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| 1 Introduction

Ressare reported for heanalysis ofaseriesofwarandsedimentsamplesreceivedby| Centre Anayical Laboratories, Inc. (Centr) from the 3M Envronmantal Laborato. The
‘sampleswerecollectedfromPort St. Lucie,Floridaandarepartof 3MProject E00-2003. The’Centre study numberassigned othe projec 5 023.014 )

| Speci Rochamiclchractazaton by lui chromatographydem mss spcicinty.(LCMSIMS) and lon chromatography was requested for al samples. A tal of 46 samples1 wer receivedfor analy.
‘Thesampleswerepreparedandanalyzed by LC/MS/MSforthefollowinglistoffluorochemicals:

| + Tete t Tootnas

l [PertuorooctaneSufionvaride |prosA |

‘Theanalyticalmethodsusedforwater sampleswerevalidatedbyCentre. “Thevalidationprotocol1 andresults are on fiswith Centre.Themethodswere modifiedfor thesedimentsamples,however theprocedureshavenotbeenfully valdatedfor tis max. Data prosentedhere s heTighestquaydata avaiable a tris te.

| 2 SampleReceipt

1 Thesamplesweresubmited inindividualplasticcontainersandwerenot preserved. Forty-fiveindividualsamplecontainers wera received. Sampleswereecoived on 72500. Tha sampleswere collecied between 7/1800 and 7/18/00. Chain-ofcustody infomation is presented n| AtachmentA.

1 3 Holding Times -

‘Theanalytical methodusedwasvalidatedagainst a maximum holding ime of 14days. Stabity
| afterthistimeperiod hasnotbeenvalidated,howeveritshouldbenotedthatfieldfortficationsHaveshownacosplablerecoveriesatt 100nLforperiods anger than 14 day.
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| 4 Methods-Analyticaland Preparatory

| 41 LCIMSIMS
41.1 Sample PreparationforLGIMSIMS Analysis

Watersampleswere nial treated with200 ul.of250mgIL sodiumthiosulfatesolutionto !
| remove residual chine. Solid phase extraction (SPE)was used to prepare the samples for.

LCIMSIMS analysis, A fory-milierportionofsamplewas transfered fo a Cs SPE cartidge.
The cartidge wasfrsT eed with § mL of 40% methanol in water solution. Tho eluate was

| discardedandtheSPEcolumnwasthenelutedwih100% methanol. A § mL.portionof
methanol was collected for analysis by LGMSIMS. This treatment resulted in an eightfold
concentatonofthesamplesprior toanalys’s. ©

| eS——————
extractedinto5miofmethanol, Theextracts werefiterdanddied to a fina volumeof40
mLwithType |water. Thedilutedextracts werethen treated i thesame mannerasthe water

| samples,beginning withthe soldphaseextraction.
1 412 SampleAnalysisbyLOMSMS

In HPLC,analiquotofextract iinjected and passed through a iui phase chromatographic
column. Basedontheafnyofhe analyte forth stationary phaseinthecolumn relative to

1 theliquidmobilephaso, theanalyte i retainedfo acharacteris: amountof me. Following
HPLCseparation, ESIMSprovides a rapidandaccurate meansforanalyzing awiderange of
organic compounds,inchingfuorochermicals. Electosprayisgenerallyoperatedatrelatively
mid temperatures; molecules are ionized, fragmented, and detected. Ions characterisof1 EeToles re,iSo
AHewlett-Packard HP1100HPLCsystem coupled to a MicromassUtimaMSIMSwasused to

1 analyzethe sampleextracts. Analysiswasperformed using selected reaction monitoing
(SRM). Watersampleswere extractedbetwen8/15/00and 8/17/00 andanalyzedbyMSMS.
between 8/18/00and82300. Sedimentandsiudgesamples were extractedon8/1800and
were analyzed by MSMS on 8221/00. The HPLC and MSIMS methods usedforanalysis and

instrumentparameters canbafoundinAttachments DandE.

i 5 Analysis

51 Calibration1 CAIN +vs rstrevorrfomscsees
forthecompoundsofinterest. The Calbration points were prepareda 0, 25,50, 100,250,
500, and 1000 nglL (ppt) for LCMSIMS analysis. The Instrument response versus the

i ‘concentrationwasplotedforeach point. Usinglinearregressionwith 1/x weighting,theslope,yinterceptandcometationcoefficient(1) an coefficientofdetermination(°)were determined.
Acalbration curve is acceptablei'r >0.985 (©2 0.970).

I Galbrationstandardsarepreparedusing thesameSPEprocedureused forsamples.
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I Calibration check standards were analyzed periodically (every tree to five sample injections)Ioughout the analysis sequence. Compliance Is obtained f the standard analyte
| ‘concentrationsare within +/-20%ofthe actualvalue.

Fortheresusreported here, calbation creriaweremet
| 52 Blanks

Extracionblankswerepreparedandanalyzedwithevery extraction batchofsamples. The‘extracionbanksshoudnol haveany targetanalytespresenta o abovetheconcentration of :I In lowievlcalbton sander. For heesampes, ineextacton Bankswere comple.
Instrumentblanks.in.thformofcean methanolsoventwere alsoanalyzedaftreveryhgh-level calbraton standard, and afte known highevel samples. Again, the blanks shoud not| haveanytargetanalytespresent atorabove the lowrevel calbration standard.For thesamplespresentedhere thainstrumentbanks arp compliant.

1 53 Surrogates
Sumogatespikesarenot acomponentofheLCIMSMSanalytical methods.

1 5.4 Matrix Spikes
Mairi spieswere preparedforeveryfield samp usingal compounds ofinterest. Matrixspike recoveriesaregiven inAtzchmentC.

1 Fieldspikes were submitedwihthewater samples. Field spikerecoveriesarealsoincludedinAtiachmentC. Theresulsfrom the 200pptiedspk forsampleQSW Paim Ciy-C-FMS-200ppt A indicatethat hissamplewas spikedat 1000ppt ratherthan200ppt.Theresalsfor1 QSWPalmCity-C-FMS-200ppt 8indicate a200pptspikingconcentration.

55 Duplicates
Alfieldsamples were analyzedin duplicate. ResultsaregivenalongwihthesampleresultsinAtachmentB.

56 Laboratory Control Samples1 DL erqiolasluwpapiein TonolLduring eachextracionsel. Al recoveries fo al compoundswerebetween70-130% 1eachLCS.Resulsare given alongwiththe raw datain Atiachments DandE.
1 57 Sample Related Comments
0 Thereare no othersampleretaedcommentsfor this dataset.

6 Data Summary

{ Pleaseseetachment 8 fo a detailed listingoftheanalyticalresus.Surface waler resultsarereportedinpartsper ton (ppY) (ng).Sedimentandsludge sample results arereported1 inpartsper bio (pb) (194)on bothan as-receivedand cry-weight basis,
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7 Data/Sample Retention

I Saris eoGos ofco ratsahr repr sds rsspc Allecionic data isarchivedonrotievabie media andhardcopy reports me pe £d| foldersmaintainedby Center

I 8 Attachments
So

81 Atachment:ChantGusidy
I ERT .

83 AtachmentC:Mat SpkeRecoveries ©
| 84 AachmentD: LGMSIVSfoAnan Osta (Sta Waaapie)
| 85 AttachmentE: LCIMSMSRaw AnalyticalData(Sediment andSiudgeSamples)

| 9 Signatures

| v/o0
“JohnM. Flaherty, Operations Manager Date

|
rigs ese

1 KevinJLioyd, Vice President Date

i OferLabMembers ContrbutingtoDea
Karon Smith
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