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BnepBsble c ncnonb3oBaHMemM MeTO4a XpOMaTo-Macc-CneKTPOMETPUM NCCreA0BaH MOMNEKYNSPHbINA
COCTaB npumecei B ceneHe ocobom UNCTOTbl. KOHLIEHTPAT HUXEKUMSLLMX MO OTHOLLIEHWIO K CEneHy npu-
Mecew Bbln NonyYeH Npu ero BakyyMHOM Auctunnsaumn. Nprmecn KOHAEHCUPOBanu U NepemMopakmBarnm
13 napoBou ¢a3sbl 3a 30HOM NOMHOW KOHAEHCaUMM NapoB ceneHa. AHanu3 nonyYeHHbIX Npob npoBoannu
C UCMnonb3oBaHWeM XxpoMaTo-macc-cnektpomeTpa Agilent 6890/5973N. Vix BBoA B aHANUTUYECKMIA Npubop
OCYLLLECTBNANM C MOMOLLbK BaKyyMHOWN cucTembl. [na pasgeneHus npumeceit MCNonb3oBanu Kanunnsp-
Hble agcopbumoHHble kKonoHkn GS-GasPro 60 m x 0.32 mm ¢ copbeHTOM MOAMMDULMPOBAHHBIM CUIUKa-
rernem un c copbeHtom nonutpumeTuncununnponmHom (MTMCI) 25 m x 0.26 mm, df = 0.25 mkm, nossons-
toLLMe pa3fensiTh BELLeCTBa Kak C HU3KUMU, TaK U C IOCTaTOYHO BbICOKMMU TemnepaTypamu kunenust. Mx
COBMECTHOE NMPUMEHEHNE NO3BONNIIO ONPeaEensTb B ceneHe bonee WMPOoKUn Kpyr npumecen. WoeHTtu-
dhmKaLumio NpMMecen BbINOMHANM N0 X Macc-cnekTpam. Ecnv macc-cnekTpbl onpeaensieMblX BELLECTB He
COOTBETCTBOBANN HY OAHOMY U3 BUONMOTEYHBIX, TO UX MAEHTUdMKALMIO NPOBOANIN BOCCTAaHOBMNEHNEM
cocTaBa Mo pparMeHTHbIM MoHaM. TakuM 0b6pa3om Gbin pacumdpoBaH 1 ONMCaH He HanAEHHbIV B nMTepa-
TYPHBIX UICTOYHMKaX Macc-crnekTp npumecu COSe. B ceneHe naeHTMGULMPOBaHbI MPUMECH MOCTOSIHHBIX
rasos, Auokcuaa yrnepopa, yrnesopopogos C,—C., apomaTtnyeckmx yriesoaopoaos, kapboHuncynbgu-
[a, cepoyrrnepoaa, HeKOTOPbIX XJIOPNPOM3BOAHbIX YINEeBOA0POAOB, LinaHa, coeanHeHUI cenenHa, aunpos.

Knrouyeesie cnoea: ceneH ocobor YNCTOThbI, NPUMECKU, MacC-CNekTp, naeHTudmkauus, xpoma-
TO-MacC-CMEKTPOMETPUYECKUIA aHaNM3.
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The molecular composition of impurities in special purity selenium was studied for the first time using
the gas chromatography-mass spectrometry method. The concentrate of impurities with boiling points below
that of the selenium was obtained by its vacuum distillation. The impurities were condensed and frozen from
the vapor phase beyond the zone of the complete condensation of selenium vapors. The analysis of the
obtained samples was performed using an Agilent 6890 / 5973N gas chromatography-mass spectrometer
with a quadrupole mass analyzer. The samples’ input into the analytical device was carried out using a
vacuum system made of stainless steel tubes. For the separation of impurities, GS-GasPro 60 m x 0.32
mm capillary adsorption columns with a silica gel sorbent and a 25 m x 0.26 mm polytrimethylsilylpropine
(PTMSP) sorbent were used to separate the substances with low and quite high boiling temperatures. Their
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combined use made it possible to determine a wider range of impurities in selenium. The impurities were
identified by comparing the experimental mass spectra with the data from the NIST database. In the absence
of mass spectra of the detected substances in this library, their identification was carried out by restoring the
composition with the fragment ions. Thus, the mass spectrum of the COSe impurity, which was not found in
the literature, was decoded and described. In selenium, impurities of constant gases, carbon dioxide, 02 - 06
hydrocarbons, aromatic hydrocarbons, carbonyl sulphide, some chlorinated hydrocarbons, cyan, selenium

compounds, and ethers were identified.

Keywords: selenium of special purity, impurities, identification, gas chromatography-mass spectrometry,

capillary column.

BeepeHue

CeneH ¢ HU3KMM coaepXXaHMeM NpuMecen He-
obxoaum Ans nonyYyeHns nosynpoBOAHMKOBbLIX U OM-
Tuyecknx matepmanos [1-5]. icnonb3yembin 4nsg atnx
uenewn cerneH JOMKEeH UMETb BbICOKYHO CTEMEHb XUMU-
Yeckom 1 ha3oBoM YNCTOTLI. Ha cBOMCTBa NonyyYaeMblxX
13 Hero MaTepuarnos BAUSIOT NPUMECH MeTarnros, yrre-
poJ-, KUCNOPOA- U BOAOPOACOoAEPKaLLMX BELLECTB Ha
ypoBHe koHueHTpauwmi go 105107 % mac., npumecu
B oOpMe HaHOopa3MepHbIX reTepodasHblX BKIHOYEHUN
0o ypoeHsi 10%/cm?® [1]. B ceneHe ycTaHOBNEHO NPUCYT-
CTBME NPUMECEN B 3IEMEHTHOM hOpMe B BMAE Cene-
HUOO0B, OKCUAO0B, OKCUCENEHUAOB, CyNb(UAOB, Cyrb-
duTOB, B BMAE retepodasHbiX BKIIOYEHWI U B BUAE
mMonekynsipHeix dopm [1, 6-11]. HaumeHee ncenepo-
BaHHbIM SBMSIETCA COCTaB MOJSIEKYNSAPHbIX NPUMeEcen
B ceneHe. /13 nutepaTypbl 3BecTHa nuLwb ogHa pabo-
Ta [9], nocBsWeHHasa N3y4eHuto B ceneHe Taknx opm
npumecei. iMu 9BNATCS ANOKCUA Cepbl, CEpOBOJO-
poga, kapboHuncynbdua, asoT, kucnopod, 1,2-auxnopa-
TaH, yrnesogopoabl C,-C,. AKTyanbHbIM SBNSETCS pac-
LUMpeHMEe HOPMAaLUM O MONEKYNSIPHOM MPUMECHOM
coctaBe 0cob0 YMCTOro cernexa.

Wcnonb3oBaHne meToda XxpomaTo-Macc-Crnek-
TPOMETPUN MOXET MOBbLICUTb BO3MOXHOCTU €ro aHa-
nm3a. Tak, nCnonb3oBaHne 3TOro MeTo4a ANs aHanmsa
cepbl MO3BONUIIO CYLLECTBEHHO pacLUMpUTb MHPOPMa-
umio o ee npumecHom coctase [10-13].

Llensto nccnegosaHus aenanacb ngeHTuguka-
LSt MONEKyNSPHbLIX MPUMECEN B cenieHe 0coboi YncTo-
Tbl C UICNONb30BaHNEM MeToAa XpoMaTO-Macc-Crnek-
TpoMeTpuu.

3KCI19pI/I MeHTaJibHada 4acCTb

O6bekToM nccnenoBaHns 6bis1 0cob0 YNCTLIN ce-
NEeH, NONyYEeHHbIN NPY BLICOKOTEMMNEPATYPHOM OKMCTIEe-
HUM KNCINOPOOOM OTXO40B, 00pa3yoLLMXCst Npu U3ro-
TOBNeHuM onTudeckux anemeHToB n3 CVD —ceneHnaa
unHka [14]. CeneHung LmHka 6bin NonyYeH no peakumm
B3aMMOAENCTBUA NAPOB LiMHKa U ceneHoBogopoaa [15].

KOHLIEHTpaT HUXKEKMNALLMX NO OTHOLLEHWIO K Ce-
neHy npumecen 6bin nony4veH npu rnybokon ouncTke
ceneHa BakyyMHow guctunnaumen. Npumecun KoHOeH-
CcUpoBanu 1 nepemMopaxmsanu u3 napoBon asbl 3a
30HOW NOMHOW KOHAEHCAaLMW NapoB cerieHa B aMmny-
ny n3 monnbaeHosoro ctekna [13]. Macca ncxogHom
napTumn cenexa, n3 KOTopow ObINK BblAeNeHbI Npume-
cu, coctaBnsana go 4 kr. 3to cnocobcTBOBaNo nony-

YEeHMH0 BONbLUMX KOHLEHTPAaLUA MPUMECEN U NOBbILE-
HUKO HAOEXHOCTUN UX nAeHTUdMKaLMK.

AHann3 obpasLoB BhINOMHSAMM C UCMONb30Ba-
HMEeM XxpomaTo-Macc-cnektTpometpa Agilent 6890/
MSD 5973N. Mpoby 13 cTeknssHHON amnyrbl BBO-
aunu B npmbop ¢ noMmoLbio paspaboTaHHOW HaMu
BaKyyMHoW cuctemsl [16]. [Ana BBoga npobbl B Npu-
B6op ncnonb3oBanu WeCcTUNOPTOBLIN KpaH—403aTop
Valco EH2C6WEZPH-CER5. O6bem npobbl, BBOAN-
MbI B KOFTOHKY, cocTaBnan 50 MKI, a ee AaBneHune —
0o 1 atm. [ins xpomatorpadnyeckoro pasgeneHus
npuMecei Ucnosnb3oBanu KanunnsapHyw agcopoum-
OHHY0 kKonoHky GS-GasPro 60 m x 0.32 mm ¢ copbeH-
TOM MOAUMULIMPOBAHHBIM cunukarenem (Mponssoau-
Tenb Agilent Technologies, Inc.) n konoHKy ¢ copbeHToM
MTMCI 25 m x 0.26 mm, d. = 0.25 Mkm, pa3paboTaH-
Hyto aBTopamu paboTbl [17]. [pn npoBegeHnn aHa-
nu3a c npumeHeHnem KonoHkn GS-GasPro Temne-
paTypa Havana aHanusa coctaBngana 30 °C. 3atem
yepes 8 MuHyT ee nosbiwanv 4o 100 °C co ckopocTbio
10 °C/muH. Bbigepxusanu npu aTon Temnepatype
5 MUHYT 1 ganee nosbiwanu Temnepatypy go 130 °C
co ckopocTbto 10 °C/muH. Mpu npoBefeHnn aHanmaa
¢ npumeHeHneM KonoHku ¢ NMTMCI1 HavyanbHas Tem-
nepatypa coctasnana 30 °C. Yepes 8 MuHyT ee no-
Bbiwanu co ckopocTtbio 10 °C/muH go 130 °C un BbI-
OepXuBanu aTy Temnepartypy 40 OKOHYaHUs aHanum3aa.

lazom-HocuTenem sasnsnca renun mapku 70. Ero
CpefHsst MMHenHas CKOPOCTb B KOJTOHKaX COCTaBIis-
na 0.3 m/c.

Macc-cnekTpbl NpMMecei nonyyanu B pexuMe
3NEKTPOHHOWN MOHM3aLMN. DHEPTUSA ANEKTPOHOB CO-
ctasnsana 70 aB. [lnana3oH ckaHMpoBaHUsA Macc Obin
12-350 a.e.m. [Npumecn naeHTUdMLUMpoBanu No nx
Macc-CrnekTpam CpaBHEHMEM C faHHbIMK 6a3bl NIST-
98, BXxoasLLen B COCTaB NporpaMmmMHoro obecneveHuns
XpOMaTO-Macc-CneKkTpomeTpa.

Pe3ynbTaTbl M nx 06CyXaeHue

Ha puc. 1 npuBegeHa nonyyeHHas ¢ UCMONb-
30BaHMeM konoHkn GS-GasPro xpomartorpamma 06-
pasua, coaepKallero CKOHLEHTPMPOBAHHbIE N3 Ce-
neHa npumMecu.

N3 Hee BUAOHO, YTO NpaKTUYECKM BCE NPUMECH
UMET [OCTaTOYHOE pa3fenenHve Ans ux onpeaene-
Hus. [py 9TOM OTCYTCTBYET HaNoXeHne X Macc-Crek-
TPOB, YTO YNPOLLAET U NOBbLILLIAET HAAEXKHOCTb MAEH-
TUUKaLMKN 3TUX BeLLECTB. VIcKkmnoveHneM saBnsaTCs
as3oT, aproH, KMcnopoa 1 okuch asota (nuk 1), umeto-
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Puc. 1. Xpomatorpamma KOHLEHTpPaTa NpUMECEWN, Bbl-
OEeneHHbIX U3 ceneHa. NonyyeHa ¢ nCnonbL30Ba-
HMeMm KonoHkn GS-GasPro 60 m x 0.32 mm. 1 —
N,, Ar, O,, NO; 2 - C,H,; 3 -N,0, CO,; 4 -C,H,;

Kak BMOHO, C MCNonb30BaHNEM 3TOW KONMOHKMK
MOXHO ONpefensaTb B ceneHe NOCTOsIHHbIE rasbl, Au-
okcup yrnepoga, yrnesogopoabl C,—C,, kapboHun-
cynbuna, HEKOTOPbIE XITOPNPON3BOAHBIE YIIIEBOLOPO-
[OB, LMaH, coeauHeHus cenexa. Mpu ngeHtndukaumumn
OonbLUMHCTBA 3TUX BELLECTB C nomoLlbio 6a3bl NIST
KO3 MUMEHTLI NOA0OUST UX IKCNIEPUMEHTANbHbIX U
OmnbnmoTeyHbIx Macc-cnekTpoB coctaBnanm 0.83—
0.98, uTo cBUOETENBLCTBYET O BHICOKON HALEXHOCTU
nx cootBeTcTBUSA. [Mpn NCNoNb3oBaHMN 4AHHOW KO-
FNIOHKM BpeMeHa yaepXUBaHUS yKkasaHHbIX Npumecei
He NpeBbIWAaT 32 MUHYT.

[Mpu onpegeneHny npumecen meHee NeTy4nx
BELLIeCTB BPEMS aHanm3a CyLeCTBEHHO YBENNYMBaET-
cs. B aToM cnyyae gns ux onpegeneHnsi npuMeHsnu
KonoHky ¢ MNMTMCI1. XpomaTorpamma npumecen, no-
niydeHHas ¢ ee MCnonb30BaHWEM, MPMBEAEHA Ha pUC.

5-C,H,; 6 - COS; 7 - C,H,; 8 -COSe; 9 - CEH: 2. I3 xpomaTorpammbl BUAHO, YTO BpEMS aHanmsa
10-i-C,H,;,; 11-n-CH,; 12-CH,Cl; 13-C,N,; 14-CS,; npo6 ¢ Mcnonb30BaHNEM AAHHOW KOJNTOHKM HE MpeBbI-

15 - C,H, (1-nponeH-2-meTun); 16 —-CSSe;
17 - C,H,Cl; 18 - CSe,.

Fig. 1. Chromatogram, obtained using column GS-Gas-
Pro 60 m x 0.32 mm, of the concentrate of impuri-
tiesisolated from selenium. 1 -N,, Ar, O,and NO, 2
-C,H,,3-N,0andCO,,4-CH,,5-C,H,, 6-COS,

waet 20 MMHYT. Takxe OTMEYEHO, YTO BCE 3MHUPYIo-
LLIMECS 13 Hee KUCNOPOACOAePKaLLME MPUMECU UMEIDT
aCMMMEeTPUYHbIE NUKN. OTO MOXHO BUAETb Ha NpuMe-
pe BbICOKOMHTEeHCMBHBIX nukos 6 (C,H,0), 16 (C,H,O)
18 (CH,),0, 23 (C,H,0). Takas nx dopma ans nonob-
HbIX KI1aCCOB BELLECTB TakXXe OTMe4deHa B paboTe [12]

2° 2
7-CyH,,8-COSe, 9-C.H;,10-i-C,H,,, 11-n-C,H,, 1 CBAI3aHa C pa3MblBaHIEM XPOMATOrpachiYecKnX 30H
12-CH,CI, 13 - CN,, 14 - CS,, 15— C,H  (1-pro-  1pveceii nomsipHbix coeanHeHIi, onmcsIBaeMbix Bbi-

pen-2-methyl), 16 -CSSe, 17 - C,H.CI, 18 - CSe,,

LLMe OMHaKOBblE BpEMEHaA yaepxkuBaHus. Vx onpe-
AerneHve nNpoBOaAUNM C UCMONb30BaHWEM Hanbornee
MHTEHCUBHBIX MOHOB B Macc-cnekTpax. B tabn. 1 npu-
BeAeHbl NPUMECH, YCTaHOBIIEHHbIE C UCMOMb30BaHW-
€M [aHHOW KOMOHKU, COOTBETCTBYHOLLME M BPEMEHA
YOEPKUBAHMS 1 MacCcoBble YMcna B Macc-cnekTpax,
MMerLLne HanborbLLee COOTHOLLIEHNE CUTHAN/LWYM
ANst onpeeneHns Nx B BbICOKOYYBCTBUTENIBHOM pe-
XMMe CeneKkTUBHOIO MOHHOMO AeTekTupoBaHus (SIM).

nyKrnown nsotepmon pacnpegenenus [18].

B 1abn. 2 npuBegeHbl MOEHTUHOULMPOBAHHbIE
NPUMECH, NX BpEMEHA YOEPXKMBAHUS B 3TOM KOMOHKE 1
MacCOBbl€ YMcra ¢ HaubOoMbLUMM COOTHOLLEHNEM CUT-
Han/wym. Kak cnegyet U3 NonyYeHHbIX AaHHbIX, Npu-
MeHeHue konoHku ¢ NTMCI no3sonseT cyLecTBeHHO
pacLIMpUTL BO3MOXHOCTM aHanusa ceneHa u gonos-
HUTENbHO oNpeaensaTb B HeM npuMmecu acmpos 1 6o-
nee TSXenbIX YrNeBOAOPOOOB.

W3 puc. 2 n Tabn. 2 BuaHo, 4to npumecu N, Ar,
0,,NOuCO,, N,O nmetot oguHakoBble BpeMeHa yaep-
XVBaHUS 1 He pa3genatoTcs. iaeHTudukaumio nx npo-

Tabnuuya 1

Mpumecu, naeHTndULMPOBaHHbIE MPU NCNOJIb30BaHUM KONOHKM GS-GasPro, nx BpemeHa yaep>XxXmBaHus 1 MacCOBbIE

yncna (m/z) ansa onpegenexms B SIM pexunme

Table 1
Impurities identified using the GS-GasPro column, their retention times and mass numbers (m/z) for determining in
SIM mode
Mpumeck | Bpemsa yaoepxuBaHus, MAHYT | m/z Mpumeck Bpewms ynepxuBaHus, MUHYT m/z
N, 3.84 28 COSe 14.50 108
o, 3.84 32 C,H, 15.53 4
Ar 3.84 40 i-C,H,, 16.75 43
NO 3.89 30 n-C,H,, 17.61 43
C,H, 5.56 27 CH,CI 17.73 50
N,O 5.74 44 C,N, 19.00 52
CO, 5.79 44 CS, 19.38 76
CH, 6.86 27 C H;1-nponex-2-metun 21.86 41
CH, 10.66 26 CSSe 25.31 124
COS 10.79 60 C,H.CI 26.97 64
C.H, 11.70 29 CSe, 31.87 172
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Puc. 2. Xpomatorpamma KOHUeHTpaTa NnpuMecei, Bbl-
DeneHHbIX 13 ceneHa. NonyyeHa ¢ MCNoNb30BaHU-
€M KONoHKM ¢ copbeHToM MTMCI 25 M X 0.26 MM,
d. = 0.25 MKkM. 1 — MOCTOAHHbIE rasbl, yrieso-
nopopbl rpynnel C, n COS, 2 - CH,CI, 3 - C,H,
4 - C,H,, 5-COSe, 6 - C,H,0 (auetansoernn),
7~ CZH402(MeTI/IJ'IdJOpMMaT), 8-(CH,),SiF,,9-C,H.CI,
10 - 13- C,H,, 11 - C,H, (1-nponeH-2-meTtun),
-i-C,H,,,13-C,H,0 (2-nponeHans), 14-C,H,0
(cbypaH), 15 -i-C, H,,, 16 - C,H,O (nponaHasb),
17 - CS,, 18 - (CH,),0 (aueToH), 19 — CSSe,
20- C,H,O (2-meTunnponaxasnb), 21 — n-C.H,,
22 - C,H,O (6ytanans), 23 - C,H,O (6yTaHoH),
24 - CSe 25-C.H_ 26 - CHCI 27 C,H,Se,

6 6’

28 - C6H12(LI,I/IKJ'IOFeKcaH) 29 - CSH1OO(3 MeTmn6y-
TaHanb), 30 - C,H,0, (MeTnoBbIi adpup meTakpu-

noBo kucnotsl), 31— C,H, (tonyon), 32— CH,CL.

Fig. 2. Chromatogram, obtained using a sorbent column
PTMSP 25 m x 0.26 mm, of the concentrate of im-
purities isolated from the selenium. d, = 0.25 um.
1 - permanent gases, hydrocarbons group C, and
CO0s, 2 - CH,CI, 3 - C,H,, 4 - C,H,, 5 - COSe,
6 - C,H,O (acetaldehyde), 7 - C,H,O, (methylfor-
miat), 8 - (CH,),SiF,,9 - C,H,CI, 10 - 1,3 - CH,,

1 - C,H, (1-propen-2-methyl), 12 - i- C4H1O,
13 - C,H,0 (2-propenal), 14 - C,H,O (furan),
15 - i-C Hm, 16 - C,H,O (propanal), 17 - CS,,
18 - (CH,),0 (acetone) 19 - CSSe, 20- C,H,O
(2-methylpropanal) -n-CH,22-CH O (bu-

tanal), 23-C,H O(butanone) 24-CSe,, 25 CHe
26 - C,H,Cl, 27 C,H,Se, 28 - C,H (cyclohex—

6 12
ane), 29 C,H,,0 (3- methylbutanal) 30 - C,H,0,
(methacrylic acid methyl ester), 31— C_H, (toluene),

32-C,H,Cl.

BOOWIM MO XapakTEPUCTUYECKM MaCCOBbIM YMCIIaM 1
C MCNOMb30BaHMEM BPEMEH yAEPKNBAHWS, NPUBEAEH-
HbIX B paboTe [12]. Mpumecn NoCTOAHHbIX ra3os, yrie-
Bofopoaos rpynnel C,, kap6oHuncynsduaa, xmop-
nponaHa aniupyrTCS 3a BpeMs, He NpeBbilaroLlee
211 MUHYT. BrM30oCTb BPEMEH UX yOepPXKMBaHUSA U1, B
HEKOTOpbIX Cry4Yasx, coBnageHne Hanbonee NHTEH-
CVIBHBIX MWKOB B MacC-CNeKTpax YCrNoXHAET onpeae-
neHune aTux BellecTs. [py MCNONb30BaHNM KONIOHKK
GS-GasPro pasHuua ux BpeMeH yaepXnuBaHust Mexay
coboi, 3a ncknioveHnem npumecen N,, Arn O,, 6onee
3Haummasi. [oaTomy ee npumeHeHne siBnsieTcs bonee
NpeanoYTUTENbHBIM ANA HAAEXHOro onpeaenexHns
3Tux BelecTs. [pn ncnonb3oBaHnn KonoHku ¢ MTM-

CIM npumecek C,N, He Gbina yctaHoBneHa B obpasuax.
B03MOXHOW NPUYMHOM 3TOro ABNSIETCA OTCYTCTBME
ee xpomarorpadmyeckoro pasgeneHus ¢ npumecs-
MU OPYTUX BELLECTB 1 HAaNOXeHMe UX Macc-CrneKTpoB.

Mpu naeHTUdMKaumMm 6onbLUMHCTBA NPUMECEN,
pasgensiemMbix B konoHke ¢ MTMCI (3a ncknioveHnem
MOCTOSIHHbIX ra3oB U yrnesoaopoaos C,), ux akcnepu-
MeHTarnbHble U BUBNMOTEYHbIE MacC-CNEKTPbI TaKxe
nmMenu Ko guumMeHTsl nogodusa ¢ GnubnnotTedHbIMm
©a3bI NIST 0.80-0.99. 3710 cOOTBETCTBOBAO BbICOKOW
CTeneHu HaaeXXHOCTU UX OEeHTUdUKaLMK.

Mpu noeHTUUKaumm npumecen ¢ ogNHaKo-
BbIMW MacC-CNeKTpamMu 1 BpEMEHaAMN yOEPKUBAHNS
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Tabnuua 2

MpumMecu, OeHTUPULMPOBaHHbLIE NPU UCMOJSIb30BaHUKM KONOHKM ¢ copbeHToM MTMCI, nx BpemeHa yaepXnBaHus n

MaccoBble Yncna (my/z) pns onpegeneHus B pexume SIM

Table 2
Impurities identified by using a PTMSP sorbent column, their retention times and mass numbers (m/z) for determining
in SIM mode
Bpewms ynepxu- Bpewms yaepxuBaHus,
Mpumecb m/z Mpumecb m/z
BaHWS, MUHYT MUHYT
28, 40,
N,, Ar, O,, NO 1.67 n-C,H,, 7.20 43
32,30
C,H.O
CO,,N,O 1.69 44 36 7.72 29
nponaHarnb
C,H, 1.72 26 Cs, 8.32 76
CH,).O
CH, 1.78 27 (CHy), 10.40 43
aueToH
C,H, 1.90 27 CSSe 12.51 124
C,H.O
COS 2.00 60 40 12.65 41
2-meTunnponaHans
CH,CI 21 50 n-C,H, 13.58 43
C,H.O
C,H, 2.28 4 48 13.69 43
GyTaHanb
C,HO
C,H, 2.54 29 48 14.65 43
OyTaHOH
COSe 2.57 108 CSe, 15.22 172
CH,0
z 2.83 29 C.H; 15.28 78
aueTanbgerng
CH,0O
z 472 3.59 31 C,H.CI 16.00 56
meTundgopmmat
(CH,),SiF, 4.22 81 C,H,Se 16.43 132
CH
C,H.CCI 4.40 64 6z 16.85 56
LMKIIorekcaH
CH. O
1,3-C,H, 4.80 39 5o 17.03 44
3-meTunbyTaHanb
CSHBOZ
C,H, 1-nponeH-2-meTun 5.44 4 MeTWUNoBbIV 3hup MeTa- 1714 4
KPWITOBOW KUCNOTbI
) C,H,
i-C,H,, 5.60 43 18.49 91
Tonyon
CH,0 6.622 C.H.CI
3 27 65 19.70 112
2-nponeHarnb xnopbeHson
C,H,0
4 6.78 39
dypaH

14.50 MuHyT B konoHke GS-GasPro n 2.57 MnHyT B
konoHke ¢ NMTMCIT, a Takxe 31.87 MUHYT B KONOHKE
GS-GasPro, 15.22 n 16.43 MyHYT B KOnoHkKe ¢ MTM-
CIl, koadhbumumneHTbl Nogobums aTMx BewecTB ¢ Ou-
6nuoteyHbiMu 6a3bl NIST, umenu H13Kue 3HaveHus,
He npesbiwatome 0.25. 3To cBuaeTen-cTBOBarno oo
OTCYTCTBUM MacC-CMeKTPOB 3TX BELLECTB B JAHHOW
Bepcumn GubnmnoTtekm.

Macc-cnekTpbl 3TUX NpUMece NpuBeaeHbl Ha
puc. 3 — puc. 5. Kak MOXXHO BUAETb U3 OaHHbIX PUCYH-
KOB, B HUX €CTb 0bOLUMI KNnacTep NMKOB C Maccamu 74,
76, 77,78, 80 n 82 a.e.M. U COOTHOLLEHNEM UHTEHCUB-

100

HOCTel, COBNaAaLLMM C OTHOCUMTENBHOW NPUPOAHON
pacnpocTpaHeHHOCTbIO M30TONOB cenera [19, 20]. 3T1o
CBMAETENbCTBYET O NPUCYTCTBUMN AAHHOTO 3fIEMEHTa
B MOJIEKYrax AaHHbIX NPUMECEN.

Bo Bcex crnekTpax BbICOKYH MHTEHCUMBHOCTb NMe-
Ny KnacTepbl MMKOB MOSEKYNSIPHbIX MOHOB C XapakTep-
HbIM 41191 CeMneHa U30TOMHbIM COOTHOLLEHNEM. OTO Mo-
3BOJINIO YCTAHOBUTb MOMEKYISPHbIE MAacChl BELLLECTB.

Macc-cnekTp npUMecu co BpEMEHEM yOEPXKM-
BaHus 14.50 muHyT B KOonoHke GS-GasPro n 2.57 mu-
HyT B KornoHke ¢ NTMCIT (puc. 3) umeeT YeTbipe kna-
cTepa nukoB ¢ makcumymamm 108, 92, 80 1 28 a.e.m. B



Ananutuka v koHTpone.  2019. T. 23. Ne 1.

nepBbIX TPEX U3 HUX HabngaeTcsa MAEHTUYHOE M30-
TOMHOE pacnpegeneHue, xapakTepHoe Ans ceneHa.
Knactep nukoB ¢ makcumymom 108 a.e.Mm., no-sngu-
MOMYy, NpeAcTaBnsieT MOMNeKynsapHbln MOH. OTHOLe-
HVe MHTEHCUBHOCTEN NMUKOB, COAepXKaLlnx Hambonee
TSKenble N30TOMbl CENEHa B Kractepe MOMEeKynsipHO-
ro nova c m/z =111 : 110 coctasnsiet 1.1 %. 3710 yka-
3bIBaeT Ha TO, YTO B COCTaB 3TOr0 BeLlecTBa BXOAnUT
1 atom yrnepoaa [19]. PasHuua B Mmaccax Monekynsip-
HbIX MoHOB (M*) n bparmeHTamu coctaBnseT 16, 28 n
80 a.e.m. PasHuua B 16 a.e.M. MOXeT ObITb 00yCnOB-
neHa oTwennexHnem ot M* atoma kucnopoga, unm mo-
nekynbl MmeTaHa. PasHuua B 28 a.e.M. MOXeT ObITb 06-
ycrosneHa oTwennexem gparmeHta CO, HoHe C,H,,
MOCKOJIbKY B COCTaB AaHHOW NMPUMeCH BXoauT 1 atom
yrnepoga. Takum obpasom, jaHHas NpMMechb ume-
eT coctaB COSe, n siBnsieTcsa kapboHMnceneHnaom.

M3 puc. 4 BugHo, 4TO B Macc-crnekTpe npumMmecu
CO BpemeHeM yaepxuaHusa 31.87 MUHYT B KONOHKe
GS-GasPro u 15.22 muHyT B konoHke ¢ NTMCI npu-
CYTCTBYIOT YeTbIpe rpynmnbl NMKoB. HanbornbLuyto nH-
TEHCMBHOCTb B HUX UMET MoHbI ¢ m/z 80, 92 n 172.
MocnepaHtoto rpynny, No-BuaumMomy, obpasyet mone-
KynsipHbI MOH. PasHuua mexay rpynnamm cocTaBrns-
eT 80 1 92 a.e.m., YTO COOTBETCTBYET NoTEpPE aToma
ceneHa u yactuupl CSe. CnegoBaTtenbHO, Morekyna
aToro BellecTsa umeet coctas CSe, v aBnseTca cene-
Hoyrnepogom. [onck macc-crnekTpa 3Toro BeLlecTsa B
AaHHbIx 6a3bl NIST, npeacTaBneHHbIx Ha caTe [21] n
CpaBHEHMWE ero C Noy4YeHHbIM HaMK, MO3BONNIO NofA-
TBEPOUTb NPaBUMbHOCTb MOEHTUUKaLUN.

M3 puc. 5 BugHo, 4To B Macc-cnekTpe npuMmecu
CO BpeMeHeM yaepxusaHusa 16.43 MUHYT B KONTOHKE C
MTMCI1 npucyTcTBYET KNnacTep NUKoB ¢ m/z 74, 76, 77,
78, 80 n 82 B COOTHOLLEHMM, XapakTepPHOM ANSA aTo-
Ma cerneHa. Knactep nukoB ¢ Makcumymom 132 a.e.Mm.,
no-BMAMMOMY, NPeACcTaBnseT cobon MONEKyNApHbIN
WoH. PasHuua mexay atoMoM cerneHa u Monekynsp-
HbIM MIOHOM COCTaBnseT 52 a.e.M., YTO COOTBETCTBYET
notepe yactuubl C,H,. Takum obpasom, 6pyTTO-chop-
Myrioi AaHHou npumeck moxeT 6biTb C,H,Se. Monck
Macc-cnekTpa 3Toro BelecTBa B AaHHbIX 6a3bl NIST,
npeacTaBreHHbIX Ha canTe [21] u cpaBHEHME ero ¢ no-
NyYeHHbIM HaMu, NO3BONMITO NOATBEPAUTL €r0 CTPYK-
Typy. Im aBnsaetca ceneHoer C,H,Se.

Takmm 06pa3om, 13 NoNyYeHHbIX AaHHbIX Creayer,
YTO B MCCreayemMoM ceneHe naeHTumLmpoBaHsl npu-
MeCW NOCTOSHHBIX ra30B, NpeAernbHbIX, HenpeaenbHbIX,
apomaTtudeckux yrnesogoponos C,-C,, xropnpounsso-
OHbIX YINEeBOAOPOAOB, 3UNPOB, COEANHEHUIN CEPbI U
ceneHa, unaHa, aumetungudtopcunaxa. ObLiee ync-
N0 yCTaHOBIIEHHbIX MPUMECEN COCTaBuIo 42.

B ceneHe, npefHazHa4YeHHOM ANS CUHTE3a Xanb-
KOreHWOHbIX CTEKON A1151 BOMIOKOHHOW ONTWKK, 6onb-
o€ BIMSIHWE Ha OMTMYEeCKne CBOWCTBA 3TUX MaTe-
pvianoB oKa3blBaloT NPUMECH Kucrnopoaa, yrinepoga
1 BOOOpOAa, KOTopble MOryT NpMCyTCTBOBAThL B BUAE
pa3nuyHblx popM 1 coegmHeHun [1]. MNonyvyeHHas uH-
cdhopMaumsi 0 NPUCYTCTBUM ITUX ANIEMEHTOB B CENEHE

B BUAe LUMPOKOro Ha6opa MOJEKYIAPHbIX coeaVHEHUN
MOXeT crnocobcTBOBaTbL ONTUMMU3ALNMN METOO0B rmy-
©OOKOW OYMCTKM M NMOBLILLIEHWUIO CTEMNEHW Er0 YNCTOTbI.

3akniovyeHune

BrnepBble ¢ ncnonb3oBaHNeM MeToAa Xpoma-
TO-Macc-CNeKTPOMEeTPUN B coMeTaHumn ¢ agcopbum-
OHHbIMU KanunAsipHbiMK korioHkamu GS-GasPro ¢
copbeHTOM, MOANULNPOBAHHBIM CUITUKArenem, n ¢
MTMCIT npoBegeHo nuccnegoBaHme NPUMECHOTO CO-
cTaBa 0cob0 YNCTOro cerneHa, Nosy4eHHOro npu ne-
pepaboTke 0Tx0A0B, 06pa3yroLNXCS NPpU N3roToB-
NEHNN ONTUYECKNX STIEMEHTOB M3 ceneHnaa LuHka.
MpobonoarotoBka 06pa3LOB BLINOMIHEHA C NPUMe-
HEHMEM KOHLEHTPUPOBaHUSA NpUmecen MeTogom Ba-
KYYMHOW OUCTUNNSALMM NapTUmM ceneHa maccon ao 4
Kr. OTO MO3BONUIIO YCTAHOBUTbL B HEM LLMPOKMI Habop
nprvMecen NOCTOsIHHbLIX ra3oB, YreBo4opPoaoB, coe-
OVHEeHWI cepbl 1 ceneHa. Mx obuee uncno coctaeu-
no 42. OnpegeneHbl X BpEMEHa YAEPKUBaHUS B KO-
noxkax GS-GasPro 60 m x 0.32 mm 1 ¢ [MTTMCI1 25 m
x 0.26 mm, d. = 0.25 MKM. BniepBble nony4eH 1 onmcaH
macc-cnektp npumecu COSe.
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