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MCNOJIb3OBAHME MACC-CNEKTPOMETPUYECKOWN METOQUKH
MPKU ONPEAENEHMU COAEPHAHWUA TEKCADTOPALIETOHA
B PA3BABJIEHHbIX PACTBOPAX

M. A. BOHOAPEHKO, B. WU. MUUYYXKHUH, A. A. KHA3EB

(Kagpeppa neopraHuveckoi M aHaNUTMYECKON XMMMK)

H3zyuenne ¢oromusa pactBopos rekcadrop- Henusi. Cnocob6Hocts I'PA 06pa3oBmHBaTh CO
anerona (I'®A) saTpynueHO BC/eJACTBHE BHICO-  MHOTHMH PacTBODUTEJNSMH YCTORUHBHE aiAyK-
KOl aKTHBHOCTH H JIaGHWJBHOCTH 3TOTO COeAH- TH OGYCJIOBJAHBAaeT HEOGXOIHMOCTb HCIIOJb30-
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BaHHA JIHIIb HHEPTHHX COEJHHEHHH — nep-
¢TopyrsiepoaoB, B 4acCTHOCTH nep(TOpOKTaHA.
st TouHBIX POTOXHMHUECKHX H3MePeHHH KOH-
nentpaudss ['®PA He 10MKHA npeBHINATH
10-3—10-2 Mosb, uTOo npu o6beMe aMnyJa
1 ma cocraBasier 10-6—10-5 moab. Xumuye-
CKasi aKTHBHOCTb ¥ HeycToiunBocTh DA 3a-
TPYAHSIOT NpOBeIeHHE Tra3oxpoMaTorpaduye-
ckHX HcceneoBauuil [1]. Tloatomy namu npea-
JlaraeTcsi METOJHKa MacC-CleKTPOMeTPHYECKOro
aHaausa [PA pas onpejesieHust ero coaepixa-
HHS B pa36aBJieHHbLIX pacTBOpax mepgropyrie-
pO.10B.

3Kcnepumemanbnan 4acCTb

Hcnonb3oBaau Macc-cnektpomerp MH-1201.
HanyckHoe ycTpoiicTBO 3TOro npubéopa Obljio
n3meneHo. C UeJbio yMeHblUleHHs o0bemMa KOM-
MYHHKalUHA H CcOPOLUHH MeTa/UIMYeCKHMH Mo-
BEPXHOCTSIMH XHMHuecKH aktusHoro I'®A cu-
cTeMa ra3oBOro Hamycka B Npeaejax JO3H-
PYIOIIETO BEeHTHJS OblMia clesaHa H3 CTeKJa.
CxeMa HamycKHOro ycTpoficTBa NpHBeAeHa Ha

puc. 1. AMnysna ¢ NOArOTOBJIEHHOH 171 aHa-
T 7 Baxgym
2
4
v J

K ucmoyHury

Puc. 1. MoauduuupoBaHHOe HanmycK-
HOe YCTPOHCTBO Macc-CHEeKTpoMeTpa.

1 — posupywowufi  BeHTHJIb; 2 — CTe-

KJAAHHLIA TPEXXOAOBOH BaKyyMHbIH KpaH;

3 — HopMaabHbIA wWAHD, AnaMeTp 14 MMm;
4 — mnepexoj KoBap — CTeKJIO.

Ji1i3a Npo6OH NpPHCOEAHHAJACh K HANyCKHOMY
yCTPOHCTBY Ha HopMaJsbHOM wuH$e d 14 MM,
OTKayHBaJiach (pOpPBaKYyMHHM HacocoM IpH
3aMOpOXKEHHOH XKHAKHM a30ToM npobe I'PA u
3aTeM COeJHHSJach KPaHOM 2 ¢ J03HPYIOLLHM
BEHTHJIEM.

Pesyabratsl H HX 06CyKaeHHE

[TonmuTKH NpPOBECTH Macc-CrneKTPOMeTpHUe-
CKHH aHaJu3 NMyTeM Hamycka B HCTOYHHK Na-
pos pactBopa I'®A B meppTOpoKTaHe K yche-
Xy He npuBesau. M3-3a MaJsioft KOHUEHTpalUHH
I'®A noas ero B mapax 6uia HeGOJLLIOIN.
DTUM OODBACHSIETCS HaJOXKeHHe GJIH3JIeXaluX
nukoB ['®PA Ha nHKH GOJIBIUIHX HHTEHCHBHO-
cTel, NpHHAAJIEXKALIHX Macc-ClieKTpy nepdTop-
OKTaHa, YTO CKa3aJoCb Ha TOYHOCTH pe3yJib-
tatoB. [Ipo6GseMa BhAeNeHHS CTOJb MaJbX
kosmuects [PA u3 pactsopa OHuIa peleHa
ciaeayomuM o6pasoM. M3-3a Haanyus B MO-
JekyjJe '®A aByX 3/€KTPOAKLENTOPHBIX TPH-
(GTOPMETH/IBHBIX TPYNN HAa LEHTPAJbHOM aTo-
Me yriepoja co3faercsi ACHHUHT 3JEKTPOHHOH
IJIOTHOCTH, C 4€M CBfi3aHa CNOCOGHOCTH 3TOro
coeauHeHHss 06pa3oBHBaTh C (GTOpHAAMH Ka-
JIMSl M Le3Hs1 yCTOH4YHMBBHIE NPH KOMHAaTHOH TeM-
nepatype aaaykto [2]. B paGote ucnonb3oBa-
Ju (HTOPHA Kajus, OCYWIEHHHH MOJ BaKyyMOM
npu temmepatype 100°. Buinenenne T'OA u3
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pacTBopa MPOBOJHJIH B CHCTEME, H300pakeH-
HOM Ha puc. 2. Amnyay I nocie doTosnnsa ot-

daryym
5

§ i~

[N

P O

Puc. 2. CucreMa JaAsi BHeJIeHHSA
r

! — aMmnysa ¢ pacTBopoM Tnocae ¢oro-
Nu3a; 2— aMmnysa CcoO CJloeM TOPHCTOro
dTopuna Kaaus; 3 — amnyaa Kaau6po-
BaHHOro ob6beMa Anst aHanausza I'PA Ha
Macc-CnekTpoMeTpe; 4 H 5 — BaKkyyMHble
CTeKJsIHHbIe KpaHbl; 6 — HOpMaJbHhie
wandbl, aAuaMerp 14 MM.

KauHBaJH NPH 3aMOPO3Ke pacTBOpPa KHIAKHM
asotom 10 gasneHus 103 [1a. 3arem cHcrema
oTCeKaslacb OT BaKyyMHOTO Hacoca, pacTBOp
pa3MOpaXKHBAJICA H NEPEKOHJEHCHPOBAJICA NOJA
BaKyyMOM B aMnyJay 2 uepe3 NOPHCTHI CJOH
dTopuaa Kajausi. 3aTeM aMmnyJsa 2 pa3sMoOpakH-
BaJacb W NepTOPOKTAH NepeKOHAeHCHPOBanCs
onsth B amnyay 1. [Tocsie noJiHOro ucnapeHHs
neppTOpOKTaHa H3 aMnyJn 2 KpaH 4 nepeBo-
IUJCS B TNOJIOXKEHHe, NMPH KOTOpOM coobina-
auch amnyan 2 u 3. Amnyaa 2 u coaepxa-
iuiics B Hell MOPHCTHA cJoi ¢TOpHAA KaJHsA
¢ aacop6uposannbiM F®DA HarpeBasuch B Te-
yenue dYaca o 150—160°. Buaensiomuiics
rekcapTopaleToH KOHAEHCHPOBAJICA B aMmmy-
qge 3. Anamus I'®A npoBoamacs B ammyae 3,
KOTOpasi BMecTe C KpaHOM 4 NPHCOeIHHSJach
Ha wWinde K CHCTeMe TrasoHamycKa Macc-
CNEeKTpoMeTpa.

CHayasa GHJI NOJIyYeH MOJHBII MacC-CeKTp
DA B uHTEpBajle MOJEKYJAPHBIX Macc 60—
167, ocHOBHBIe €ro NMHKH NpHBeAeHH B TabJHu-
ue. Ilpn 3Heprum uoHH3aUHH oKoJo 70 3B
6Bl MOJyYeHbl COOTHOIUIEHHS HHTEHCHBHOCTEHR
MHKOB, XOPOLIO COTJIACYIOIHeCss C JIHTepaTyp-
HbIMH gaHubiMa [3]. TlpHHaaseXHOCTL KaXao0-
ro M3 nMHKoB Macc-cnekTpy I'®A 6nuta npose-
peHa NO OTHOLIEHHI0O HHTEHCHBHOCTEH NHKOB
¢bparMeHToB, comepxauux uzorons 2C u 13C.
[ToslyyeHHble OTHOLUEHHS OTBEYalOT NPHPOIHO-
MYy COJepXaHHIO H30TONMOB yrjepola H yKa-
3bIBAIOT Ha KOJIMYECTBO aTOMOB yrjepoja B
JaHHOM ¢parMenTte, Bce jaasbHeliline KosmHue-
CTBEHHble H3MepeHHs1 BO H30exaHHe OWHGOK
TIPOBOIHJHCH O XapaKTepHHIM TOJbLKO ISl
roA NHKaM macc: 97 (CF;CO+),
147 (CF,COCFY), 166 (CF:COCF%. Ias
KaJau6pOBKH  pe3yJbTaTOB  KOJHYECTBEHHBIX

MacC-CneKTPOMETPHUECKUX Hsmepeunﬁ 3ajaBa-
JIH pas3/HyHble 3HAUCHHA  JNABJCHHA YHCTOrO



XapakTtepHbie NHKH macc-cnekTpa T'PA

COOTHOWEHHe HHTEHCHB-

Macca HOHA ¢ HHTeHCHBHOCTb, | MHTEHCHBHOCTb, | HOCTeli MMKOB OJHHAKO-
Hox H30TONOM 1:C noJiyueHHas B o JIHTep. RaH- BbiX ()parMeHTOB € pas-
patbote, % woM [3], % JAHYHBIMH H30TONAMH
yraepoaa, %
CFf 69 100 100 100:1,105
CF4CO+ 97 53 58 100:2,2
CF,COCF} 147 15,3 19 100:3,3
CF,COCF} 166 4,5 4,9 100:3,3

I'®dA B amnyJe u3sectHoro obbema, Ilpu aTom
HPOMYCKHOH 3a30p AO03MPYIOIIEro BeHTHJS Gbla
CTPOro noctosiHHbiM. JloOaB/ieHHe B aMnyJay c
yactoiM [PA nepdpTopokTaHa B KOJIHYECTBE,
CPaBHHMOM C KOJIHYECTBOM €ro B mpobe mocJe
OUYHCTKH, He NPHBOJAHJO K 3aMeTHBIM H3MeHe-
HHSM B HHTEHCHBHOCTH NHKOB Macc-CMeKTpa
[®A. [Ins BHeceHHS NMONPaBKH HAa HecTaOHJb-
HOCTb HACTPOMKH MacC-CIeKTPOMEeTpPa HCMoJb-

30BaJH KCeHOH. C 3TOH LeJbIo mepej KaIbM
anasansom T'®A  onpexeissii  HHTEHCHBHOCTb
NIHK2 KCEHOHa MPH TeX JKe HOHU3HpYoIleM H
GOKyCHpYIOLEM HanpsiKEeHHAX M 3a30pe HO3H-

PYIOIIETO BEHTHJA Macc-CNeKTPOMETpa, YTo H
npH npeawbiayuieM aHasausde. CpelHee Pacxox-
[leHHe pe3yJabTaTOB NPH BHECEHHH MONPABKH He
npesbilwano 5 %.

3akaoueHne

PaspaboTtanHass MeTOAHKAa MaccC-CNEKTPOMET-
PHUYECKOTo aHaJjiM3a rekcadTopaleToHa NO3BO-
JsieT OMpeAesqHTb ero cojepxaHHe B pa3bas-
JIEHHBIX pacTBopax nepgropyraeposoB. Meroxn
BbiaeqeHiss DA naeT BO3MOXHOCTb NMPOH3BO-
JUHTb OYHCTKY €ro H OT MPOAYKTOB (OTOJH-
3a — nepdTOp3TaHa M OKCHAA yrJjepoja.
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Crarosa nocrynusra 10 nosbps 1982 a.

SUMMARY

Methods of MC-analysis of hexafluoroacetone dissolved in inactive carboperfluorines,
in perfiuooctane were elaborated. Hexafluoacetone was obtained by its chemosorption on
anhydrous potassium fluorid during recondensation of the solution. Filling device of
mass-spectrometer MI-1201 for hexafluoroacetone analysis is made of glass. Under quanti-
tative analysis the everage difference in results was 5 per cent.
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