
3/1/2004 1:38:39 PM As 188.979 0 mg/L ND mg/kg 
3/1/2004 1:38:39 PM Be 313.107 0.001 mg/L ND mg/kg 
311/2004 1:38:39 PM Co 226.618 0.004 mglL ND mg/kg 

MP-04-191        311/2004    1:38:39 PM Port B Unit 4      0.788 2.54 Cd 228.802      0.005 mg/L ND       mg/kg 
311/2004 1:38:39 PM Cr 267.716 0.005 mg/L N D mg/kg 
3/1/2004 1:38:39 PM Ni 231.604 0.005 mglL N D mg/kg 
3/1/2004 1:38:39 PM Pb 220.353 0.004 mg/L N D mg/kg 
3/1/2004 1:38:39 PM Se 196 026 0 013 mg/L ND mg/kg 

311/2004 1:38:39 PM Zn 213.657 0.006 mg/L N D mg/kg 

3/1/2004 1:43:08 PM Sb 208.836 0.009 mg/L N D mg/kg 
3/1/2004 1:43:08 PM As 188.979 0 mg/L 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 228.618 0.004 mg/L ND mg/kg 

MP-04-192       3/1/2004    1:43:08 PM Port B Unit 4 D    0.623 3.21 Cd 228.802     0.005 mg/L ND       mg/kg 
3/1/2004 1:43:08 PM Cr 267.716 0.005 mg/L N D mg/kg 

3/1/2004 1:43:08 PM Ni 231.604 0.005 mg/L N D mg/kg 
3/1/2004 1:43:08 PM Pb 220.353 0.004 mg/L N D mg/kg 
3/1/2004 1:43:08 PM Se 196.026 0.014 mg/L ND mg/kg 

3/1/2004 1:43:08 PM Zn 213.857 0.005 mg/L N D mg/kg 

3/1/2004 1:47:37 PM Sb 206.836 0.005 mg/L N D mg/kg 

3/1/2004 1:47:37 PM As 188.979 -0.009 mg/L ND mg/kg 
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 mg/kg 

MP-04-193       311/2004    1:47:37 PM Combined Elf             3.25 Cd 228.802     0.005 mg/L ND       mg/kg 
3/1/2004 1:47:37 PM Cr 267.716 0.004 mg/L N D mg/kg 
3/1/2004 1:47:37 PM Ni 231.604 0.004 mg/L N D mg/kg 
3/1/2004 1:47:37 PM Pb 220.353 -0.001 mg/L N D mg/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 

0.615 
Zn 213.857 0.002 mg/L N D 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 166.979 0.695 mg/L 72.73 mg/kg 90% 
3/1/2004 1:52:07 PM Be 313.107 0.956 mg/L 77.74 mg/kg 96% 
311/2004 1:52:07 PM Co 228.618 0.942 mg/L 76.61 mg/kg 94% 

MP-04-193 MS    3/1/2004    1:52:07 PM Combined Eff              3.25 Cd 228.802      0.924 mg/L        75.1 mg/kg        92% 
3/1/2004 1:52:07 PM Cr 267.716 0.966 mg/L 78.51 mg/kg 97% 
3/1/2004 1:52:07 PM Ni 231.604 1.002 mg/L 81.46 mg/kg 100% 

3/1/2004 1:52:07 PM Pb 220.353 1.014 mg/L 62.41 mg/kg 101% 
3/1/2004 1:52:07 PM Se 198.026 0.796 mg/L 64.73 mg/kg 80% 
3Jl/2004 1:52:07 PM Zn 213.857 1.326 m@/L 107.8 m@/k@ 133% 
311/2004 1:56:37 PM Sb 206.836 0.011 mg/L N D mg/kg 

311/2004 1:56:37 PM AS 166.979 0.003 mg/L ND mg/kg 
311/2004 1:58:37 PM Be 313.107 0.001 mg/L ND mg/kg 
3/1/2004 1:56:37 PM Co 228.616 0.004 mg/L ND mg/kg 

MP-04-182 
3/1/2004 1:58:37 PM Field BIk Dup 

0.72 2.78 
Cd 228.802 0.004 mg/L ND mg/kg 

3/1/2004 1:56:37 PM Cr 267.716 0.005 mg/L N D mg/kg 

311/2004 1:56:37 PM Ni 231.604 0.006 mglL N D mg/kg 

3/1/2004 1:58:37 PM Pb 220.353 0.007 mglL N D mg/kg 
3/1/2004 1:58:37 PM Se 196.026 0.006 mg/L ND mg/kg 

3/1/2004 1:58:37 PM Zn 213.857 0.005 mglL N D mg/kg 
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Initial 
Sample ID Date Time Sample ID Sample MDL Analyte 

Wt Name 
3/1/2004 2:01:00 PM Sb 206.836 
3/1/2004 2:01:00 PM As 188.979 

3/1/2004 2:01:00 PM Be 313.107 

311/2004 2:01:00 PM Co 228.615 
3/1/2004 2:01:00 PM Cd 226.802 

MP-04-197 
3/1/2004 2:01:00 PM 100 ppm Stanc 0.706 2.83 

Cr 267.716 

3/1/2004 2:01:00 PM Ni 231.604 
3/1/2004 2:01:00 PM Pb 220.353 
3/1/2004 2:01:00 PM Se 196.026 
311/2004 2:01:00 PM Zn 213.857 
311/2004 2:05:31 PM Sb 206.836 
3/1/2004 2:05:31 PM As 188.979 
3/1/2004 2:05:31 PM Be 313.107 
3/1/2004 2:05:31 PM Co 228.615 
3/1/2004 2:05:31 PM                                 Cd 228.802 

MP-04-194                               Combined Eff I     0.801    2.50 
3/1/2004 2:05:31 PM Cr 267.716 
3/1/2004 2:05:31 PM Ni 231.604 
3/1/2004 2:05:31 PM Pb 220.353 
3/1/2004 2:05:31 PM Se 196 026 

3/1/2004 2:05:31 PM Zn 213.657 
3/1/2004 2:09:56 PM 8b 206.836 
3/1/2004 2:09:56 PM As 188.979 

3/1/2004 2:09:56 PM Be 313.107 
3/1/2004 2:09:56 PM Co 228.618 

3/1/2004 2:09:56 PM                                 Cd 228.802 
0.Sppm 

3/1/2004 2:09:56 PM Cr 267.716 
3/1/2004 2:09:56 PM Ni 231.604 
3/1/2004 2:09:56 PM Pb 220.353 
3/1/2004 2:09:56 PM Se 196.026 
311/2004 2:09:56 PM Zn 213.857 
3/1/2004 2:14:23 PM Sb 206.836 
311/2004 2:14:23 PM As 188.979 
3/1/2004 2:14:23 PM Be 313.107 
3/1/2004 2:14:23 PM Co 228.616 
311/2004 2:14:23 PM                                 Cd 228.802 

MP-04-196                           Lab BIk Dup      0.591 2.69 
3/1/2004 2:14:23 PM Cr 267.716 
3/1/2004 2:14:23 PM Ni 231.604 
3/1/2004 2:14:23 PM Pb 220.353 
3/1/2004 2:14:23 PM Se 196.026 
311/2004 2:14:23 PM Zn 213.857 
3/1/2004 2:18:48 PM Sb 206.836 
3/1/2004 2:15:46 PM As 166.979 

3/1/2004 2:18:48 PM Be 313.107 
311/2004 2:18:48 PM Co 228.618 
3/1/2004 2:18:48 PM Cd 228.802 

MP-04-198 
3/1/2004 2:18:48 PM 100 ppm Stanc 0.641 3.12 

Cr 267.716 
3/1/2004 2:18:48 PM Ni 231.604 

3/1/2004 2:18:48 PM Pb 220.353 
3/1/2004 2:18:48 PM Se 196.026 
3/1/2004 2:18:48 PM Zn 213.857 
3/1/2004 2:23:20 PM Sb 206.836 

3/1/2004 2:23:20 PM As 166.979 
3/1/2004 2:23:20 PM Be 313.107 
311/2004 2:23:20 PM Co 228.615 
3/1/2004 2:23:20 PM Cd 228.802 

0.8ppm 
3/1/2004 2:23:20 PM Cr 267.716 

311/2004 2:23:20 PM Ni 231.604 
3/1/2004 2:23:20 PM Pb 220.353 
3/1/2004 2:23:20 PM Se 196.026 

3/1/2004 2:23:20 PM Zn 213.857 

Reported 

Conc     Calib 
(Calib) Units 

1.254 mg/L 
1.229 mg/L 
1.254 mg/L 
1.274 mg/L 

1.254 mglL 
1.286 mg/L 
1.326 mg/L 
1.301 mg/L 
1.219 mg/L 

1.429 m£llL 
0.012 mg/L 
0.007 mg/L 
0.002 mglL 
0.004 mglL 
0.005 mg/L 
0.005 mglL 
0.006 mg/L 
0.005 mg/L 

0 01 mglL 
0.005 mglL 

0.797 mg/L 
0.797 mg/L 
0.834 mg/L 
0.821 mg/L 

0.82 mg/L 
0.622 mglL 
0.819 mg/L 
0.824 mg/L 
0.796 mg/L 
0.821 mglL 
0.007 mg/L 

0 mglL 
0.001 mg/L 
0.004 mg/L 
0.004 mglL 
0.005 mglL 
0.006 mg/L 
0.003 mg/L 
0.008 mg/L 
0.005 mglL 
1.163 mglL 
1.142 mg/L 
1.176 mg/L 
1.185 mglL 
1.169 mg/L 
1.199 mglL 
1.239 mg/L 
1.206 mg/L 
1.133 mg/L 

1.331 m~lL 
O.791 mglL 
0.784 mg/L 
0.817 mg/L 
0.808 mglL 

0.81 mg/L 
0.812 mglL 

0.81 mglL 
0.809 mg/L 
0.782 mg/L 

0.81 mg/L 

Reported 

Conc 

(Samp) 

88.82 

87.05 

88.83 

90.21 

68.83 

91.09 

93.91 

92.13 

86.31 

101.2 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

ND 

90.73 

69.05 

91.71 

92.42 

91.17 

93.5 

96.61 

94.07 

88.39 

103.8 

0.791 

0.784 

0.817 

0.808 

0.81 

0.812 

0.61 

0.609 

0.782 

0.81 

Samp 

Units 

rng/kg 

rng/kg 

mg/kg 

mg/kg 

r~lg/kg 

mg/kg 

rng/kg 

mg/kg 

rng/kg 

mg/kg 

rng/kg 

rng/kg 

mg/kg 

mg/kg 

mg/kg 

mg/kg 

rng/kg 

mg/kg 

rng/kg 

mg/L 

rng/L 

rng/L 

mg/L 

rng/L 

mg/L 

rng/L 

rng/L 

rng/L 

rng/L 

rng/kg 

rng/kg 

mg/kg 

rng/kg 

rng/kg 

rng/kg 

mg/kg 

rng/kg 

mg/kg 

mg/kg 

rng/kg 

rng/kg 

rng/kg 
rnglkg 
rng/kg 

rng/kg 

rng/kg 

mg/kg 

mg/kg 

rng/L 

rng/L 

mg/L 

rng/L 

rng/L 

rng/L 

rng/L 

mg/L 

rng/L 

rng/L 

QC 
Recovery 

89% 
87% 
89% 

9O% 
89% 
91% 
94% 
92% 
86% 

101% 

99.57 
99.58 

104.19 
102.61 
102.45 
102.71 
102.41 
102.96 
99.54 

102.64 

91% 
89% 
92% 
92% 
91% 
94% 
97% 
94% 
88% 

104% 
98.8£ 
9603 

102.17 

101.04 
101.23 
101.49 

101.27 
101.07 
97.75 

101.22 
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Calib 
Method: WWTP Scan 
Result: CG WWTP Carbon Study Event 2 E04-0126 Non-Digest 

2k 

em 

(cps) 

~.oo 
Calib Eq’n: Li~, Ca~¢ ~t 
Corr Coeff: 0.997935 

2M 

em 

(cps) 

6.00           conc(mg/L) 
Calib Eq’n: Li~% Caic 
Corr Coeff: 0°998903 

conc(mg/L) 1.0C 

As 188.979 

3k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~, Catc 
Corr Coeff: 0o999195 

40k 

em 

(cps) 

6.00           conc(mg/L) 
Calib Eq’n: L#~0 talc ~r~t 
Corr Coeff: 0o99~0t 8 

38k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~% Calc ~nt 
Corr Coeff: 0o9990£9 

47k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: L#~, Calc h~t 
Corr Coeff: 0o998922 

1.0( 

1.0( 

1.0( 
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Calib 
Method: WWTP Scan 
Result: CG WWTP Carbon Study Event 2 E04-0126 Non-Digest 

27k 

em 

(cps) 

7 

conc(mg/L) 
Calib Eq’n: Li~, Ca~c lnt 
Corr Coeff: 0°998930 

1 

Pb 220.353 

8k 

em 

(cps) 

i¸/, 

0.00           conc(mg/L) 
Calib Eq’n: Li~, Catc lnt 
Corr Coeff: 0o997747 

8 
Zn 213.857 

1.0( 

2k 

em 

(cps) 

~).00           conc(mg/L) 
Calib Eq’n: Li~% Caic ~nt 
Corr Coeff: 0.999055 

65k 

em 

(cps) 

10 

0.00           conc(mg/L) 
Calib Eq’n: Li~% Calc ~r~t 
Corr Coeff: 0.~99061 

1.0( 
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Reported 

Analyte Conc 
Sample ID Date Time Concentration Name (Calib) 

3/1/2004 2:31:38 PM Sb 206.836 0.744 

3/1/2004 2:31:36 PM As 188.979 0.743 
3/1/2004 2:31:38 PM Be 313.107 0.779 

3/1/2004 2:31:38 PM Co 228.616 0.773 

3/1/2004 2:31:38 PM Cd 228.802 0.774 
0.8ppm 

3/1/2004 2:31:38 PM 
100% 

Cr 287.716 0.775 

3/1/2004 2:31:38 PM Ni 231.604 0.774 
3/1/2004 2:31:38 PM Pb 220.353 0.772 

3/1/2004 2:31:38 PM Se 196.026 0.742 

3/1/2004 2:31:36 PM Zn 213.857 0.775 

3/1/2004 2:36:06 PM Sb206.636 ND 
3/1/2004 2:36:08 PM As 188.979 ND 

3/1/2004 2:36:08 PM Be 313.107 ND 

3/1/2004 2:36:08 PM Co 228.616 ND 

3/1/2004 2:36:08 PM               Cd 228.802 ND 
Field Blank                                      100% 

3/1/2004 2:36:08 PM Cr267.716 ND 

3/1/2004 2:36:08 PM Ni 231.604 ND 

3/1/2004 2:36:08 PM Pb220.353 ND 

3/1/2004 2:36:08 PM Se 196.026 ND 

3/1/2004 2:36:06 PM Zn 213.857 ND 

3/1/2004 2:40:36 PM Sb206.836 ND 

3/1/2004 2:40:36 PM As 188.979 ND 

3/1/2004 2:40:36 PM Be 313.107 ND 

3/1/2004 2:40:36 PM Co 228.616 ND 

3/1/2004 2:40:36 PM                Cd 228.802 ND 
Influent 1/2                                      100% 

3/1/2004 2:40:36 PM Cr267.716 ND 

3/1/2004 2:40:36 PM Ni 231.604 ND 

3/1/2004 2:40:36 PM Pb220.353 ND 

3/1/2004 2:40:36 PM Se 196.026 ND 

3/1/2004 2:40:36 PM Zn 213.857 ND 

3/1/2004 2:45:01 PM Sb206.836 ND 

3/1/2004 2:45:01 PM As 188.979 ND 

3/1/2004 2:45:01 PM Be313.107 ND 

3/1/2004 2:45:01 PM Co 228.616 ND 

3/1/2004 2:45:01 PM                Cd 228.802 ND 
Port 1A                                         100% 

3/1/2004 2:45:01 PM Cr267.716 ND 

3/1/2004 2:45:01 PM Ni 231.604 ND 

3/1/2004 2:45:01 PM Pb220.353 ND 

3/1/2004 2:45:01 PM Se 196.026 ND 
3/1/2004 2:45:01 PM Zn213857 ND 

3/1/2004 2:49:26 PM 8b206.636 ND 

3/1/2004 2:49:26 PM As 188.979 ND 

3/1/2004 2:49:26 PM Be 313.107 ND 
3/1/2004 2:49:26 PM Co 228.616 ND 

3/1/2004 2:49:26 PM               Cd 228.802 ND 
Port 1B                                         100% 

3/1/2004 2:49:26 PM Cr287.716 ND 

3/1/2004 2:49:26 PM Ni 231.604 ND 
3/1/2004 2:49:26 PM Pb220.353 ND 

3/1/2004 2:49:26 PM Se 196.026 ND 

3/1/2004 2:49:26 PM Zn 213.857 ND 

Calib 
Units 

mg/L 

mg/L 

mgtL 

mgJL 

mgJL 

mg/L 

mg/L 

mg/L 

mg/L 

mg/L 
mg/L 

mg/L 

mg/L 

mg/L 

mg/L 

mg/L 

mgJL 

mg~L 

mg/L 
mg/L 

mg/L 

mg/L 

mg/L 

mg/L 

mg/L 

mg/L 

mg~L 
mg/L 

mg/L 

m~/L 
mg/L 
mg/L 

mg/L 

mg/L 

mg/L 
mg/L 

mg/L 

mg/L 

mg~L 
mg/L 

mg/L 

mg/L 

mg/L 
mgtL 

mg/L 

mg/L 

mg/L 
mg~L 

mg/L 

mg/L 

QC 
Recovery 

93.04 

92.87 
97.33 

96.64 

96.69 

96.82 

96.73 
96.48 

92.81 

96.91 
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Reported 

Analyte Conc Calib QC 
Sample ID Date Time Concentration Name (Calib) Units Recovery 

3/1/2004 2:53:51 PM Sb206.836 ND mg/L 

3/1/2004 2:53:51 PM As 188.979 ND mg/L 

3/1/2004 2:53:51 PM Be 313.107 ND mg/L 

3/1/2004 2:53:51 PM Co 228.616 ND mg/L 

3/1/2004 2:53:51 PM Cd 228.802 ND mg/L 
Port 4A 100% 

3/1/2004 2:53:51 PM Cr257.716 ND mg/L 

3/1/2004 2:53:51 PM Ni 231.604 ND mg/L 

3/1/2004 2:53:51 PM Pb220.353 ND mg/L 

3/1/2004 2:53:51 PM Se 196.026 ND mg/L 

3/1/2004 2:53:51 PM Zn 213.857 ND mg/L 
3/1/2004 2:56:17 PM Sb206.636 ND mg/L 

3/1/2004 2:58:17 PM As 188.979 ND mg/L 

3/1/2004 2:58:17 PM Be 313.107 ND mg/L 

3/1/2004 2:58:17 PM Co 228.616 ND mg/L 

3/1/2004 2:58:17 PM Cd 228.802 ND mg/L 
Port 4B 100% 

3/1/2004 2:58:17 PM Cr257.716 ND mg/L 

3/1/2004 2:58:17 PM Ni 231.604 ND mg/L 

3/1/2004 2:58:17 PM Pb220.353 ND mg/L 

3/1/2004 2:58:17 PM Se 196.026 ND mg/L 

3/1/2004 2:56:17 PM Zn 213.857 ND mg/L 

3/1/2004 3:02:44 PM Sb 206.836 ND mg/L 

3/1/2004 3:02:44 PM As 188.979 ND mg/L 

3/1/2004 3:02:44 PM Be 313.107 ND mg/L 

3/1/2004 3:02:44 PM Co 228.616 ND mg/L 

3/1/2004 3:02:44 PM Cd 228.802 ND mg/L 

3/1/2004 3:02:44 PM Cr267.716 ND mg/L 

3/1/2004 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 213.857 ND       mg/L 
Combined Eft 1/2                               100% 

3/1/2004 3:07:11 PM Sb 206.836 1.055 mg/L 106% 

3/1/2004 3:07:11 PM As 188.979 1.131 mg/L 113% 

3/1/2004 3:07:11 PM Be 313.107 1.133 mg/L 113% 

3/1/2004 3:07:11 PM Co 228.616 1.008 mg/L 101% 

3/1/2004 3:07:11 PM Cd 228.802 1.05 mg/L 105% 

3/1/2004 3:07:11 PM Cr267.716 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 Pb220.353 1.041 mg/L 104% 

3/1/2004 3:07:11 PM Se 196.026 1.193 mg/L 119% 
3/1/2004 3:07:11 PM Zn 213 857 1 542 mg/L 154% 

3/1/2004 3:11:45 PM 8b206.636 ND mg/L 

3/1/2004 3:11:45 PM As188.979 ND mg/L 

3/1/2004 3:11:45 PM Be313.107 ND mg/L 

3/1/2004 3:11:45 PM Co 228.616 ND mg/L 

3/1/2004 3:11:45 PM               Cd 228.802 ND      mg/L 
Lab Blank                                       100% 

3/1/2004 3:11:45 PM Cr287.716 ND mg/L 

3/1/2004 3:11:45 PM Ni 231.604 ND mg/L 
3/1/2004 3:11:45 PM Pb220.353 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 
3/1/2004 3:16:23 PM Sb 206.836 0.696 mg/L 87.04 

3/1/2004 3:16:23 PM As 188.979 0.691 mg/L 86.38 

3/1/2004 3:16:23 PM Be 313.107 0.715 mg/L 89.39 

3/1/2004 3:16:23 PM Co 228.616 0.702 mg/L 67.80 

0.8ppm               3/1/2004 3:16:23 PM      100%     Cd 228.802     0.704 mg/L         87.97 
3/1/2004 3:16:23 PM Cr287.716 0.701 mg/L 87.60 

3/1/2004 3:16:23 PM Ni 231.604 0.702 mg/L 87.74 

3/1/2004 3:16:23 PM Pb 220.353 0.704 mg/L 87.98 

3/1/2004 3:16:23 PM Se 196.026 0.694 mg/L 86.77 
3/1/2004 3:16:23 PM Zn 213.857 0.705 mg/L 88.14 

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

3M MN01539495 

1939.0344 


