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Introduction

Resultsarereportedfortheanalysisofa seriesofdrini(ingwatersamplesreceivedbyCentre
AnalyticalLaborato(ies,Inc.(Centre)from the3M EnvironmentalLaboratory.The samples were
collectedfrom PortSt.Lucie,Fl.The Centrestudynumber assignedtotheprojectis023-007.

Specificfluorochemicalcharacterizationby liquidchromatography/tandem mass spectrometry
(LCIMS/MS) was requestedforall'samples.A totalof16 samples were receivedforanalysis.

The sampleswere preparedand analyzedby LC/MS/MS forthefollownglistoffluorochemicals:

Table1:TargetAnalysis

Compound Name Acronym
PerfluorooctaneSulfonate PFOS
PerfluorooctaneSulfonviamide PFOSA

Perfluorooctanoate POAA

Data generatedinsupportofthisstudywas generatedaccordingto USEPA Good Laboratory
Practices(GLPs).The analyticalmethod used was validatedby Centre.The validationprotocol
and resultsareon filewithCentre.Data presentedhereisthehighestqualitydataavailableatthis
time.

2 Sample Receipt

The samples were submittedinindividualplasbccontainersand were notpreserved.Sixteen
individualsample containerswere received.Samples were receivedon 02115/00.The samp)e
collectiondateswere notsupplied.Chain-of-custodyinformatonispresentedinAttachmentA-

3 Holding Times

The analyticalmethod used was validatedagainsta maximum holdingtimeof 14 days. The
stabilityofthe analytesofinterestforlongerperiodshas notbeen determined.
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4 Methods-AnalyticalandPreparatoly

4.1 LCIMSIMS
4.1.1 Sample PreparationforLCIMSIMS Analysis

Samples were initiallytreatedwith200 uL of250 mg/L sodium thiosulfatesolutiontoremove
residualchlorine.Solidphase extraction(SPE) was used to preparethe samples for
LC/MS/MS analysis.A forty-milliliterportionofsample was transferredtoa CiaSPE cartridge.
The,cartridgewas firstelutedwith5 mL of40% methanolinwatersolution.The eluatewas
discardedand theSPE column was then elutedwith100% methanol. A 5 mi portionof
methanolwas collectedforanalysisby LC/MSIMS. Thistreatmentresultedinan dight-fold
concentrationofthesamples priortoanalysis.

4.1.2 Sample Analysisby LC/MSIMS

InHPLC, an aliquotofextractisinjectedand passed througha liquid-phasechromatographic
column. Based on the affinityoftheanalyteforthestationaryphase inthecolumn relativeto
theliquidmobilephase,theanalyteisreta7inedfora characteristicamount oftime. Following
HPLC separation,ESIMS providesa rapidand accuratemeans foranalyzinga wide range of
organiccompounds, includingfluorochemicals.Electrosprayisgenerallyoperatedatrelabvely
mildtemperatures;moleculesare ionized,fragmented,and detected.Ionscharacteristicof
known fluorochemicalsareobservedand quantitatedagainststandards.

A HevAett-PackardHP1 100 HPLC system coupledtoa Micromass Ultma MS/MS was used to
analyzethe sample extracts.Analysiswas performedusingselectedreactionmonitoring
(SRM). Samples were extractedon 2/25100and analyzedby MS/MS on 2/26100.The HPLC
and MSIMS methods used foranalysisand instrumentparameterscan be foundinattachment
D.

5 Analysis

5.1 Calibration
A 7-pointcalibrationcurve was analyzedatthe beginningand end of the analyticalsequence
forthe compounds of interestThe calibrationpointswere preparedat0,25, 50, 100,250,
500,and 1000 ng/L(ppt)The responseofthequanfitabon!onversustheconcentrabonwas
plottedforeach pdint.Using linearregressionwithllxweighting,theslope,y-interceptand
correlationcoefficient(r)and coef5c7iontofdetermination(r)were determined.A calibration
curveisacceptableK r> 0.985 0.970).

Calibrabonstandardsarepreparedusingthesame SPE procedureused forsamples.

Calibrafloncheck standardswere analyzedperiodically(everythreetofivesample injeabons)
throughoutthe analysissequence. Compliance is obtainedI the standardanalyte
concentrationsarewithin+/-20% oftheactualvalue.

For theresultsreportedhere,calibrationcriteriawere met.
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5.2 Blanks
Extractionblankswere preparedand analyzedwitheveryextractonbatchof samples.The
extractionblanksshouldnothave any targetanalytespresentator above theconcentrationof
thelow-levelcalibrationstandard.Forthesesamples,theextractionblankswere compliant

Instrumentblanksintheform ofcleanmethanolsolventwere alsoanalyzedaftereveryhigh-
levelcalibrationstandard,and afterknown high-levelsamples. Again,the blanksshouldnot
have any targetanalytespresentat or above the low-levelcalibrationstandard. For the
samplespresentedheretheinstrumentblanksarecompliant

5.3 Surrogates
Surrogatespikesarenota component oftheLC/MS/MS analyucalmethod.

5.4 MatrixSpikes
Matrixspikeswere preparedforeverysample at a concentrationof 100 ngA- usingall
compounds ofinterest.Mabix spikerecoveriesaregiveninAttachmentC.

Fieldspikeswere alsopreparedon severalsamples ata concentrationof 100 ng/L usingall
compounds ofinterest.FieldspikerecoveriesarealsogiveninAttachmentC.

5.5 Duplicates
Allsamples were analyzedinduplicate.Resultsare givenalong%Withthesample resultsin
AttachmentB.

5.6 LaboratoryControlSamples
Milliqwaterwas spikedwithallcompound ofinterestat25 and 250 ng/L.Allrecoveriesforall
compounds were between 70-130% ineach LCS.

5.7 Sample RelatedComments
Fieldblanksamples consistedof empty containers.FortymillilitersoftypeIwaterfiltered
througha hypercarbcartridgewas added tothe empty containerand analyzedinthe same
manner as theothersamples.

6 Data Summaty

PleaseseeAttachmentB fora detailedlistingoftheanalyucalresults.

7 DatalSampie Retention

Samples aredisposedofone month afterthereportisissuedunlessotherwisespecified.All
electronicdata isarchivedon retrievablemedia and hard copy reportsare storedindata
foldersmaintainedby Centre.
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8 Attachments

8.1 Aftachrnentk-Chain-of-CustDdy

8.2 AttachmentB:Resuftsl-

8.3 AttachmentC: MatrixSpikeRecoveries(Fieldand LaboratorySpikes)

8.4 AttachmentD: LCIMS/MS Raw AnalyticalData

9 Signatures

John M er-industrialServicesGroup//flah Date

--oo

KevinJ Lloyd,VicePresident Date

OtherLab Member s ContribubngtoData

Enaksha Wickremesinhe
Karen Smith
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Cc=ntrc=Analytical
Laborator!Fs, Inc.

3048Research Drive,StateCollegePA 16801 814-231-8032 FAX 814-231-1253

AnalyticalResultsW2363PortSt.Lucie,Fl

3M Sample Identification Sample Description PFOS (na) PFOSA (ng/L) POAA (ng/L)

MC-61 5H lntake@P/N <25 < 25 < 25
MC-617H Intake-P/Nduplicate <25 < 25 <25
MC-620H Intake-FieldBlankEmpty < 25 < 25 <25
MC-621 H Oufflow-P/N < 25 < 25 <25
MC-623H Oufflow-PINduplicate < 25 < 25 <25
MC-626H Site1 P/N <25 < 25 < 25
MC-628H SiteIPIN duplicate < 25 < 25 < 25
MC-631 H Site2 P/N <25 < 25 < 25
NA Site2 P/N duplicate < 25 < 25 < 25
MC-632H Site3 P/N < 25 < 25 <25
NA Site3 P/N duplicate < 25 < 25 < 25
MC-633H FieldBlank-P/NEmpty < 25 < 25 < 25

Pleaserefertothereversesideforour standardtei7nsand conditions.


