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i 1 Introduction

Rosuls re reported for the analysis of a series of drinking water samples received by Centre| £oahical Laboratories, nc, (Coneors he Envionmanil Laboratory. The samswarscolectad from Pensacola, Fl. The Centresiuynumber assigned to the project 123.007
|] Specific fuorochemical characterization by audchvomalography  andem mass speciromatry(LCIMSMS) was requested fr ll samples. A ota of 16 sampiesweroreceived fo analy.
H “Thesampleswerepreparedandanalyzedby LCIMSIMSforthefolowing stoffuorochemicas:

a «Table 1: Target Analysis

i" Pertuorooctane Sulfonyarmide [Prosa |

a Os goats sorof tisscws gonad acorn 0USEPA GdLaryPractices (GLPs). Tne analytical method used wes vaidaled by Cenire, Thevaliaton protocola andross areon lewithCentre.Datapresented here i theHighest cualty Gataavaiable af 116ime.

n 2 Sample Receipt

The samples were submited in individual plastic containers and were not preserved. Sioena individual samplecontainers were received. Samples were received on 02/15/00.Thesamplecollection dates were not supplied. Chainof custody formation s presented in Attachmont A.

H 3 Holding Times

The analytical method used wes validated against a maximum hong ime of 14 days. Thestay ofthe analytesofnarest forlongerperiodshas notbeen detemnined.
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B 4 Methods - Analytical andPreparatory

44 LCMSIMSR 44.1 Sample PreparationforLGIMSMS Analysis
Samples werenial treated with 200 ulof 250 mL sodium thiosulfate souion to removeresidual chlorine. Solid phase extraction (SPE) was used to prepare the samples forB LGMSIMS analysis. A fortymilier potion of sample was transfer (oa Cup SPE caricgeThe caridge was fist etd vith 5 mi.of40% methanal n water souton, “The eluate wsdiscarded andthe SPEcolumnwasthen elutedwih100% methanol. A 5 mlpartonofHB methanal was coliected for analysis by LC/MS/MS. This treatment resulted in an eightfold‘concentrationofthe samples priorto ansiysis.

B 412 SampleAnalysisby LCMSIMS
In HPLC, an sliuotofextracti injected and passed trough a uic-phase chromatographic‘column. Based on the affinityofthe analyteforthestationaryphase in the column relative toB the quid mobi phase, the anaite is retained for a characteristic amount of mo. FlowingHPLC separation, ESMS provides a rapid and accurale meansfo analyzing a wide rangeoforganic compounds, including fuorochamicals. Elecosprayigenoralyoperatod af relaguty0 mid temperatures; molecus are ionized, fragmented, and detected. lons characterise ofknown florochemical aro observed and quantitated against stan.
AHowlett Packard HP1100 HPLC system coupled 0 a Micromass UlmMSIMSwasused(0n Sle esa stn leo ess UiSaost
(SRM). Samples were extracted on 2/22/00 and analyzed by MS/MS on 2/23/00. The HPLC‘and MSIMS methods used foranalysis and nsrument parameters can be found i atachmentRB o.

n 5 Analysis

54° Calibrationn AT-paincalibrationcurvewasanalyzed at the beginningandendoftheanalyical sequence- forthecompoundsofinterest.Thecalibration pointswerepreparedat0,25, 50, 100, 250,500,and1000ng (ppt) Theresponse of the quantitation ion versus the concentration was.plotted for each point. Using linear regression with 1/x- weighting, the slope, y-intercept andRn coelaton coefficient (1) and cogfiient of determination (7) wore. cetermined. A cortocurveiacceptablefr 0.985 (1 2 0.970).
B CalbrationstandardsarepreparedusingthesameSPE procedure usedforsamples.

Calbration check standardswere analyzed periodically (every three to five sample Injections)throughout the anaiysis sequence. Compliance is abiained I the. standard analyE ‘concentrations are within +20% of he actua value
a Fortheresulsreporiedhere,calibration creriaweremet.
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5.2 Blanks
Extraction blanks were prepared and analyzed with every extraction batch of samples, Theextractionbanks shou nohave any target analytes present alo above he concentiaion ofhe lowevel clbration standard.ForheseSampios,ieextacton blanksweescormplont

a Insirument blanks in the form of dean methanolsolventwere also analyzedafer every high-
level calibration standard, and after known high-level samples. Again, the blanks should nothave any target anaes prosent at or sbove the lowievel calralon stander. For pua samples presontod hera the instrumentbanksae compliant.

53 Surrogates
| ‘Surrogatespikesare not acomponentofthe LC/MS/MS analytical method.

54 Matrix Spikes
Matix spkes wore prepared for every sample at a concentration of 100 nolL usinga|" ‘compounds of interest. Matrix spike recoveries are given in Attachment C.
Fie spieswero also preparedonseveral samplesat a concentatonof 100nL usingallcompoundsof ners, Fiod spike recoveriesao aso given n Aachment C. Tha Fle age| Tess for sample MC-GZ0H Gave roooers fo 2 compan of spay 08indicatingtht tis samplewaspossibly spkedat 1000 pt Insteadof 100 pt.

B 55 Duplicates
Allsampleswere analyzedin duplicate. Resulsaregivenalongwith the sampleresus inAtachment.

a 56 Laboratory Control Samples
Milwate vs spikedwitha compound of nerstat25and 250 lL. Ina anayss of he25ngL LCSshowed low recovery for PROS. Thostandard wasranociedandwas found o" ov accapialorscovery 10-50%) Alaescov fr 1compecnts war booms.130% in each LCS.

" 57 Sample Related Comments
Field blank samples consistedofemptycontainers. Forty millitersof type | waterfiteredrough a hypercarbcartidgewasaddedtoteempycontainerandandyead in th same.H ‘mannerastheother samples.

H 6 Data Summary

PleaseseeAtachment 5 for a detaed isingof the anaytca resus.

u 7 Data/Sample Retention

|| Samples ar pos of no month afer hereptissud uss thersspeci. Alglectonic Gataisarchivedonretievablemediaandhardcopyroporsare stared I dotaa f0ers maintainedbyConte
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