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1 Introduction

Reusaerepcrie fo heanaiyeis ofperfucroociancats(PFOA) indperfucrocctanssultonste(PFOS)inwersamplesreceivedatExygenoa requssiedbyGuryHohensteiof3MCompany.TheExygenproject number assignedtothesamplesis LOOOA708. Tabs | lists the targetenayios quantsiedforthesamples.
Tabi. TargetAnsyesforQuantiaion

‘Eorameter acon Eon
Pauorooctanosie PFOAcrC ac CFuC00

Pertuorooctanesuonsie PFOSorC8sufonate CFSOY

2 SampleReceipt

Thet-onesamples werereceived al Exyoen n 500mi.wil pset neow-mouthbots. Athe rocues! of 3M,of sampios weroanalzad. Acopy of al samplelogan inormatontsprosentodinAtschnentA.
Thesamples warercevedcn0301105.Thesampleswerashipped ambien viaUPS. Thesarrpleawere stored roigertedfomtimeof recoot un analyse.

3 Methods -AnalyticalandPreparatory

TheExygen method ented, “MshodofAnabelfotheDelamination ofPerucroccians‘utonate(PFOS), Perucroocinesufomiamide(PFOSA).andPeruoroociancate (POAA)Water” modified for isomerseparation, was used fo prepersandanahzsthe sampies. AsummaryofthesamplepreperetoncenbefoundInSecon 3.1 endthe modifiedenaiveiscondition forlomerseparationcanbefound inSecon 32.
3.1Water Sample Preparation

Sail phase exacton(SPE)was usedto prepare thewatersamplesforLCIMSMSanalysis,Fortymilitar of hewatarsamplewestansfemsd(0 aCySPEcartridge. Thecaricewas.washed with 5mlof 8 40% mefhanc: 60%warwash.Thecartridgewes outedwih Si. of100% methana. A porn of he exactwas transfered to autosampler vilaadonazadvaingeectosprayLCMSMS.
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32 SampleAnalysisbyLCMS/MS
1nHighPressure LiquidChromatography (HPLC),analiquotofextactisijectsd andpassedVOU 0 uiphaseChromatographiccoun. Based on the afi ofheanatefr thestationary phase in hacolumn raiatve 1te Quid moblephase, theanal i retainedfor 3charactrsicamountoftne.FolowingHPLCseperation,massspectromtyprovides a rapid#acaurainmeansfor analyzing @wide rangeof organicompounds. Molscues are rized,fragmented,endCoteciad. Theinscheractanstc of the compoundsae observed andQuentiatodagains!exectedsandarce.
An HP1100sys ifa'soad 10anAppled BlosystemsAP4000wasused 0anayzsthesampleexactsorquantion.
Isomerseparationwas obianedusing 8 gradientelonhugh aThermoFuophaseRP,50 x21mm xSym column. Thesu ofheisomers i repcried ea asinge vale for sac of heanaes.
Thefolownggradient wesperformect:
MoblePhase (Ax 2mMAmmoniumAcetateinWaterMoblePrase®) Methanol

Tme IY 1800 & ®10 & %
80 2 i
100 2 7110 I] 3180 & ®

The folowing parameters wereusedforoperation of temassspectrometer:
Pawmeter Sengonizton Wade EacrossryPaiarty NegativeTransitionsMandored 413-300CRON408-00 PFO).4153370("C-PFOA,sumogalaspke)Gas Tomporature sc
DyogGes(Ng)  7oumn

4 Analysis

41 Calibration
A T-pcint cafbraton curve wasanazedintaly snd Brought the snsicalsequence forPFOA.PFOSand"CPFOA.Thecabrafion pinswero repered at 0, 25,5, 100,260,600,and 1000ngl. op)forLGMSMSanlysie. Caftradonstandards are prepared sing thesama SPEpraosdursused or samples. The Psrumen r04ponssversus theconcretionWasplodforeachpoli.Using near regressionwih 1xweighing. hesiope,yaniercept
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0conficientofdetain(°)waecetemined. Acabratoncevesaccostatie >ose.
Forthe resusreportedhers,calbratoncrawaremat. Thecalbratoncurves re cidedthe raw cota in AtchmentC.

42 Surrogates
'CPFOA (CF "CIF4*CIOOH)isusedas asurogatefor thewatersamples. °CPFOAwasaddedIo he empty sample containers before the botioswere sont10 thefdfr‘samping. inthefs,a3sampleand qualtycontrol bottes war fled 1 8volar iineWhthe sample.
°C PFOArecoveriescanbofound InAttachment 8.

43 Laboratory Control Spikes
control spikes in theanaytal selwerepropa byadding @know concentrationof PFOA. CPFOAmdPFO 1acorn eats.Labogycork soho aot‘833088mohodscciracy, Theisboratry Gonospkes Mustshow recoveresbetween 70.130%orthedata rjectd.Forheresusrpcried here,telaborsiony cone! apkeswereWenthe accaptatieance.

44 Field Matrix Spikes
Alow and 8 high mat spikewarsprepared fo every wate samplein he ied. Compoundswere acledIothe empty sample Cortainesbefor thebotlesweresant 1 the eid forsemping.Mot spk roused 1 sesess method accuracy in themab Themax spkesshoudshow recoveriesbetween70-130%. Forteresutsreported har,tematsspikesWerewiihe accepiale range, except88pledinSection 8ofhs report.

45 SampleRelatedComments
Alwalasamples werecolctedin upicae. Duplicatesampleresusaorepariadsongwinhosampleresults InAtchman8.

5 DataSummary

PioaseseeAtiachmant for  dealed tgofteanayica resus. Theresulsor reportedpert pe bilo (hol) orPFOAand PFOS.

6 StatementofAccuracy

Basedonrasulsof ebortorycone spikes, fedmatt spkes, ndsuTogatespkes,teanalytical accuracyforPFOSandPFOArau foralsamplesfs +30%. Laboratory contsokes.surrogate spikes and ikimatrixspkesshowed recoverieswith theseranges,winth folowing exceptions:
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+ ThePFOAandPROS recoveryin O-W-572808LowSpike,O-PubicWarksLunchRom SikLowSpike, and O-WS-127287LowSplkecoukd no be cacustedbacause.heinherentsampleconcentration i issample wesove 3tmesgesteTanthespikingconcentration.
+ ThePROSrecovery forsample O-Publc WorksLunchRmSink HighSokewas.136%.

‘Spectic sample recoveries 8° gan i AfichmentB.

7 Data/SampleRetention

‘Sampleswhbe etumed 03M60 daysaferfal reporting.ARelecroricdet iarchivedonratiovablemodi andhardcopyrepos aresoredIncatafolders manainedbyExygen.Hardcopydaa i sored for 8 mirkmmof ve yeers. Tha cent webe noted 30 dye prior 1thedisposalof hardcopydete.

8 Attachments

74 AtachmontA:AnaicalRests
72 AtachmentB:SpksRecoveryData
73 AtachmentC:ChanofCustodyForma
74 AtachmentD: RawAncaData

9 Signatures

Ww 0:
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XY&¢ EARCH

‘Summary of PFOA and PFOS In Water Samples E05-0184
Anaiyte Found (nimt)C8 Acid PFOA C8 Suftonate PFOSnD Sample 1D Pemuoroostnous PetusroosamasutonsisERR tte tutes7ursz O-W5-127267 Dup 0781 0.968L708s O-w1-208462 00802 00516wos O:W1-208462 Dup 0852 0.0841uross ©.-w2-208463 ogso7 naLa708.10 ©-42:208463 Dip 00871 NaL708-13 ©-W7-463534 0274 0238La708-14 O-W7-4535% Dup 0305 0213La708-17 O-we 872608 0523 oerLar08-18 O-W8-572608 Dup 0508 oseLaron21 O-W3-208454 ND NOL702 O-W3-208464 Dup ND NOL470825 _ O-Publ Wonks Lunch Rm Sink os87 0872L4708:28  O-Puslic Works Lunch Rim Sink Dup 0700 054070820 Tip Bark E050184 No NO.

ND =Notdefectedator above0.025nfm.
NQ =Not quantfatie =Measuredconcaniraonbebween 0.025 g/m. andthe Link ofQuanllaton L0Q) which a 0.050 ol.

X=Bann, usa
0906 Nriin



SECTION B



Xysen..540FitSke vaySry or PFOA1d FOSin WateE0018
sears aiE pmpe Cs —a er zeTImEE un [oe om |eomarwr | fen ow wow wwormTESRE om ome ow | ows wworcaTEE | vm ww am owonTIE Lo |r eo ow [am ow owcuntTEE ew ve ow | om ew——TEE Lor am on ow | om om owonatm an ow oma ow owiyBIE a ew omc| aw se———mE | ew maw wwommmmne |DEUTE el ew ow| owe ewcnamt | ew w]e ow owaisTERR on [aw wwe cam ownminTE wr ww mlm owe owarcmin |© |MEEI™ (we enw] wm ew owosm xma | we we ww ow ow

TerrctsmsemoarrememFrommeratorEr
Xezrins

207 HR220 AR



_—  —

XYs¢€ EARCH
RAT

Surrogate Spike Recovery Summary for °C-PFOA In Water E05-0184
“c.proa

unt ;
Exygen Sample Spiked Recovered Recovery

© Description ng. 0 %)
Leros.1 Ows-127287 05 oder o7
ros O-W5-121267 Oup os os. 104
Laroas O-W5-127287LowSpk 05 ose 108
L704 OWs-127287 High Spk 05 odes os
res Ow1-208462 05 oss 108
7088 0-W1-208462 Dup 05 0487 %
ure? O-W1-208462 Low Spk 05 ost 103
wrose OW1:208482 High Sp 05 0508 02
Laross O-W2208463 0s ose 107
La708-10 O-W2:208483 Dup. 05 oss 121
Laros.11 O-W2:208463LowSpk 0s ose "7

Laros-12 OW2:208483 High Sok os oss 110
Laro.13 Ow748334 05 ose 108
708-14 O-W7-463634 Dup 05 oss 122
708.15 O-WT-46353 LowSpk 05 osm 114

Lezos-1 O-W7-483634 High Spk. os ome 108
Laroe-t7 O-W8572608 os 0588 "nr
LeTos-18 O-W8-572608 Dip 05 0&9 108
Lar08-19 OWE-572608 Low Spk 05 os 123
470820 O-W8-5672608 High Spk os oss 10
Laros21 O-W3208454 05 ose 119

Liros.2z 0-W3-200454 up. os ose 11e
ure O-W3-208454 Low Spk 05 08 107
uT08.26 0:W3.208454 High Spk 05 oes 127
470825 O-Public Works Lunch Rm Sink os oss 57
470826 O.Publlc Works Lunch RmSIkDUp 05 0.488 8
470827 O-PublcWorks LunchRm SinkLowSp 05 0.483 97
L470828 O-Publc Works Lunch Rm Sink High Spk ~~ 05 0.575 115
Lose Trip Bank E05-0184 05 osu 10
L470830 Tip BlankEO5-0184Low Spk 0s. osz 104
L470831 TripBlank 050184High Spk 05 os 101

X=Bom, us
38s3 ERE9008 re
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Project: PO001275 Gonform COC: Tre ]Company Name: 3M Conform Sample: True !Submited By: KENT LINDSTROM Conform Request: True 1LoginType: Immedials Receipt of SamplesStared Tre
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Conform Notes:
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Packages/Containers

Eaciage  Cadton Dute/Condition. Shioger ID Temp,ControlTemp. DiregtionHandledBY.Proasss Loon ne: 12008 11115000 wes ors fecenedPackieContre Uncoroomend  ZSTSSEOmEzS1004 = Armorman ak
Conaiper# GrossWeight pH ContainerTyoe Eresenvative Mig_Lot Mo.Comune 248005 500 imatc Nove iarr Hcoson asam0p Coton roe i
coors usr0g 00 miGaw Pret: oneNerow Jcoos asap 500mCalnc roe 5

‘Coossore 28100 500 mlCinarPlastic. NONE iar
coos 20g hriCarpie one
coms amg omGouPaste Nove i
coossarr 200 500mCasePete ore: Iroe ¥coms asug 500 mia Piss: ore
cos eso 00m CowPac noveNaror
cosmo as30g £00 ClonePt rorNerorcmon mao somo how }Nor ycose 200 00m Cor Past; none :Narow

ProcOSSSS Login Dale: 3/1/2008 11:16:07AM ups. Nona RECEIVED gtPackage Corin Uniorromusd  1257assEovsonE8o8 = Armamanciae F
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