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: 1 Introduction

Resutsa recrtd fortheanalysisofpeforooctancaie(PFOA)andperforoocianesufonte
(PFOS) in watrsamplosrecavedatExygon as requestedbyGary Hohansion of3M Compery.
TheExygenprject numberassigned to thesamplesis LOOOA7O8, Table | fists thetargetantes quantaiedfor thesomes.
Tatke |. TargetAnasfor Quartiton

Parameter aconm Eom
Perfuoroctamonts PFOAOrCBlocid CFC00
Parfuoroocianesufonate PROSorCBslonats CiFuSO;

2 Sample Receipt

Four samplesworerocaivedat Exygon in 500mi.whl plastic narowmouhboties. Al the
requestof3M, of sampleswero anahzed. Acopyof al sample gin formationispresonied
AtacrmentA
Thesamples ware receivedon O3D1IDS. Thesampioswereshppod ambientvia UPS. The
‘samples werestoredrefrigeratedfromtmofrocaptuntanshsks.

3 Methods -AnalyticalandPreparatory

The Exyoen mained ented, "Meihod of Antes fortheDetermination ofParuoroacisns
sulfonate (PFOS), Perfucrooctans sufonyiamide (PFOSA), nd Perfuarooctanoaie (POAA)
Water,” modfied fo isomersecaraton, was usedto prepare andenezethesampies. A

summary of the samplepreperation canbefound in Socton 3.1 and hemodFed nays.
‘cononsfo isomer separation canbe ound in Secton 32.

34 WaterSample Preparation
Solidphaseextraction (SPE)was used fo preparethe watersamples for LCMSMS analysis.
Forty millers of the waler sample was fransiomed 10 a C.u SPE catidge. The cerkicge weswashedwith 5mLofa40%mefhanct60% waterwash. The carfdgewesekedwih 5 mLof
100%melfanc. A portnof theexactwas anstared to autosampler vals andanalyzed
using electosprey LOMSIMS.
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32 Sample Analysis by LC/MS/MS
InHigh ProssureLiquidChomalography (HPLC),an quot ofextractis nected andpassedthrough 2 liquid-phaseCvomatogrepiccolumn. Based ontheafintyof hoanate for thestationary phaseinthecolumnr@ive 10the quidmoblaphase, the anayle Isreminedfo acharacteristicamountof ie. Folowing HPLCseparation,massspectrometry provides a rapid2ndaccuratemeansfor anahzing @wide rangeof organiccompounds. Meectiesareknizad,fragmented,and detected. Theions characierisicof the compounds ereobservedandquantistedagains!extractedstandards.
AnHP1100systeminterfacedtoan Appiied Biosystems API 4000wasused fo ansyzs the‘sampleextractsfor quantitation.
Isomerseparationwasobiainedusing agradientakon rough a ThermoFiuophaseRP,50 x21mm x Symcolumn. Thesum oftheisomers isreported as asinglevalueforeach ofthanates.
Thefolowinggradientwasperformed:
ModlePhase(A: 2mMAmmonium Asstaie inWaterMolePhase(8  Metanol

Tmo 2A 280 85 35
10 8 3
80 2 75
100 25 75
10 & 35180 5 3

‘Thefollowing paramelorswereused foroperationofthemassspectromelsr:
Farametar Seffing
Tonizaton Mode, ‘Eecospray
Polaty Negative
Transtions Montorea 4135309(PFOA),499-380(PFOS).4165370 (*C-PFOA,sumogtospike)Gas Temperature 380°C.DryingGas (N2) 70Urmin

4 Analysis

44 Calibration

A 7-paint calbraion cuve was analyzed inal and throughout the analytical sequence forPFOA,PFOS and “C PFOA. The calixationpolswereproparedst0, 25,50, 100,250, 500,end 1000 GIL (opi) for LC/MS/MSanalysis. Colbratonsiandards areprepared using thesame SPE procedure used for samples.” The inskument response versustheconcentrationwasplottedfor eachpoi.Using iverregressionwih 1/x weighing, the slope, y.riercept
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andcoeficientof elerinaion (1)were determined. AcalbraoncuveIsceptable 20585’
Fortheresults reportedhare,calbatonceaweremet. Thecalbraoncurvesareincudednhrawdota in AtachmentC.

42 Surrogates
C PFOA(CaFwl"CIF{"CIOOH) Isusedas a surrogateforthe water samples. °C PFOAwasadded 0 theempty samplecontainersbeforethebotieswerese 10 hefo! orsampling. Int Fld, llsample and quaycontra tiesware ld 1 8vokanercfl neit vesample.
¥GPFOAocovorescanbofound in Atachment.

43 Laboratory Control Spikes

Laborslonycon spiesintheanalyteslwerspreparedbyadding known concanttion
ofPFOA, "°C PFOA. end PFOS Iolaboratoryreagents. Laboratorycontolspikesare usedto55855Melod aciracy.Thelaboratorycont spkes mustshow recovrisbetween 70.130% orthodatas ejcte.For veresusepored here, te aboetrycontolspikes werewitinhe eccepiaierange.

4.4 Field Matrix Spikes

Alowand a high mati spikewerepreparedwihth salean sample plate th fk‘Compoundswereaddedio heempiysamplecontainersbefore he boreswerdsent io thefdforsamping. Malispikes ar usa 0assesmethod soouracy in he mais.The matrix59¥kes shoud Show recoweries bowenT0-130%. For faresusrepos hes, he maxS5kes wera iin2accapiabiorange

45 Sample Related Comments
The walorsampies werocoocted in duplicate, Duplicatesamplerasulsare roporadbyAtacrment.

5 Data Summary

PleasaseeAtachmont 8 fo adale tn ofth anaylca ross.Theresutsare eporiedpartspo lion(15/mL forPFOAandPROS .
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6 Statement ofAccuracy

Based on resusof laboratory contolspas,fe matespss,andsuogetsshes, thearoical scaecy for FOS and PFOAresus 530%.Labora conv spbes, rooSpies, and bod mai sis Showedrecoveries win i ange.
Speci sampe recoveries ars given nAtachmentB.

7 Data/SampieRetention

Sapienwil berome 103M 60 days atafoiering.Alconafs archivedonrotioabiemadi and ac coy reps teseg in iaodorsmaiaindbyEanHardcopy cata sored or mum of veyrs.Thacentwlba ote 30 dorsps15hedisposeofhacopycal.

8 Attachments

74 AnachmentAAnasRosuts
72 Asacnmanta: SpeRecovseyDua
73 AtachmentC. Cran Custody Forms
74 AtscrmentD: Row Anaicalsn

9 Signatures

2 03[4fas”Rp. PreTig tah

”, ws”
Zon. Faery.io rosie Tas
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‘Summaryof PFOA and PFOS in Water Samples E05-0186
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Field Matrix SpikeRecovery Summary for PFOA and PFOS in Water E0S-0186
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‘Surrogate Spike Recovery Summaryfor“C-PFOA In Water E0S-0188

cproa
Roan Amount

Exygen Sample Spiked Recoversd Recoveryi) Description gml) (ogi)
Laztas HWE207643 05 ous F)LT092  HWG207643Dup os osz 104LTBI, HWO0TBLowSpk 05 0348 109LT004" HWE20TB3HGhSpk 05 080 108
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n 3068 Research Drive Phone: 814-272-1039 :

State College,PA 18801 Fax: 814-231 ?RESEARCH lege. PA is

Login# 4815 Conform COC Sample: True.Project: Po001275 Conform COC: TreCompany Name: 3M Conform Sample: True
‘Submitted By: KENT LINDSTROM Conform Request True :Login Type: immediate Receipt of Samples
Stared True .DaioSert 0012005
DuoDate: 03/11/2005
Rocelved Date: 03/01/2005 ¥Received By: Ammeman, Mark iSproad Sample: 1Lael:

Ex/gon SOIPL: _Risha, KarenProject TiteType:CotageGroveResidentialWater Sampling / ROUTINELoginNotes: |Conform Noss: 3ek
Packages/Containers

Paces cam Dates conaton Som loaCowofma  DinctenaadedoyProus Loonoa: 317205 113148 wes Nora [oePackieContosUheoomeed  EsTassEoze1aon = po
Container#  GrossWeigt pH ConiainerTvoe Preservative Mio,Lot Mo. inee 25mg S00 Coa Pas None |
comes zag 0omiGiurPls NoweNarow

ioot Tisaa0mha Pukade ACoetreoromasd  1asTassEovoeTsss = Arman sk i
Contaioer®  GrosaVWeight oH ContaiverTyoe Preservalive MiaLat Ma heCT 500mCo Phsic NONE iror
osm aug C0niConPanic Nowe
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Samples

SoMp Comox Mex foo Sane Dusan Duniomecin DaaDueLsooosacor LD ew were amas taoias owascoosaoer
Loomsonz wo ww wamane ms ovo ows |consons i
Lao0ar000000 WUD wee HweeLowsoke [OC Tcoosaoss :
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2282005 Page loft5MENVIRONMENTAL LABORATORYCONTRACTLABORATORYWORK ORDERBY SAMPLE
Project: 50186 Conroct Lab(s, EXYGEN

Requester: Hohensen,GaryA(0042-026:27) Completion Det:Depemect: $3071 ProjectLead: Kent LindstromProjct Number: 002267645 Phone Nurber: 651.778.8352DusReceived: 22572005 Email Address: kfindstrom@mmncomProjctDescription:Hastings MusicipalWellCs 1.

0:anon 2/25/75
Comments: .

Pace field sampling. +
Not: Reforenc tpblankonEOS.0184, GJ 224005
05.0186sumplstraveled with EO5-0184 sample.AC,PL,2282005.

39 Saraple Number __SampledDate_ Sample DeserptionMSumpleNumber SampledDute SempleDeserpton
EOS018675868 M0005 HWe207603
AnabnlsCode AnsiyticalMethod Components: ‘AnabvalaDyeDate:PrOA PFOA Poa Sn372008
pros PROS by ESS Pros 31152008NE eee ries
E05.0186.79869 2280008 Ewe 207643 Duo
‘AnalnilsCode AnalyticalMethod Components: AsalvaisDusDatePrOA ProA PRO” 3115005
rros PROSby BSMS Pros snsn00s
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