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SUMMARY

Five perfluoro compounds including T-6293, T-6294, T-6295, fose amide and

perfluorooctanamidewere analyzedby full-scanionsprayLC/MS forcompositionidentification

and ambienttemperaturestabilityinDMSO and water(onlyforT-6293).The on-lineLC/MS

determinationof the listedtestarticleswas carriedoutunderunitmass resolutionconditions

followingmass axiscalibrationusing PPG referencecompounds. Chromatography was

performedon a 2 x 100 mm DeltabondTmC8 column usinglineargradientelutionwithacetonitrile-

waterfrom 5:95to95:5in 15minutes.The mass spectrometerwas operatedinthenegativeion

mode. The LC/MS experimentsshowed thatallfiveperfluorocompounds containsome

impurities.Inaddition,allfiveperfluorocompounds arestableinDMSO and waterforatleasta

week atambienttemperatureata concentrationof 10mM. No apparentdegradationwas observed

by LC/MS analysesof thesesamples. Attemptsto obtainmolecularion informationfor

compounds T-6292 and butylfoseby ionsprayand atmosphericpressurechemicalionization

(A,PCI)were unsuccessful.However, poorresponsefrombothionizationmodes didnotprovide

sufficientsensitivityfortheLC/MS analysisofthesetwo compounds.
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1. INTRODUCTION

Sevenperfluorocompounds includingT-6292,T-6293,T-6294,T-6295,foseamide,butylfose

and perfluorooctanamidewere the targetmoleculesforqualitativecompositionand stability

determination.Among them,fiveperfluorocompounds includingT-6293,T-6294,T-6295,fose

amide and perfluorooctanamidewere analyzedby full-scanionsprayLC/MS forcomposition

identificationand ambienttemperaturestabilityinDMSO andwater(onlyforT-6293).The on-line

LC/MS determinationof the listedtestarticleswas carriedout under unitmass resolution

conditionsfollowingmass axiscalibrationusingPPG referencecompounds. Chromatography

was performedon a 2 x 100 mm DeltabondTmC8 column usinglineargradientelutionwith

acetonitrile-waterfrom 5:95to95:5in 15 minutes.The mass spectrometerwas operatedinthe

negativeionmode. The LC/MS experimentsshowed thatallfiveperfluorocompounds contain

some impurities.In addition,allfiveperfluorocompounds arestableinDMSO and waterforat

leasta week atambienttemperatureata concentrationof 10 mM. No apparentdegradationwas

observedby LC/MS analysesofthesesamples.Attemptstoobtainmolecularioninformationfor

compounds T-6292 and butylfoseby ion sprayand atmosphericpressurechemicalionization

(APCI) were unsuccessful.Poor responsefrom bothpositiveand negativeionizationmodes did

notprovidesufficientsensitivityfortheLC/MS analysisofthesetwo compounds.

1.1 Study Objectives

The objectivesofthisstudywere:

• toqualitativelydeterminethecompositionofeachperfluorocompound.

• toqualitativelydeterminethestabilityofeachcompound inDMSO orwater(forT-6293 only)

asa stocksolutionat10mM concentration.

1.2 Chemical Structures, Names or 3M Identifications,and Molecular Weights

0

1
C8F17 - S- 0-K+

T-6295
II MW = 538.22
0 anionm/z = 499
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0

11 /
CH2CH3

T-6294
C8F17 S-N

MW = 527.20
11 '-H anionm/z = 526
0

0

11 ,-,,CH2CH3 0
T-6293C8FI7 S---N II11 ICH2CH20_p_O-NH,+ MW = 685.29

0
1

monoanion m/z 650

0 NH4+
0

11 1-10, CH 2CH 3 T-6292
C8F]7 -S-N

N@-I MW = 571.25
11 CH2CH20H
0

0

11
foseamideC8 F17 S- NH2
MW = 499.14

11 anionm/z = 498
0

0

C7F,:5
II Perfluorooctanamide

-C- Nf'2 MW = 413.09
anionm/z = 412

0

11 -,,CH2CH2CH2CH3 butylfose
C8F17 - S- N

N*-, MW = 599.31

11 CH2CH20H
0

2. MATERIALS AND METHODS

2.1 Chemicals and Materials

Allsevenperfluorocompoundswereprovidedby 3M MedicalDepartment,ToxicologyServices,

St.Paul,MN 55133-3220. Methyl sulfoxide(DMSO, Cat #27,043-1)was obtainedfrom Sigma-

AldrichChemicals,Milwaukee, WI 53233. Acetonitrile(Cat #015-4) was obtainedfrom

2
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Baxter/ScientificProducts,McGaw Park,IIL60085. Ammonium Acetate(Cat#JT0596-01) was

purchasedfrom J.T.Baker,Danvers,MA 01923. High purity(NANOpure) waterwas made by

Bamstead Model D7331 UltrapureWater System,Dubuque, IA 52001.

Allmaterialsand equipment may be substitutedby equivalentmaterialsand equipment.

FisherVortex Genie @@, Cat # 12-812,FisherScientific,Springfield,NJ 07081

Microbalance,Model MT5, Mettler-Toledo,Inc.,Hightstown,NJ 08520

SiliconizedGraduated Tubes, 2 niL,Cat #M-720, Phenix Research Products,Hayward, CA

94545

Pipettes,Cat #P-1000,P-200,P-100,P-20,RaininInstrumentCo.,Woburn, MA 01888

SiliconizedGreen SlickTips,I mL, Cat #TGS-415BRS, Phenix Research Products,Hayward,

CA 94545

SiliconizedClearTips,250 gL, Cat #T-051 BRCS, Phenix Research Products,Hayward, CA

94545

Polypropyleneautosamplervials(siliconizedin house),Cat #500 102, Sun Brokers,Inc.,

Wilmington,NC 28402

Snap Cap, II nim,Cat #69158-P,ScientificResourcesInc.,Eatontown, NJ 07724

SolventFiltrationApparatus,Cat#32-006 10,KrackelerScientific,Albany, NY 12201

Vacuum Pump, Cat #54-907,VWR Scientific,Rochester,NY 14603

0.45 gm Nylon Titan Membrane Filters,Cat #74547-NN, ScientificResources Inc.,

Eatontown,NJ 07724

Liquid Nitrogen,Cat #SS 180N-NIT4052, Empire Airgas,Elmira,NY 14901

U.H.P. Nitrogen,Empire Airgas,Elmira,NY 14901

U.H.P. Argon, Empire Airgas,Elmira,NY 14901

Fused-silica,100 g i.d.x 170 g o.d.,Polyn-iicroTechnologies,Phoenix,AZ 85023

PEEK tubing,0.007" i.d.x 1/16"o.d.,Cat.#1536, Upchurch Scientific,Inc.,Oak Harbor,

WA 98277

2.2 LC/MS Instrumentation

The liquidchromatography partof thesystem includeda Hewlett-PackardModel 1090L pump,

Hewlett-Packard,Avondale, PA 19311. DeltabondTM C8 columns,5 )im,2 x 100 mm, and

DeltabondTm C8 guard cartridges(5gm, 2 x 10 mm) were obtainedfrom Keystone Scientific,Inc.,

3
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Bellefonte,PA 16823. The mass spectrometerwas a PE-SCIEX API III'from PE-SCIEX,

Thornhill,Ontario.

HPLC Conditions:

Flow Rate 200pumin

Column Temperature Ambient

InjectionVolume IPL

Column 2 x 100mm Deltabone C8

Guard Cwtddge 2 x 10 mm DeltabondTm C8

Pressure 70 bar

Eluents t(min) %acetonitrile %water

0 5 95

15 95 5

This program was used fortheanalysesof T-6294, T-6295, foseamide and perfluorooctanamide.

For theanalysisofT-6293 samples,waterwas replacedby 10 mM annnonium acetatewiththe

same gradientprogram.

Mass SpectrometerConditions:

IonSprayVoltage -4200V

OrificeVoltage -90V (-70V forT-6293)

DeclusteringPotential -60V (-40V forT-6293)

MultiplierVoltage 4000 V

CurtainGas (U.H.P.N
2

1.4Umin

NebulizerGas (N
2)

50-70psi

InterfaceHeater 60 *C

TurbosprayTemperature 500 *C

TurbosprayGas Flow 4.0L/min

Dwell Time Imsec

ELM

Mass Scan Range 100-900Da

Scan Rate 1.69sec/scan

4
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CountController(CC) 10

Mass calibrationofQ Iintherangeof 100-900was performeddailyby theinfusionofa 10-4 M

PPG (polypropyleneglycols,averageMW 425,1000 and 2000)calibrationsolution(PE-SCEEX

API IH" operator'smanual)ata flowof 10 gL/min. Calibrationwas performedon nVz 59.0,

325.3,500.38 and 906.7. The mass spectrometricparameters,MS/MS peak widths and

sensitivityareoptimizeddaily.Peak widthsareapproximately0.7amu athalf-heightinthesingle

MS mode.

2.3 Preparation of Stock and Test Solutions

Stock Solutions:Accuratelyweigh approximately5 mg of one of theperfluorocompounds

(assumingpurity100%) on a microbalanceina siliconizedgraduatedtube(2mL). Dissolvethe

solidsample inan appropriateamount of DMSO orwater(forT-6293 only)toyielda 10 MM

solution.Storethesolutionatambienttemperature.

TestSolutions:Carefullytake10p.Lofthe10 mM stocksolutionfrom thetop,middleand bottom

partsofthesolution,and dilutethem withDMSO orwater(forT-6293 only)by 10-to I00-foldto

givetestsolutionswithconcentrationsof 100-1000gM. Vortex-mixthedilutedsolutions,and

analyzethem immediatelyafterpreparation.

The testsolutionswithsame concentrationsfortheanalyteswere preparedon day zero and day

seveninthesame way from thesame stocksolution.The stocksolutionswere storedatambient

temperatureon thelabbench withoutdisturbance.

3. RESULTS AND DISCUSSION

As requestedby 3M, thepolypropylenetubesand vialsused in thiswork were siliconized.The

pipettetipsused inthiswork were alsosiliconized.The LCIMS conditionsfortheanalysesof

differentpartsof a solutionon bothday zero and day sevenwere thesame. To avoid cross

contamination,solventblanks(DMSO orwater)were injectedbeforetheinjectionof a different

typeof testsolution.No LC/MS datawere obtainedforcompounds T-6292 and butylfose,

becausethemolecularionsignalwas tooweak tobe usedtoperformLCIMS experiments.

The on-lineLC/MS determinationofthefivecompounds testedwas carriedoutunder unitmass

5
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resolutionconditionsfollowingmass axiscalibrationusingPPG referencecompounds. To

achievesufficientlyfastfull-scanacquisitionscan ratesfortheserelativelyhighermolecularweight

compounds, a compromise of 0.5Da stepsizeacquisitionwas used intheseexperiments.These

conditionsproduce plotsofcorrespondingmass spectrafrom theproprietaryPE SCIEX software

thatdo notincludetheisotopicpeaks. Mass spectralplotsof individualtestarticlemass spectra

from these acquisitionsshow reliablemolecular weight measurements. In particular,

differentiationof molecularweights differingby only one dalton,e.g.the sulfonamidevs.the

sulfonicacidatm/z 498 and 499,may be reliablydeterminedundertheseconditions.

3.1 T-6295

A typicaltotalionchromatogram (TIC)from theinjectionof IgL ofDMSO isshown inFigure 1.

The TIC from theinjectionsoftop,middle and bottom partsoftheT-6295 solutionon day zero

and day seven were sunnnarizedinFigures2-3. Extractedionchromatograms from theinjection

of I gL of day zerotestsolution(100 gM) dilutedfrom thetoppartof thestocksolutionare

shown inFigure4. Full-scansingleMS spectraofthecomponents detectedfrom Figure 4 are

shown in Figures5-11. The identicalmass spectrainFigure9 forpeaks 5a and 5b suggestthat

thesetwo peaks arelikelyfrom two structuralisomers.By carefullyexamining theTIC from the

injectionsof solventblank and differentpartsof theT-6295 solutionson both day zero and day

seven,thereisno apparentdifferenceamong thethreepartsofthe solutionand thereisno apparent

change inthecompositionof thestocksolutionatambienttemperaturefora week. Although trace

impuritiesatm/z 299, 349, 399,449, 549 and 607 aredetectedin T-6295, the major species

presentisthenVz 499 anion.

3.2 T-6294

The TIC from the injectionsof top,middle and bottom partsof the T-6294 solutionon day zero

and day seven were summarized in Figures12-1.3.Extractedion chromatograms from the

injectionof I gL ofday seventestsolution(100liM)dilutedfrom thetoppartof thestocksolution

arepresentedin Figure 14. Full-scansingleMS spectraof thecomponents detectedfrom Figure

14 areshown inFigures 15-19.By carefullyexamining theTIC from theinjectionsof solvent

blankand differentpartsoftheT-6294 solutions,itappearsthatthebottom partof thesolution

containsfewer impurities.In addition,ionsatm/z 297.5,311.5,325.5 and 339.5 showed higher

MMM

relativeresponses(compared totheion atm/z 526 for[M-H]-of T-6294) fortheday seven

6
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solutionsthanthoseobtainedfortheday zerosolutions(SeeFigures12 and 13 intheregionsof

5.6-8.5niin.).Again,them/z 526 anionisthemajorspeciesinthesample.

3.3 T-6293

T-6293 was not solubleinDMSO. Therefore,water was used to preparethe stockand test

solutionsforT-6293. A typicalTIC from theinjectionof I liLof waterisshown inFigure20.

Totalionchromatogramsfrom theinjectionsof top,middleand bottom partsof the T-6293

solutionon day zero and day seven are summarized in Figures21-22. Extractedion

chromatogramsfrom theinjectionof I pL of day seventestsolution(I mM) dilutedfrom the

bottom partof thestocksolutionarepresentedinFigure23. Full-scansingleMS spectraof the

components detectedfrom Figure23 areshown inFigures24-26. Components atnL/z650,630

and 369 were detected.Based on infusionexperiments,theion atM/z 526 in Figure25 isa

fragmentof nVz 650. By carefullyexaminingtheTIC from theinjectionsof solventblankand

differentpartsof theT-6293 solutionson both day zeroand day seven,thereisno apparent

differenceamong thethreepartsofthesolutionand thereisno apparentchange inthecomposition

ofthestocksolutionatambienttemperaturefora week,althoughthechemicalbackgroundforthe

day sevensolutionsseems tobe noisierpossiblydue tolowersensitivityofthemass spectrometer.

For unknown reasons,thechemicalbackground fortheday zerotop and middle solutionsare

somewhat higherthanthatfortheday zerobottom solution(seeFigure21).

3.4 Fose Amide

The TIC from theinjectionsoftop,middle and bottom partsofthesolutionoffoseamide on day

zeroand day sevenwere summaried inFigures27-28. Extractedionchromatograms from the

injectionof 1 gL ofday zerotestsolution(100liM)dilutedfromthetoppartofthestocksolution

arepresentedinFigure29. Full-scansingleMS spectraofthecomponents detectedinFigure29

areshown inFigures30-36. Components atm/z 606,499,498,398,339.5,325.5,and 311.5

were detected.Peaks marked withan X arefrom thechemicalbackgroundoftheLC eluent(see

Figures34 and 36). Interestingly,thetopportionoftheday zerosolutionshowed much higher

relativeresponsefortheionsatm/z 499,339.5,325.5and 311.5thanthoseobtainedfrom the

middle and bottom portionsof thesame day solution.On thecontrary,theday sevensolution

showed theoppositetrendfortheresponsesof thoseions.The ionatni/z499 appearedattwo

differentretentiontimes(seepeak Ia and Ib inFigure29).Peak Ia ispossiblyfrom an impurity,

whilepeak lb istheisotopicform ofthemajorcomponent atnl/z498 (seeFigures30 and 35).By

7
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carefullyexamining theTIC from theinjectionsOf solventblankand differentpartsof thesolutions

of foseamide on both day zero and day seven,thereisno significantdifferencebetween thethree

partsof thesolutionand thereisno apparentchange in thecompositionof thestock solutionat

ambient temperaturefora week.

3.5 Perfluorooctanamide

The TIC from theinjectionsoftop,middle and bottom partsof thesolutionof perfluorooctanamide

on day zeroand day sevenaresummarized inFigures37-38. Extractedionchromatogratnsfrom

theinjectionof I pL ofday zerotestsolution(ImM) dilutedfrom thetoppartof thestocksolution

arepresentedin Figure39. Full-scansingleMS spectraof thecomponents detectedin Figure39

are shown inFigures40-46. Major components atm/z 412,392, 369, 339.5,325.5,311.5 and

297 were detected.Peaks marked withan X arefrom thechemicalbackground of theLC eluent

(seeFigure46). Again, thetopportionoftheday zero solutionshowed much higherrelative

responsefor the ionsatni/z339.5,325.5 and 311.5 than thoseobtainedfrom the middle and

bottom portionsof thesame day solution.The relativeresponsesfortheionsatm/z 339.5,325.5

and 311.5 fortheday seven solutionwere significantlylowerthanthoseobtainedfortheday zero

solution.Itisclearfrom Figure39 thatthissample hasseveralcomponents presentinadditionto

thetestarticleof interest.

4. CONCLUSION

Five perfluorocompounds were analyzedby ion sprayLC/MS. In general,allfivecompounds are

stableinDMSO or water(forT-6293 only).No significantdegradationproductswere detectedfor

any ofthecompounds analyzed.However, itappearsthatthelow molecularweight impuritiesare

notuniformlydistributedinsome solutions.
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S. FIGURES

Figure1.TotalIon Chromatogram (TIC) forthe Injectionof 1 JILof DMSO

TIC ofallmasses, 100 to900

DMSO LC/MS-3- 7/5t95- 10:45AM
1 uL ofDMSO,deftabond C8,ACN/H20 gradient(5%to95% in15 min)

55,000,000
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Figure 2. TIC for the Injectionsof 1 liLof Top, Middle and Bottom Day Zero

Solutionof T-6295

100' Top 57,800,000

75'

fA

50,

cr_ 2&
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10a Middle 55,000,000
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50,

25-
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ScanfTime (min)
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Figure3. TIC for the Injectionsof 1 gL of Top, Middle and Bottom Day Seven

Solutionof T-6295

100 Top 30,700,000

75*

CD
E 50@

(D

cr 25-
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100' Middle 29,200,000
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Figure 4.Extracted Ion Chromatograms for the Injectionof I AL of Day Zero Top

Solution of T-6295

T-6295 LC/MS-1 -7/5/95- 11:11AM
1 uL(100 uM/lop)T-6295,deltabondC8,ACN/H20(5% to95% in15 min)

100/900 5,400,000

T-1C

299/299 20,000

349/349 60,000

2

399/399 130,000

3

449/449 100,000
a) 4

(D

499/499 2,100,000
5b

5a

549/549 30,000
6

607/607
7

30,000

0.0 2.5 5.0 7.5 10.0 12.5 15.0
1 90 178 267 356 444 533

Time (min)/Scan
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Figure S. Full-Scan MASS Spectrum of Peak 1 in Figure 4

T-6295 LC/MS-1/Scans40-42
-Profile01 SCAN
Scans 40-42 minus 1-35& 45-700Time=1.13min
T-6295 LC/MS-1 -7/5195-11:11AM
1 uL(100uM/top)T-6295,deltabondC8,ACNIH20(5% to95% in15min)
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Figure6. Full-ScanMass Spectrum of Peak 2 in Figure 4

T-6295 LCIMS-1/Scans 57-63
-ProfileQl SCAN
Scans 57-63 minus 1-54& 72-700 Time=1.66 min
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Figure 7. Full-Scan Mass Spectrum of Peak 3 in Figure 4
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Figure 8. Full-ScanMass Spectrum of Peak 4 in Figure4
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Figure 9. Full-Scan Mass Spectra of Peaks 5a and 5b in Figure 4
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Figure 10. Full-ScanMass Spectrum of Peak 6 in Figure 4

T-6295 LC/MS-1/Scans243-245
-PmfileQl SCAN
Scans 243-245minus 1-240& 248-712Time--6.85min
T-6295 LCtMS-1 -7/5/95-11:11AM
1 uL(l00 uM/top)T-6295,deltabondC8,ACNIH20(5% to95% in15 min)
4 peaks 156,683

183.0
100.

75-

a)
E so-

ci
0
cc

25.
311.5 549.0

431.5

0
200 400 600 800

M/Z

18

MMM

15 Catherwood Road m lllhaca,New York 14850 m (607) 266-0665 m Fax (60@@)266-01-49



ADVANCED
BIOANALYTICAL

SERVICES, INC.
95MYHWOI.3M

Figure 11. Full-Scan Mass Spectrum of Peak 7 in Figure 4
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Figure 12. TIC for the Injectionsof 1 gL of Top, Middle and Bottom Day Zero
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Figure 13. TIC for the Injectionsof I gL of Top, Middle and Bottom Day Seven
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Figure 14. ExtractedIon Chromatograms for the Injectionof 1 RL of Day Seven
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Figure 15. Full-ScanMass Spectrum of Peak 1 in Figure 14
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Figure 16. Full-Scan Mass Spectrum of Peak 2 in Figure 14
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Figure 17. Full-ScanMass Spectrum of Peak 3 in Figure 14
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Figure 18. Full-ScanMass Spectrum of Peak 4 in Figure 14
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Figure 19. Full-Scan Mass Spectrum of Peak 5 in Figure 14
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Figure 20. Total Ion Chromatogram (TIC) for the Injectionof I RL of Water

TIC ofallmasses, 100 to900
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Figure 21. TIC for the Injectionsof 1 gL of Top, Middle and Bottom Day Zero
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Figure22. TIC for the Injectionsof I gL of Top, Middle and Bottom Day Seven
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Figure 23.ExtractedIon Chromatograms for the Injectionof 1 gL of Day Seven
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Figure 24. Full-ScanMass Spectrum of Peak I in Figure23
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Figure 25. Full-ScanMass Spectrum of Peak 2 in Figure23
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Figure 26. Full-ScanMass Spectrum of Peak 3 in Figure23
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Figure 27. TIC for the Injectionsof 1 gL of Top, Middle and Bottom Day Zero
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Figure28. TIC for the Injectionsof 1 gL of Top, Middle and Bottom Day Seven
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Figure 29. ExtractedIon Chromatograms for the Injectionof 1 ;IL of Day Zero
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Figure 30. Full-ScanMass Spectraof Peaks la and lb in Figure 29
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Figure 31. Full-ScanMass Spectrum of Peak 2 in Figure 29
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Figure 32. Full-ScanMass Spectrum of Peak 3 in Figure 29
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Figure 33. Full-ScanMass Spectrum of Peak 4 in Figure 29
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Figure 34. Full-ScanMass Spectrum of Peak 5 in Figure 29
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Figure 35. Full-ScanMass Spectrum of Peak 6 in Figure29
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Figure36. Full-ScanMass Spectrum of Peak 7 in Figure29
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Figure 37. TIC for the Injectionsof I liLof Top, Middle and Bottom Day Zero
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Figure 38.TIC for the Injectionsof 1 gL of Top, Middle and Bottom Day Seven
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Figure 39. ExtractedIon Chromatograms for the Injectionof 1 JIL of Day Zero

Top Solutionof Perfluorooctanamide
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Figure 40. Full-ScanMass Spectrum of Peak 1 in Figure39

C7Fl 5CONH2 LC/MS-2/Scans 224-226
-Profile01 SCAN
Scans 224-226 minus 1-224 & 227-712 Time--6.32min
C7FI SCONH2 LC/MS-2 -7/5/95- 6:25PM
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Figure 41. Full-ScanMass Spectrum of Peak 2 in Figure39

C7Fl5CONH2 LC/MS-2/Scans 164-167
-Profile01 SCAN
Scans 164-167 minus 1-140& 200-712 Time=4.64 min
C7Fl5CONH2 LCIMS-2 -7/5(95-6:25PM
1 uL ofC7FI 5CONH2(l mM/top),deftaC8,ACN/H20(5% to95% inIS min)
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Figure 42. Full-ScanMass Spectrum of Peak 3 in Figure39

C7Fl 5CONH2 LC/MS-2/Scans 239-245
-Profile01 SCAN
Scans 239-245 minus 1-235 & 250-500 Time--6.80min
C7Fl5CONH2 LC/MS-2 -7/5/95- 6:25PM
I uL ofC7Fl 5CONH2(l mmttop),deftaC8,ACNIH20(5% to95% in15 min)
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Figure 43. Full-ScanMass Spectrum of Peak 4 in Figure39

C7Fl5CONH2 LC/MS-2/Scans 251-261
-Profile01 SCAN
Scans 251-261 minus 1-240 & 360-712 Time=7. 19 min
C7Fl 5CONH2 LC/MS-2 -7/5/95- 6:25PM
1 uL ofC7Fl5CONH2(l mM/top),deftaCB,ACN/H20(5% to95% in15 min)

2 peaks 169,107
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Figure 44. Full-ScanMass Spectrum of Peak 5 in Figure 39

C7Fl5CONH2 LC/MS-2/Scans 265-271
-Profile01 SCAN
Scans 265-271 minus 1-262& 274-712 Time=7.53 min
C7Fl5CONH2 LCIMS-2 -7/5/95-6:25PM
1uL ofC7FI 5CONH2(l mmttop),deftaC8,ACN/H20(5% to95% in15 min)
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Figure 45. Full-ScanMass Spectrum of Peak 6 in Figure 39

C7Fl5CONH2 LC/MS-2/Scans 356-357
-ProfileQl SCAN
Scans 356-357 minus 1-354& 370-712 Time=l 0.07 min
C7Fl5CONH2 LCAAS-2 -7/5/95-6:25 PM
1 uL ofC7Fl 5CONH2(l mM/top),deftaC8,ACNIH20(5% to95% in15 min)
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Figure 46. Full-ScanMass Spectrum of Peak 7 in Figure 39

C7Fl5CONH2 LC/MS-2/Scans366-367
-ProfileQl SCAN
Scans 366-367 minus 1-362 & 380-712 Time--l0.35 min
C7FI 5CONH2 LCfMS-2- 7/5/95-6:25 PM
1 uL ofC7FI5CONH2(lmM/top),deltaC8,ACN/H20(5%to95% in15min'
2 peaks 329,613

100.
412.0

7&

(D

18 5(@
(D

25-

249.0

200 400 600 800
M/Z

54


