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MeToanyeckue acnekTbl
XpOMaTO-Macc-CNeKTPOMEeTPMUYECKOro aHanumsa
3achMpHOro Macna nMxTbl CUONPCKON
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XOIbIKNHA B.B.3, WUsanosa H.B.”

'Hayuno-ananumuuecruii yenmp uccnedo8anus XumMuuecko2o cocmasa u CmpyKmypbl y2iepooucmuix ee-
wecms (KemKII ®UL] YYX CO PAH), Kemeposo
’@I'BOY BO Kemeposckuii 2ocydapcmeennbiii ynusepcumem, Kemepogo
000 HIIO «Anexceescroey, Anexceesra

Ioctynuna B pegaxmuro 24.10.2017 r.

B pabote Ha mpumepe 3hUPHOTO Macia MHXTHl CHOUPCKON 00CYKIAr0TCsA OCOOCHHOCTH UACHTU(H-
Kalliil W OTIPEIEeNICHUS KOJMYECTBEHHOTO COMCPKAHUS COSAMHEHHWHA B CIIOKHOW CMECH OpPTaHUYECKUX Be-
MIECTB MPUPOIHOTO TPOUCXOXKICHUS METOJOM Ta30KHIKOCTHOW Xpomarorpaduu M Macc-CIeKTPOMETPUH
(TKX-MCJl). OnpeneneHbl ycioBHs IHONYyYeHHS XpOMATOTrpaduueckoro mpoduis penpe3eHTaTUBHBIX H
XapakTepHbIX KoMIoHeHTOB 3¢upHoro macia mo 'OCT ISO 10869-2015 ¢ ucrnonbp3oBaHreM KamWUISPHON
kononku HP-5ms. [TokazaHo BiusiHME HAa4YalbHOW TEMIEpaTypbl XpOMaTOrpagpuyeckoro aHaiu3a Ha CTereHb
NepeKpbIBaHMsl XpOMaTorpa(uuecKix MUKOB JIMMOHEHA U B-denianapeHa npu COBMECTHOM IPUCYTCTBHUH B
3(UPHOM Maclie MUXTHI.

KawueBble ciaoBa: xpomartorpadusi, Macc-CIICKTPOMETPHs, TEPIICHbI, JIUMOHEH, B-(eraHapeH,
3(HUpHOE MACIIO IIMXTHI CHOMPCKOH.

Methodological aspects: Gas Chromatographic-Mass
Spectrometric Analysis of Essential Oil of Siberian fir

Sotnikova L.V.!, Sozinov S.A.'?, Goryunova P.V.!,
Khodykina V.V.?, Ivanova N.V 2

!Scientific analytical center for the study of the chemical composition and structure of carbonaceous sub-
stances (AC FRC CCC SB RAS), Kemerovo
’Kemerovo State University, Kemerovo
LLC Scientific and Production Institution «Alekseevskoey, Alekseevika

The article is devoted to the compounds identification problem for complex mixtures of organic sub-
stances of natural origin by the example of Siberian fir essential oil. Natural essential oil components by us-
ing the gas-liquid chromatography on a non-polar phase capillary column HP-5ms was experimentally sepa-
rated within the various temperature-programming modes. Chromatograms reported by the total ion current
were used for identification of component peaks by mass spectrometry in the ChemStation program with the
NIST11 mass spectrometer library. The result of the work are the conditions for the chromatographic separa-
tion of components of Siberian fir essential oil, which allow to detect all representative and characteristic
components of a mixture of terpene compounds specified in GOST ISO 10869-2015. Examples of mass
spectra of limonene and B-fellandrene show the possibilities and features of chromatography-mass spectro-
metry as an identification method for compounds of similar structure in the case of overlapping chromato-
graphic peaks. Here is described an example of a mass spectrum of a high-similarity library sylvestrean mass
spectrum, which is, however, the result of the addition of mass-spectrum lines of a pair of components (limo-
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nene, B-fellandrene). The effect of the initial chromatographic temperature (temperature range from 50 ° C to
120 ° C) on the degree of separation of the investigated components pair was researched. It is shown that
under experimental conditions, with an increase in the initial temperature up to 85 ° C, the sufficient separa-
tion of components is achieved in order to correctly identify the corresponding peaks in the automatic inte-
gration mode of the chromatogram with a quantitative evaluation of their content in the sample. An increase
in the initial temperature above 90 ° C leads to a deterioration in the quality of the chromatogram. By the the
result of the current paperwork, the conditions of carrying out of chromatography-mass-spectrometric analy-
sis were selected, which allowed to reliably identify 13 characteristic components of a mixture of Terpenes of
Siberian fir essential oil.

Keywords: chromatography, mass-spectrometry, terpenes, limonene, B-phellandrene, Siberian fir
essential oil.

BBepeHue

XpomaTo-mMacc-CreKTpOMETPUS SBISIETCS METOAOM BhIOOpa B aHAJIHM3€ KAaueCTBEH-
HOT'O U KOJIMYECTBEHHOI'O COCTaBa CIIOKHBIX CMECEH MPUPOJHBIX OPraHMYECKUX COeIUHE-
Huil [1]. B nocneanee BpemMs K NPUOPUTETHBIM 3aJadyaM XpOMAaTO-MacC-CIIEKTPOMETPUH
OTHOCHUTCSI aHAJUTHYECKUN KOHTPOJIb KauecTBa MPOAYKTOB MUTAHMS, OMOJOTUYECKH aK-
TUBHBIX CPEJICTB U OOBEKTOB OKpYy»XKaromei cpeabl [2]. OTcyTcTBHE CTaHIApTHBIX 00pa3-
OB 1 OOJIBIIMHCTBA KOMIIOHEHTOB CIIOKHBIX CMECeW MPUPOJHOTO MPOUCXOXKICHUS, Ha-
npumep, 3GUPHBIX Maces JepeBbeB XBOMHBIX MOPOJ, IPUBOAUT K HEOOXOAMMOCTH paspa-
OOTKH HOBBIX METOIMK XPOMAaTO-MacC-CIEKTPOMETpHUECKOro ompenencHus [3]. Anamus
paboT, MOCBSIIEHHBIX HCCIEIOBAHUIO COCTaBa d(UPHBIX Maces pacteHuil [3-7] mokasadn,
YTO CYIIECTBYET psifl Mpo0seM B HICHTU(DUKALUN OTIEIbHBIX KOMIIOHEHTOB, OTHOCSIIINXCS
K Kiaccy TepreHoB. Tak B pabotax [3,5] B cocTaBe Macen COCHBI M MMUXTHI HE UACHTU(H-
[IMPOBaH JUMOHEH, TOTJa KaK B UCTOYHHMKAX [4,6] comepkutcss MHGOpMALHs O HATHIUHA
ATOTO COEIMHEHUS B aHATIOTMYHBIX Maciax. B pabote [4] B cocTaBe Maciia COCHBI HE HJICH-
tudunupoBan B-demranapen. B [7] mapa numoHeH - B-derutaHapeH mpeacTaBiieHa, Kak
IIPUMEpP JIByX KOMIIOHEHTOB, KOTOPbIE UMEIOT Maj0 pa3nyarolinecs UHAEKCHl yAepKUBa-
HUS U KOTOpbIE MOBCEMECTHO COMYTCTBYIOT OJMH JIPYTOMY B CMECSX TeprneHouaoB. [Ipu
3TOM Ha XpoMaTorpammax, MOJy4eHHBIX ¢ UCTOoIb30BaHueM (a3 tTuma HP-5 nuku nanHbix
COCIIMHEHUI TICPEKPBIBAIOTCS, JIaBasl CIWHCTBEHHBIA MUK HEWCKa)XKeHHOU ¢GopMmel [7]. B
CBSI3M C 9TUM Obllla MOCTaBJICHA 3a7aua pa3paboTaTh METOINYECKUE MOAXObI I HAIEK-
HOU MICHTU(UKAIINH KOMIIOHEHTOB 3()MPHOTO Maclia MAXThl CHOMPCKOM COTJIaCHO HOpMa-
TUBHOW JOKyMEHTaluu [6].

Hacrosimas pabota mocsimeHa 0COOCHHOCTSIM HICHTU(UKAITUN ¥ KOJTMYECTBEHHO-
ro OIpeAeNeHHs] TEPIEHOBBIX COSAMHEHUN MPUPOTHOTO IPUPHOTO Macjia MUXTHI CUOHUP-
CKOH C UCITOJIb30BAHUEM METO]1a XpOMAaTO-MacC-CIIEKTPOMETPHH.

AKCNepuMeHT

AHanu3y METOJOM XpOMAaTO-MacC-CIEKTPOMETPUM MOJBEpraiun o0paslbl, coaep-
JKalllue TEepIeHOBbIE COeNMHEHMs 3(UPHOro Macia NUXThl cuOupckoi. /g anamuza 50
MK 3¢pupHOTro Macna cmemuBaiy ¢ 1000 MK 3THIIOBOTO CITUPTA, TIEPEMEIINBAIIN B BAAJIE
U ToMemanu B aBTocamiuiep xpomarorpada Agilent 6890N, coBmelieHHOro ¢ Macc-
cenektuBHBIM JetekTopoM (MCJI) Agilent 5973 inert. Kamwinsapras xomonka HP-5ms
uinHHOM 30 M ¢ BHYTpeHHUM aAuameTpoMm 0.25 MM, TOIIIMHOMN IJIEHKH HEMOABHXHOH (a-
361 5%-nmuennn-95%-nmumetmwicuinokcana 0.25 MKM. YCIIOBUS TPOBEACHHUS H3MEPEHUH:
Temneparypa wucnapurens xpomatorpada - 250°C; ckopocTh ra3a-HOCHUTENS TelHs
1 cM’/MuH, peXHM BBOJA C JCNCHHEM IOTOKA, KO3hHUIMEHT nenenus motoka - 100:1,
00BbEeM aTMKBOTHI 71 aHanu3a 0.2 MKII, IporpaMMHUpyeMOe MOBBILLICHUE TeMIepaTypbl KO-
JIOHKH TPOBOJWIIM B JBYX peknMax. Pexxum 1: moseieHue temmnepatypsl oT 50°C ¢ BbI-
nepxkoit 3 MuH 110 290°C co ckopocTbio 5°C/MuH. Pexxum 2: moBbIILIEHHE TEMIIEPaTyphbl OT
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80°C ¢ Beiaepxkkoi 3 muH 10 150°C co ckopocthio 7°C/Mun, ot 150°C 1o 260°C co ckopo-
ctpio 9°C/muH. Pexum paboThl Macc-CIIEKTpOMETpa: MOHHU3AIMS DJIEKTPOHHBIM YIapoM
npu 70 3B, Temneparypa uctounrka noHoB 230°C, temneparypa kBaapymnois 150°C. Cur-
HaJl JIETEKTOpa 3alMChIBAIIM B PEKUME PETUCTPAIlH MTOJIHOTO MOHHOTO Toka. Mnentudu-
Kalysi KOMIIOHEHTHOTO cOcTaBa MpoObl 00pa3iia OCyIeCTBIsUIACh 10 MacC-CIEKTPaM ¢ UC-
nojbp3oBaHueM Oubnmorekn crnekTpoB NIST11. Pacdyer OTHOCHTENBHOTO COJEPKAHMA
KOMITIOHEHTOB NPOBOJMIM METOJOM BHYTPEHHEH HOpMallM3alluy, ¢ MCIOJIb30BaHUEM IIPO-
rpammHoro obecriedenus ChemStation.

O6cyxaeHue pe3ynbTaToB

Xpomatorpaduyeckuii mpouiib 3GUPHOTO Macia MUXTH CHOMPCKOW, BKIIOYAIO-
M pernpe3eHTaTUBHBIE U XapaKTepHble KOMIOHEHTHI, perinamentupoad ['OCT [6]. Co-
TJIACHO ATOMY MEXKTOCYAapCTBEHHOMY CTaHIApTy, B MpodOe 3(UPHOro Maciia MUXTHI CH-
OMPCKOM CIEIyeT ONpeneNiaTh coluepanue 13 OCHOBHBIX KOMIIOHEHTOB, OTHOCSIIUXCS K
KJIacCy TepHEHOBBIX coeanHeHui. [103ToMy, HECMOTpPS Ha TO, YTO METOJ XPOMAaTO-Macc-
CIIEKTPOMETPHUHU TI03BOJISIET OMPEACTHUTH OOJIbIIEe KOIUYECTBO KOMIIOHEHTOB I(HPHOTO
Macia [5], Mbl OTpaHHYMIN CIIMCOK MCCIEAYEMbIX BEIIECTB KOMIOHEHTAMH, MTPHUBEAEHHbI-
MU B Tabmuie 1.

Tabmuma 1. Xpomarorpadpuueckuii TpoQuiib Perpe3eHTaTHBHBIX U XapaKTEPHBIX KOMIIO-
HEeHTOB 3¢upHoro macaa nuxtel cubupckoit 'OCT ISO 10869-2015.

Copneprxanue
Ne KomMmnonent min, % max. %
1 Canten 1.5 3.5
2 TpunukiexH 1.5 3.5
3 o-Ilunen 10.0 22.0
4 Kamden 15.0 26.0
5 B-IlnaeH 1.0 3.5
6 3-Kapen 9.0 15.0
7 JIumoHeH 4.0 10.0
8 B-Pennanapen 1.5 5.0
9 bopHunanerar 20.0 35.0
10 B-Kapuodumien 0.5 2.0
11 W3000pHHUnaneTar - 0.1
12 Bopueon 1.0 3.0
13 a-I'ymynen 0.3 0.9

Xpomarorpamma, MojiyueHHas B YCJIOBUSAX MPOTrPAMMHUPYEMOIO IMOBBIIICHUS TEM-
neparypbl B pexume | U coxeprkaiasi MUKU OCHOBHBIX TEPIIEHOBBIX COEAMHEHUN Macia
IUXThl CHOMPCKON MpeaCTaBiIeHa Ha pucyHKe 1. Pe3ynbTaThl pacuera OTHOCUTEIBHOTO CO-
JIep’KaHUSI KOMIIOHEHTOB U MX MJIEHTU(PUKALUU B aBTOMATUYECKOM PEKUME UHTErpPUPOBa-
HUSI C PACIO3HABAHUEM IO OMOIMOTEKE Macc-CIIEKTPOB MpeAcTaBieHbl B Tabnuie 2. [Tuk
CUMTAJICS UACHTU(DULIHMPOBAHHBIM, €CIIM CTENEHb MOJ00MS Macc-CIEKTpa KOMIIOHEHTa C
OMOIMOTEYHBIM MaCC-CIIEKTPOM coenHeHus Boime 90%.

W3 pucynka 1 BUIHO, 4TO MUKU OCHOBHBIX KOMIIOHEHTOB MPOObI HA XpOMaTOrpaM-
Me XOpoIlo paspemieHsl. M3 cpaBHeHus JaHHBIX Tabaun 1 U 2, MOXXHO BUAETH, YTO MPOOHI
3(HUPHOTO MacCIa 10 COCTaBY OCHOBHBIX KOMIIOHEHTOB OTJIMYAIOTCS OT COCTMHEHUH, TIepe-
yuciaeHHbIX B [OCT ISO 10869-2015 tem, 4To B UX cocTaBe HE MACHTU(DULUPYIOTCS JIU-
MOHEH U f-pemnanaped. OaHako B 00JaCTH XapaKTEPHBIX AJIS 3TUX COCAUHEHUH BpeMeH
yIEpKUBAHUSI PETUCTPUPYETCS] HHTEHCUBHBIN, CUMMETpHUHBIN UK (tg=10.99 MuH), coort-
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BETCTBYIOIIMIA €My Macc-CIIEKTp UMEeT BBICOKYIO cTeneHb noaodus (91.4%) Oubnuoreu-
HOMY Macc-CIIEKTpY CHUJIbBECTpEHa (puc. 3a).

Tabnuna 2. HaumeHOBaHNE U OTHOCUTEIILHOE COJIepKaHNEe KOMIIOHEHTOB 3(pupHOTO Macia
MUXTHI CHOMPCKOH, aHAJIN3 C UCTIOJb30BaHUEM peknMa 1.

Bpems OTtHOCHUTENBEHOE
Ne /i yaepkuBaHus (tg), HanmeHOBaHMe KOMIIOHEHTA dopmyna colep:KaHue,

MMH. %
1 6.64 Canren CoHy4 2.8
2 7.71 Tpunukien CioHis 2.8
3 8.06 o-ITunen CioHie 14.6
4 8.51 KaM(I)CH C10H16 21.8
5 9.38 B-HI/IHGH C10H16 2.1
6 9.84 B-Mypcen CioHys 0.5
7 10.42 3-Kapen CioHis 15.4
8 10.99 CuiibBecTpeH CioHis 8.1
9 12.86 TeprnuHoICH CioHis 1.6
10 15.22 Bbopueon C0H150 1.1
11 18.66 bopuunauerar C12H500, 28.1
12 22.25 B-Kapuodumien CisHos 0.8
13 23.11 a-I'ymynen CisHos 04
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3000000 l 050 jn'm \T‘ID
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2000000
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[ S— ¥ T Y " i

Time 600 800 1000 1200 1400 1600 1800 2000 2200 2400

Puc. 1. XpomaTtorpamma 3¢pupHOro Macia muxThl CHOMPCKOii, BKItovaromas 13 oc-
HOBHBIX ITUKOB TEPIICHOBBIX coenuHennid. Komonka - HP-5ms (30 m, 0.25 mm, 0.25 Mrm);
nerektop MC/L, pexxum 1. YyacTok XxpomMaTorpaMMbl ¢ UHTEHCUBHBIM TUKOM CUMMETPHY-

HOMW (hOpMBI, MICHTU(PULIUPOBAHHBIM KaK CUIIbBECTPEH.

CuUnbBECTPEH — CHHTETHYECKOE COEIMHEHHE, HO MHOTAAa WIACHTHUPUIHMPYETCS Kak
KOMITOHEHT 3(upHbIX Macen pacteHuid [8]. [{ng BeIACHEHHS TPUPOABI MUKA C BPEMEHEM
yaepxkuBanus 10.99 MUH U3MEHWIM PEKUM MPOTPAMMHUPYEMOTr0 MOBBIIIEHUS TEMIIEpaTy-
pBI B X011e XpoMaTtorpadudeckoro ananusa. Ha pucyHnke 2 npejicraBieHa XpomMaTorpaMma
poObl A3(UPHOro Maciaa MUXTHI, MOJTYYEHHAs C MCIONb30BaHUEM pexuma 2. Pe3ynbTarsl
uACHTU(DUKAIINE KOMIOHEHTOB MO0 OMOIMOTEKE MacC-CIIEKTPOB M pacueTa UX OTHOCHTEIb-
HOTO COZIep KaHMsI MPeICTaBIeHbI B Tabaume 3.

BunHo, 4ro ucnonk3oBaHuEe pekuma 2 (pUC. 2.) MO3BOJSIET JOOUTHCS JIyUILEro
paszieneHuss KOMIIOHEHTOB. YacTWYHO mMepekpbIBatomuecss nmukud (B obiactu 6.53 MuUH)
UACHTU(DUIIUPYIOTCS B PyYHOM pexknme 1o oudnmoreke macc-criektpoB NIST 11, kak nu-
MoHeH (puc. 30) u B-dbemnanapen (puc. 3B), 0OJHAKO C TIOMOIILI0 MPOTPAMMHOT0 0obecTie-
YEHUS TTUKHU Mapbl KOMIIOHEHTOB - JIMIMOHEHA U [-(heJutaHapeHa HHTErpUPYIOTCs, KaK OJIUH
UK.
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Puc. 2. XpomaTtorpamma s¢upHoro macia nuxtsl cuoupckoit. Kononka - HP-5ms

(30 M, 0.25 MM, 0.25 MkMm); gerexktop MC/I, pesxum 2. M yuacTOK XpoMaTOorpaMMBl ¢ yac-
TUYHO MEPEKPHIBAIOIIMMUCS TUKaMH JIIMOHEHA U B-derianapeHa.

Tabmuua 3. HanMeHoBaHNE M OTHOCUTEIBHOE COAEP KaHUE KOMITOHEHTOB A(UPHOTO Maciia
MUXThl CHOMPCKOM, aHAJIU3 C UCTIOJIL30BaHUEM pexKUMa 2.

Bpewms OTHOCHTEITEHOE
Ne i/m yaepxuBanus (tg), Hamvenropae Popwmy- CcofiepIKaHHe,
MIH. KOMITOHEHTA ja o,
1 3.39 Canren CoH4 2.6
2 4.03 TpunmkieH CioHis 2.7
3 4.23 o-ITunen C10H16 13.5
4 4.57 KaM(beH C]()H](, 233
5 5.23 B-Iunen CioHis 2.0
6 5.46 B-Mypcen CioHis 04
7 6.05 3-KapeH C10H16 12.9
8,9 6.53 JlumoneH + B-Demnanapen CioHi6 8.1
10 8.12 TepnuHoneH CioHi6 1.3
11 10.14 Bopheon C0H ;3O 1.9
12 12.92 Bopawmranerar C1,H500, 29.7
13 15.70 B-Kaprnodumien CisHoy 1.1
14 16.33 o-I'ymynen Cis5Hoy 0.6

Macc-CeKTpel TpexX TEpIIEHOBBIX COCIWHEHHMU: CHIIBBECTPEHA, JIMMOHEHA W [-
dennanapena mogo0HBI 10 HA0OpPY MUKOB (PparMEHTHBIX MOHOB B crekTpax (puc. 3a, 30,
3B), 4TO SABISETCS OOBIYHBIM JJISI COSTUHEHUH OJIM3KON CTPYKTYpHl. B Takux ciydasx s
UICHTU(QHUKALMY COETMHEHUS OJTHUM U3 KPUTEPHUEB SBJISIETCS COOTBETCTBUE COOTHOILICHUM
WHTEHCUBHOCTEH THMKOB OCHOBHBIX ()parMeHTHBIX HOHOB. lloaTOMY 1UIsi JHOCTOBEpHOM
UICHTU(QUKAIMK TEPIEHOBBIX COeMHEHUN Tpedyercs Beicokas (6onee 90%) creneHs mno-
no0usl Macc-CIIeKTpa aHAJIM3UPYEMOTO COCJMHEHUs OuOIroTedHoMy criekTpy [7]. B Ha-
1IeM cliydae oOpariaer Ha ce0si BHUMaHUE BbICOKas cTeneHb noaobus (91.4%) xommnoHeH-
Ta ¢ BpeMeHeM yaepxkuBanust 10.99 mun (pexum 1), cunpBectpeny. OObICHEHUE ITOMY
(axTy OBIJIO HAalIGHO B XOJI€ CPAaBHEHMS MACC-CIIEKTPOB. XapaKTEPHBIMH MHMKaMH B Macc-
CHEKTpax JTUMOHEHa, B-(eutanapeHa u CHIIbBECTPEHA SBIISIOTCS TUKH, COOTBETCTBYIOIIHE
(dparMeHTHBIM HMOHaM ¢ m/z - 68, 93 u MonexkyasipHoMy uoHy c¢ m/z 136 (puc. 3.). Ecin
CPaBHUTH OTHOCUTEIbHBIE HMHTEHCUBHOCTH XapaKTEPUCTHUECKUX HOHOB, TO MOYKHO BUIICTh
(Tabmuua 4), 4To CyMMapHBI Macc-CIeKTp JUMOHEHa U B-dernanapeHa, HaXOAsImUXCs B
COOTHOILIEHUN KOMIOHEHTOB 1:1, B OoiblIeil cTeneHn nogo0eH mMacc-CleKTpy CHIIbBECT-
peHa, yeM JIMMOHEHY WiIH P-¢elutanpeHy Mo OTAeNbHOCTU. [laHHas cuTyauus MHTEpecHa
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W TEM, YTO JIUIMOHEH U B-demtanapeH B 3pUPHOM Maciie MUXThl CHOMPCKON Ha TPAKTUKE

4aCcTO HAXOIATCSA B COOTHOLLIEHUH Onm3KkoMm K 1:1.
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Puc. 3. Macc-cniekTpsl TeprieHOB: cuiibBecTpeHa (Sylvestrene) (a); numonena (D-
Limonene) (0); B-pemnanapena (Phellandrene) (c).

Tabnuma 4. ConocraBieHUe OTHOCHTEIBHON MHTEHCUBHOCTH XapaKTEPUCTUYCSCKUX (hparMeHTHBIX
MOHOB B Macc-ciekTpax D-nnMonena, B-deanapena u CUIIbBECTpPEHa.

VHTEHCUBHOCTD ITMKOB HOHOB, %

MaccoBsle unc-
CMech KOMITIOHEH-
na ¢hparMeHT-
WunuBunyanbHble KOMIIOHEHTHI TOB B COOTHOILIE-
HBIX HOHOB
Huu 1:1
D-JIumownen + B-
(m/z) CunbBecTpeH D-JInmonen B-Pemnanapen Desnanpen
27 12.3 27.7 6.2 24.2
41 20 27.7 10.8 27.5
53 17 23 3 18.5
68 74 100 - 71.4
79 24.6 17 17 24.3
93 100 40 100 100
107 18.5 10.8 3 9.9
121 17 10.8 7.7 13.2
136 24.6 10.8 18.5 20.9

[To HameMy MHEHHIO, IPHYMHONW HECOTIIACOBAHHOCTU PE3yJIbTATOB OIpPEACICHUS
cocrtaBa 3pUpHBIX Macen [3-5] sBisercss HeBepHas UACHTU(UKALUS MTHKa, 00Pa30BaHHOTO
HEepPEeKPHIBAIOIINMICA TMUKaMH JUMOHeHa H [-demnmanapena. Ilpm sToM 3amomo3puTh
OMOKY HUIACHTU(PUKAIIMH MOXHO JH00, aHATU3UPYs MPoOy ¢ MPUMEHEHUEM CTaHIApTOB
JIBYX 3THX KOMIIOHEHTOB, TH00 00nanas nHbopmarmeit 00 ux 00s13aTeIbHOM MTPUCYTCTBUHI

B ipo0e.
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Hcnonp3oBath pexxuM 2 mpH NPOBEACHUU PYTUHHOTO aHallM3a cOCTaBa 3(UPHOTO
Maciia HeyZ0OHO T.K. CHJIbHOE IepeKphIBaHNE MTUKOB TUMOHEHA U P-(erutanapeHa Tpedyer
WCIIOJB30BaTh MHTErpUpOBaHUE B pydyHoM pexkume. [Tosromy mist cucremsr [KX-MCJL
pexum 2 061 MoauduIMpoBaH. BapprpoBaHUe BETUYUHBI HAYALHOW TEMIEPaTyphl XPo-
Martorpaduueckoro ananusa B auamnazone ot 50 o 120°C mo3Bosauao HabI0AaTh U3MEHE-
HUE CTETICHU pa3felieHus] MUKOB MCCIIeTyeMOoi mapbl KoMnoHeHToB. Ha pucynke 4 npen-
CTaBJICHbl y4aCTKU XPOMATOTpaMM C MHKaMH JUMOHEHa U P-(deuiaHapeHa, MoixydeHHbIe
IIPU Pa3IMYHBIX 3HAYEHUSIX HadaIbHOU TeMIlepaTyphl XpoMaTorpadudeckoro ananusa. U3
JTaHHBIX PUCYHKa 4 1 TaOJIHIBl 5 BUIHO, YTO C MOBBIIIEHUEM HAYaJIbHOM TeMmepaTypsl 10
85°C mocturaetcsi yJOBIETBOPUTEIbHOE pa3felieHUEe MHKOB YKa3aHHBIX KOMIIOHEHTOB.
VYBenuuenue temneparypsl cBoiiie 90°C ynydinaeT pa3aeneHue, HO OTPULIATEFHO CKa3bl-
BAeTCsl Ha KayecTBEe BCEH XPOMATOTrpaMMbl, IOATOMY ONTUMATIbHYIO BETUYUHY HAayallbHOMN

TEMIIEPATyphI ClieAyeT BbIOMparTh B quana3zone 85-90°C.
Abundance

1800000 95°C : 80°C 85°C : 80°C

1400000 447 5.10 : 5.80 _ 6.63

a5 . 505 L5877
1000000 : :
| : ]
200000 | : :

Time--> 04.00 420 440 460 480 500 520 540 560 580 6.00 620 640 660 6.80
Puc. 4. Yyactku XxpoMaTorpaMm ¢ MUKamMH JUMOHEHa U B-dennanapena, uuppamu
yKa3aHbl 3HAUCHUS] HAYAJIBHBIX TEMIIEpaTyp XpoMaTorpaduyeckoro aHaan3a 1 BpeMeHa
ynepxxuanus. Kononka - HP-5ms (30 M, 0.25 MM, 0.25 mxm); nerekrop MC/I.

Tabnuua 5. HavyasnpHasi TemmepaTypa XpoMatorpaduueckoro aHamu3a 1 pe3ysibTaT HHTer-
puposanus ChemStation

o Bpewms ynepxuBanus OtHocuTenbHOE | M neHTU(HUIMPOBAHHEIHN
NQ H/H THa'-IaJ'IbHaﬂ, C
(tr), MHH. conepxkanue, % KOMIIOHEHT
1 50 10.99 8.3 C
80 6.63 10.2 JI+B-®

5.77 4.6 JI

3 85 5.80 5.1 B-d
5.05 4.7 JI

4 20 5.10 5.1 B-o
4.43 4.8 J1

> 95 4.47 5.7 B-o
3.84 5.2 J

6 100 3.88 54 B-o
2.70 4.9 J

7 120 2.73 5.7 B-o

Jpyrum MeTozoM MoBbIIIeHUs 3()(PEKTUBHOCTH pa3iesieHus UCCIETyEeMbIX KOMIIO-
HEHTOB, CTaJI0 U3MEHEHHE MapamMeTpoB KoJoHKH. Mcnonb3ys komonky CR-5 (ananor HP-
5) To¥ e AJMHBL, HO ¢ OOJIBIIUM BHYTpeHHUM auaMeTpoM (0.32 MM) U TOJIIHMHOM MIIEHKH
HEMOABWKHON (a3bl - 0.5 MKM OBUIM MOJYUYEHBI MHUKH C yJIOBJIETBOPUTEIBHBIM pa3pele-
HueM. OnHako coBMmernieHue tako kojgoHku ¢ MCJ] ne pexomenayercsa. Komonka CR-5
WCIIOJb30BaHA IPU JETEKTUPOBAHWU CHUTHAIA IUIAMEHHO-MOHU3ALMOHHBIM JIE€TEKTOPOM
(ITNJ) B pexume 2 ¢ HauanpHOU TemmnepaTypoil nporpammupoBanus 80°C. Ha pucynke 5
NpUBECHa XpoMaTorpaMma i IpoOsl 3(pUPHOro Macia, MOoJyYeHHas B yKa3aHHBIX YCIIO-
BUSIX.
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Puc. 5. ®parmeHT XpoMaTorpammsl 3(pUPHOTO Maciaa MUXTHL. Y CIIOBUS aHAU3A!
kojsoHka - CR-5 (30 m, 0.32 mm, 0.5 mxm); aetexrop [TU]]; pexum 2.

3akno4yeHune

B pabote onpezneneHs! yca0BUs MPOBEACHUS XPOMATO-MaCC-CIEKTPOMETPHUECKOTO
aHaiu3a, MO3BOJISIOUINE HA/ICKHO MIASHTH(PULIMPOBATh U ONpPENeIuTh coaepxanue 13 xa-
pPaKTepHBIX KOMIIOHEHTOB 3(MPHOrO Macjia MUXThl CHOMPCKOW € MCIIOJIb30BaHUEM KOJIO-
HOK C HemoABWXHOU (azoit 5%-mudennn-95%-aumermncunokcan. [lokazaHo, 4To cre-
IIEHb NEPEKPBhIBAHUS MUKOB JIMMOHEHAa M [(-(eiutaHapeHa MpH HMCIOJIb30BaHUU KOJIOHOK
tuna HP-5 3aBucut oT BenMYMHBI HAaYaJIbHOW TEMIIEPATypbl PEKUMa MPOrPaMMUPOBAHUS
xpomarorpaduaeckoro aHanmza. [IpoBenén anamus mpoO 3hUPHOTO Macia MUXTH CHOUP-
CKOH ¢ Macc-CIEKTPOMETPUUECKUM U IJIaMEHHO-MOHU3ALMOHHBIM JI€TEKTUPOBaHUEM. [
pa3feneHus NMHUKOB XapaKTEPHBIX KOMIIOHEHTOB 3(HUPHOrO Macjia C JAEeTeKTUPOBAHUEM
MC/] pexoMeHayeTcst HauanpHas TemnepaTypa ot 85 no 90°C.

Paboma evinonnena na obopyoosanuu Hayuno-ananumuueckoeo yeHmpa uccieoo-
BAHUSL XUMUYECKO20 COCMABA U CIMPYKMYPb Y2NepoOUCTIbIX 8eulecma

(KemI[KII ®UL] YVX CO PAH).
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