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- 1 Introduction

Inthisrevsodreport resusaoreported fortheanalysisofprforoocianicacd (PFOR)and- porfvoroocanestifonalo(PROS) in watersamples rooshedatExygen a5 requestedby CaryHohonsioiof3M Company. Therport wasris updateteraquester riomaton ndmakeminorchangesto the 1axtof tho ropa.Analytical resuswerenatchanged i ie< rovion.
ThoEngenprojct emberassigne o thesamplesfs LOGD41S3. Tao | iststhotarget« analytesquantitatedor thesamples,
Tab . TargetAnabfesforQuantiaton

- ‘Parameter Acromm Eomula
Perfiuorooctancicacid PFOA CiF1sCOOH

a Perflioroactanesuifonate PROS CFSOM

-

2 Sample Recelpt

L Forty-threesampleswere recaived at Exygen In 500 mL white plasticnarrow-mouthboties. Athoroquest of SM,al samplswereanazod. A copyofalsample log momaton. prosariodintachmentA.
Thsampioswore ecoivedon 1230104. Thesamples werestippodambientvia UPS. Thasamples wore sore refigoratedfomtim of eco ulandsa

3 Methods -AnalyticalandPreparatory
-

3.1 Water SamplePreparation

« ‘Sodphaso extracion (SPE)wasused 0proparothe watersamplesforLOMSMS analysis.Fortymies ofthewater samplowas anslardto a Cy SPEcartridge,Th cartridgewasWashedwth 5mLof a40% malhano 60%water wash.Thocatidgn wasadwin& wi of100% methanol. Aporion ofthe extractwas transferred to autosampler vials2ndamazed- using dlecosprayLCMSMS.

«
3.2 SampleAnalysisbyLC/MS/MS

- InHighPressureLiquid Chromatography(HPLC),analiquotofextractisinjectedandpassedrough aiquicphasechvomaiographi column. Basedontheafin of heanteforsatayphasein tecon rie 0the udmabephase, hoanaesretainedfor 3
-
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charactor amountof ma. FlowingHPLC separation, mssspockometyprovides a apdscr oars fo nab 8 a0 0 rg compere.losinwre nt,

- fragmented,anddetected. The ionscharacteristic of the compoundsareobservedandartesspursaxtacdsant.
v An HPI10D system tad 0anAvpled BosyiomsAP4000wasusedtoana hoSamexc ofclans "

Isomorseparation was cbsined using graderoon igh aThomoFhoghasa FP, 50« 21mx um con. Tre um oh Gomer epee Sognvice forsana.
« Thelovinggradntvasparomed

MebloPhaso(A: anitAmmonAcetonWater« Neblorraso Bohra:
me 2 8a & &« i & =io 2 =foo 2 =hi] & 3

- 18.0 65 3»

« oolongparameters vero edforcorton ha massspacer:
aramaTosi ds Cacia« Roy Nesta
Transitions Monitored 413-5369 (PFOA),499->80 (PFOS),

4155370 (“C-PFOA)' GasTemparaturo 30°CSn iy Touma
.

4 Analysis

-
4.1 Calibration

. Apo carat civwasanayzed ayand tought teanaical socuana for
PFOA, PFOSand *C PFOA.Thacalibrationpointswerepreparedat0, 25,50, 100,250,500,
and 1000ng.(ppt)for LGMSMSanalysis. Calibration standardsarepreparedusing theSamo SPE ocoars sadfor samples, Thorimsfosponse vc Bscapcaaion- Vasltd orschpor. Using Inorropsson iTvain,beso 5snusandCoffcon ofGoominatn(4) versdsominad Acubationcons& acropbiie §2aes

j” Fortheresultsreportedhere,calibrationcriteriaweremet.Thecalibrationcurves are includedirwaAnacenC
«
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42 Surrogates

- G PFOAisusedas asurrogao orthewatersamples. "C PFOAwasadded10 he emptysamplocontainersborsth bottesweresent to thafi forsampling.I heil, thbotles.wersfiled 0.2volumetric il inewih thesample.
“

5GPFOArecoveries canb found n AtachmentB,
- 43 Laboratory Control Spikes

aboratorycontrolspiks in the anaytalsetworepreparedby acing known concentrationof PFOA,"C.PFOA,and PFOS to laboratoryreagent. Laboratorycontol sphkesare Used0« assessmethodacciracy. Thelaralory oni splkosmustshowrocovaios batwoan70.130%orth dataisrejected. Forth fasutsreported hare,the laboratoryControlspkesworo.Wit theacceptablerange.
or

44 FieldMatrix Spikes
" Alow and highmarxspi wasproparodfor every watersamplein the fikl. Compoundsweroaddedto tho emptysample containersbefore the botles werosent to tha field for‘sampling.Matrixspkes aroused0assoss methodaccuracy n temat.Thomatrix spikes“ shouldshowrecoveriesbatwoan70-30%.Forthe rosulsreportedher, themarx splkesWerewiith acceptable rang,oxcopt as tadinSacto 6of ireport.

“ 45 SampleRelatedComments
Alwatersamples worscolected induplicate. Duplicatesampleresultsar reported long wih" thesample results in tachment5.

- 5 Data Summary

PleaseseeAtachment or a dealed ising of th analytcal resuls,Tha resullsare reported- Inparts per bilo (gm)forPFOAand PFOS.

6 StatementofAccuracy
-

Basadonresusoflaboratorycontrol spkes,fodmatrixspikes,andsurogalespikes,theanalytialaccuracyfor PFOSandPFOAresuls is 30%. Alsurogatospkerecoversand- all PROSfiedmatix spkerecoverieswerowitin tis range. Al PFOA field marx spkoTocovariesWere withinthisrangewith 4 oxceplons.
- «The PFOA recover orsamplo CG-W5-208506 High Spikawas65%.

«The PFOA recovery forsamp CG-3-208807Low Spikewas206%
- «The PFOArecoveryforsampleCG-W7-201127 High Spike was 56%

+ The PFOA recoveryforsampleCG-W 10-191504HighSpkewas65%-
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11h fhe cases hen okmati spk show everybtwn 70 an 190%.[Llecibiontomoogrioghin«
7 Data/SampleRetention

a
‘Sampleswillberetumedto 3MCorporation60daysafterfinalreporting. All electronicdatais
‘archivedonretrievablemedia andhardcopyreportsarestoredindatafoldersmaintainedbyA Dominion daneSoro or 3 an 1 vou, Tocope5verepes rin

- 8 Attachments

71 Atscmont AnaiatFosuts
oo 72 Atachments:Spo Recovery Osta
- 75 AtachmenC:hainof Gist Form
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‘ Exygen CEA
« RESEARCH

Precis ResearchFroven Resuls.

-

‘ Summary of PFOA and PFOS in Water Samples E04-0910

Analyte Found (ng/mL)
C8 Acid PFOA C8 Sulfonate PFOS

u Exygen ID Sample ID PortuorooctanicAcid Portuorooctanesulfonate
oeoseND

141532 CG-W6-201238 Dup ND NO
a L4153-5 CG-We-165602 ND ND

L41536  CG-W9-165602 Oup ND NO
4153-9. CGWS-208806 ND NO

‘ 4153-10 CG-W5-208806 Dup ND NO
L4153-13 CG-W3-208807 ND ND
L4153-14  CG-W3-208807 Dup NO ND

a L415347 CG-W7-201227 NO ND
L4153-18  CG-W7-201227 Dup NO ND
4153-21 CG-WB-110464 NO ND
1415322 CG-WE-110464 Dup NO ND

“ L415325  CG-W11-655044, NO ND
4153-26 CG-W11-655844 Dup. ND NO
L4153.29  CG-W10-191504 ND ND

" L4153:30  CG-W10-191904 Dup ND ND
L4153:33 CG-W2-208809 ND ND
4153-34 CG-W2-208809 Dup ND ND

. L4163-37 CG-W1-208808 NO ND
L415338  CG-W1-208808 Dup NO ND

La153.41 Trip Blank-CG. ND NO
a

ND =Notdetecied ator above0.025ngimi.
NQ = Not quantifiable= Measured concentrationbetween0.025 ngimL. andtheLimitof

- ‘Quaniitaton (LOG) which is 0.050 ng/mL.

-

-

-
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Field Matrix Spike Recovery Summary for PFOAand PFOS in Water 04-0910-
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‘ E nY RESEARCHteih
- ‘Surrogate Spike Recovery Summaryfor *C-PFOA in Water E04-0810
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