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Annomayus. B paboTe pacCMOTpPEH METOJ] Ta30—KHAKOCTHOM XpoMarorpapuu MpUMEHUTEIHHO
K aHAJIM3y MHOTOKOMIIOHEHTHOTO pacTBOpa, MOCITUPYIOIIEr0 COCTaB PEAKIMOHHOH MaccChl
TUIPOKApOATKOKCHIIMPOBAHUS IUKIIOTeKceHa nukiorekcasonom u CO B cpezae Tomyona. Llens paGoThr
COCTOsIJTa B pa3pabOTKe METOMKY aHAIIM3a PEaKIIMOHHON Macchl, 001aatomiell BRICOKOW TOYHOCTBIO U
BOCHPOU3BOANMOCTEI0. OOBEKT HCCIIEJIOBAHUS — CHUCTEMa «IIHUKJIOTeKCEH — IUKIOTEKCAaHOI —
IIUKJIOT €KCHIIIIMKIIOTEKCAaHKApOOKCHIAT — TOJYOJN (pacTBOpUTENH)». sl pacyeToB KOHIIEHTpPAIHA
OTpeENsAEMBbIX KOMIIOHEHTOB OBLT BBIOPaH METOJ BHYTPEHHETrO CTaHAapTa. YCTAaHOBJIEHO, YTO
HCCIIeTyeMbIe JHaa30Hbl KOHIEHTPAIIMH ONpeeNIIeMbIX BEIIECTB COCTABIISIOT JIMHEHHYIO 00JIACTh
paboThl HCIONIB3yeMOT0 TUIAMEHHO—MOHHU3AIMOHHOTO JETeKTOpa. BBIYMCIEHBI KaIHOPOBOYHBIE
KOOQQUIMEHTH [UIS TepecueTa IUIOIMIAACH IHKOB OMNpPEICIIIEMBIX BEIIECTB B  MOJISIPHBIC
KOHIICHTpaLUH. BBISBICHO OTCYTCTBHE TPYOBIX OLIMOOK B pe3ysbTaTax ornpenesneHus 3pupa u HU3KUN
ypoBeHb TpyObIX oOwWHUOOK B ompeneneHuu nukiuorekcena (3,3%) u wukiorekcanona (6,7%).
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[Ipou3BeneHa OICHKA JTOBEPUTEIBHBIX HHTEPBAJIOB HAWJCHHBIX KAIMOPOBOYHBIX KOA((OUIIMECHTOB.
YcTaHOBIIEHa BBICOKAass TOYHOCTh Xpomarorpadudeckoro anamusa (O0omee 98%) U BbIcOKas
BOCIPOU3BOJAMUMOCTh pe3ynbTaToB (Oonee 99%), 4To MO3BONISIET PEKOMEHAOBATH MCIIOJNb30BAHHE
pa3paboTaHHOM METOAMKH ISt aHaim3a PEaKIMOHHOMN MAacchl CHHTE3a
[UKJIOTeKCHIIIIMKIIOTeKCAaHKapOOKCHIIaTa, MPECTABIISIFOIIEI0 WHTEpeC Kak MOTEHIMadbHAs To0aBKa
K TOINIMBaM H MOJHUMCpaM.

Abstract. This paper presents the gas—liquid chromatography method adaptably to the analysis
of polycomponent solution modeled the composition of the reaction mass of cyclohexene
hydrocarbalcoxylation by cyclohexanol and CO. The objective of the work was contained in the
treatment of the procedure possessed the high accuracy and reproducability of analysis of the reaction
mass. The “cyclohexene — cyclohexanol — cyclohexyl cyclohexanecarboxylate — toluene (solvent)”
system was studied. The method of internal standard was selected to the calculations of the
concentrations of determined components. It was found that studied ranges of the concentrations of
determined substances formed the linear diapason of the work of used flame ionization detector. The
calibrating coefficients for calculations of the molar concentrations from the squares of the peaks
of determined components were counted. The absence of grave mistakes in the results of cyclohexyl
cyclohexanecarboxylate determination and a low level of grave mistakes in determinations
of cyclohexene (3.3 %) and cyclohexanol (6.7 %) were found. The estimation of confidence limits
of calculated calibrating coefficients was made. The high accuracy of the chromatographic analyses
(more than 98 %) and the high reproducability of the results (more than 99 %) were defined and this
allows to recommend the application of treated procedure to analysis of the reaction mass of the
cyclohexyl cyclohexanecarboxylate synthesis exciting an interest as possible addition to fuel and
polymers.

Kriouesvie cnosa: XpoMatorpapuiaecKkuit aHamnus, [UKJIOTEKCEH, HUKJIOT€KCAHOJI,
[UKIIOTeKCUIIITUKIOTeKCaHKapOOKCHIaT.

Keywords: chromatographic analyses, cyclohexene, cyclohexanol, cyclohexyl
cyclohexanecarboxylate.

IM'uapokapOanKOKCUIUPOBAHUE TO3BOJISIET TOJy4YaTh CIIOXKHBIE 3(QUPBI B OAHY CTagui0 U3
JOCTYIHBIX AalIKeHOB, cHouUpToB U okcuga yriuepona (I1). Mcmomb3oBaHue BBICOKO aKTHBHBIX
TOMOTEHHBIX TauTaInii—()OoCHUHOBBIX KATATUTHYECKUX CHCTEM ITO3BOJISIET BECTH MPOIECC B MATKHUX
YCIIOBUSIX C BBICOKMMH Bbixogamu [1, C. 3439]. OCHOBHBIM METOJIOM aHaIU3a, UCIOJIb3YEMbIM MJIs
ompeeseHUs] KOHIIEHTPAIMi peareHTOB W MPOIYKTOB B XOJE€ 3TUX PEAKINH, SBISIETCS METOJ ra30—
xuakoctHot xpomatorpadum ([KX). DTOT MeTOn TO3BOJSET OCYHMIECTBIATh d()PEKTUBHBIM
Ka4eCTBCHHBIM W KOJUYECTBEHHBIN aHAJIN3 MHJIUBHIYATbHBIX BEIIECTB U UX CMECEH 32 OTHOCHUTEIHHO
Majoe BpeMsl MPU BBICOKOM YPOBHE aBTOMATH3aIlMM U TpeOyeT CpaBHUTENHHO HHU3KHUX 3aTparT Ha
pacxonmHble Matepuanbl. OmgHako TazoxpomaTtorpaduyeckoe pas3feieHHe MHOTOKOMIIOHEHTHBIX
pacTBOPOB, COJEpXKAIIMX OPraHWYECKHUE BEILIECTBA, CHJIBHO pPAa3IMYAIONIMECs IO MOJAPHOCTH H,
CJIEIOBATENIbHO, 110 TEMIIEPATypaM KUIEHUS, IPEJCTABISIET CYIIIECTBEHHbIE TPYAHOCTH. JTa mpobiema
OCTIOKHSIETCS. ele M TeM, 4YTO B KaXKIOW aHaIu3upyeMoll mpode peakIMOHHOW Macchl
TUIPOKapOANKOKCHIIMPOBAHNUS HEM3MEHHO INPUCYTCTBYET KaTalTU4eckas cucTema. B 3Toil cBs3mM
pa3paboTKka METOIMKH aHalu3a PEaKIMOHHON MacChl THAPOKapOANKOKCHIMpOBaHUS MeTomoMm [KX
MPE/ICTaBIsIeT aKTyaJbHYI0 HAay4YHYI0 M MPaKTUYECKH BaKHYIO 3aJadyy HE TOJbKO C TOYKH 3PEHHS
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BOCTPEOOBAHHOCTH TaKOW METOJIMKH, HO M C TOYKH 3PCHHUS BOBJICUCHHUS CTYJACHTOB B HAyYHO—
UCCIICIOBATENIbCKYI0 — mpakTuky.  JlaHHas  pabora  mocBsmieHa  pa3paboTKe  METOIUKH
XpoMaTorpauyecKoro aHajln3a PeaklMOHHOW MAacCChl THAPOKAPOATKOKCHUIMPOBAHMS IMKIOTCKCEHA
nukiorekcanoioM U CO, MO3BOJSIONIETO TMOJTY4YaTh IUKIOTCKCUIIIUKIOTeKCAaHKApOOKCHiIaT. ITOT
MIPOJYKT MPEACTABISACT MOTCHIIMAIBHBIN HHTEPEC KaK J00aBKa K TOIUIMBAM U TIOJTUMEPAM.

Mamepuansi u memoouka

JUJIs TpUTOTOBJICHUS CTAHJAPTHBIX PACTBOPOB HCIOJIB30BATUCH TOJNBKO YHUCTHIC PEAKTUBHI.
[{ukorekceH, MUKIOTeKCaHO, TOIYOJ U O—KCHJIOJN OCYIIAIUCh C MOMOILBIO XJIOPHa KaJIbIUs U 3aTeM
MOJIBEPTraliuCh AUCTHUISIIAHA. UHCTOTa PEaKTHBOB KOHTPOJIUPOBANIACH Ta30—XpoMaTorpaduyecKum
aHAJIM30M C MPUMEHEHUEM HEMOABMXHBIX (Pa3 pa3HON MOISAPHOCTH, MPHU ITOM KaKJO€ BELIECTBO
JaBAJI0 €IMHCTBEHHBIM MUK Ha xpomartorpamme. CopaepkaHHe MPHUMECEH, ONMpeNesieMoe METOI0M
BHYTPEHHEN HOpManu3aluu, He npesbimaio 0,50%.

C uenpto poctmkeHus 3(Q(OEKTHBHOTO pa3feiieHUuss KOMIIOHCHTOB CHUCTEMBI «ITUKJIOTEKCEH —
[UKIIOTEKCAHOJI — IMKJIOT€KCHIILIUKIOTeKCAHKapOOKCHIIaT — TOJYOJ (PacTBOPHUTENH)» ObLIT BbIOpaH
copoent Chromosorb W 80-100 mesh, comepxxamuii 3% HemoaBmwkHON kuakoi daser OV-275.
Hcnonp3oBanach HacaloyHas KOJIOHKA UIMHON 3 M, BHYTPEHHHM JHaMETpOM 3 MM B pexUME
porpaMMHUpOBaHus Temrepatypsl or 75 mo 175°C mpu ckopoctu HarpeBa 8 °C/muH. Temmepatypa
ucraputens Obuta ycraHoBiieHa Ha ypoBHe 250°C. AHanu3 OCYIIECTBISUIM Ha Ta30-KUIKOCTHOM
xpomatorpade «lIper 160», yKOMIUIEKTOBAaHHOM JE€TEKTOPOM HMOHHU3allMU B IJIaMeHU. B kauecTBe
MOJIBFDKHOM Ta30BOM a3kl mcrmonb3oBasid aprod (pacxox 30 mi/muH.). O0beM KaXIOW MPOOBI
cocraBisin 1,0 M. OmpexnensiemMble BelIeCTBa HACHTU(UIMPOBAIU IO BpPEMEHU YAEPKUBAHUS,
KOTOpPOE YCTaHABJIMBAIU XpomaTorpagupoBaHNEM HHIWBUIYaTbHBIX BemiecTB. s pacdeToB OBLI
BBIOpaH METOJ] BHYTPEHHEH CTaHIapTU3alluyd ¢ BHYTPEHHUM CTaHAApTOM O—KCHIJIOJIOM, OOJIaJaloliuM
CBOWCTBaMH, OJHM3KMMH K HCIOJIB3yEMOMY pPACTBOPHUTENIO TOJyony. llmomaam mNUKOB BemIecTB
OTIpEIETISIIN C UCIONIb30BaHWEM UHTerparopa MynbTuXpom.

Pezynomamot u oo6cysncoenue

CocTaBbl CTaHAApPTHBIX PACTBOPOB JIsi KaaUOpOBKHM XpomaTtorpada ykazanel B TaOnwuie.
Xpomarorpamma aHajiu3a pacTBOpPOB IpexacraBieHa Ha Pucynke 1. C momompro NporpaMmbl
MynptuXpoM ObUTH ONpeneNneHsl 3HaueHus 4yucia Teopernueckux Tapenok (N): 4306 s
uKIorekcena, 94658 nns o—kcunona, 336428 nis uukiorekcanona u 272212 nns adupa. Bo Beex
ciaydasx N cymectBeHHO mpeBbimano 2000 — KpUTHUECKYIO BEIMUMHY JIJIS HACAJIOUYHOM KOJIOHKH, a
BennunHbl N U1 1UKIIorekcaHoia u 3¢gupa ObLIM COMOCTaBUMBI ¢ mokazatesnsiMu (ot 250000) s
BBICOKOA()(DEKTUBHBIX KAMJUIAPHBIX KOJIOHOK [2, ¢. 58]. Takum 00pa3om, B yCTaHOBJIEHHBIX YCIOBUAX
aHaJM3a 10CTUTaTIOoCh 3P PEeKTUBHOE pa3AeieHHe BCeX OIMpeIeNsIeMbIX BEIIECTB.

Tabnuma.
COCTAB AHAJIM3NPYEMBIX CTAHJAPTHBIX PACTBOPOB

Ne C(C6H10), MO/ C(C6H110]‘[), C(C5H11COOC5H11), C(C6H4(CH3)2),
pacmeopa MO/ MO/ MO/

1 0,0994 0,4468 0,1108 0,0500

2 0,0501 0,2252 0,0558 0,0500

3 0,0199 0,0894 0,0222 0,0500

4 0,0492 0,4855 0,1463 0,0500

5 0,0246 0,2428 0,0732 0,0500
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Kaxxnpiit cTangapTHBIA pacTBOP aHAIM3UPOBAJICSA OT 5 10 7 pa3. B pe3ynbpTare ObUH pacCUYMTaHBI
OTHOIIEHUS IJIOIIA/IeH MMKOB O-KCHJIOJA K TUIOLIAASM TUKOB OINPEACNIIeMbIX KOMIIOHEHTOB U HallICHBI
CpeIHUE 3HAYeHMs 3TUX OTHOIICHUH Ui Kaxaoro pacteopa. C ucnonb3oBaHueM Q—kputepus ObLIO
YCTaHOBJICHO, YTO B pE3yJbTaTax OINpeACNCHUs] IUKIOTeKceHa coaepkurcs 3,3% rpyObix OmMOOK,
B pe3yJibTaTaxX ONpelesieHus Lukiorekcanoina — 6,7%. Ilpu onpenenenun s¢upa rpyobix omuOOK
nomymeHno He Obuto. Ha Pucynke 2 mpepcraBieHbl 3aBHCHMOCTH OTHOIICHUN TUTOIIANEH TTHKOB
OT KOHIEHTPALlMU KOMIIOHEHTOB, JEMOHCTPUPYIOLIUE JMHEHHOCTh pabOThl JETEKTOpa MO KaXKIOMY
OIIpEAEIAEMOMY KOMIIOHEHTY.

[MonpaBounblit k033G ¢unmeHt K, mpeaHa3sHAYCHHBIH JUIS Tepecyera IUIOMANCH IMHKOB
OMpENEIsIEMbIX BEIIECTB B MOJISIPHYIO KOHIICHTPALIMIO [0 METOAY BHYTPEHHErO CTaHAapTa,
paccuuThiBaiv 10 popmyse:
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Pucynoxk 1. Tunuynas xpomarorpaMma aHajin3a CTaHAAPTHBIX PaCTBOPOB.

C ucnop30BaHNEM H3BECTHBIX 3HAUCHUH MOJIAPHBIX Macc, KOHHCHTpaHI/II\/’I BCIICCTB U TAHTCHCOB
YIJIOB HAKJIOHA NPSAMBIX, I/I306pa)KeHHBIX Ha PI/IcyHKC 2, ObLIH TOJIYYCHBI 3HAYCHU A K. I[OHOJIHCHHLIC

JIOBEPUTETLHBIMI HHTEPBATAMH, OTH 3HadeHus coctaBmmi: Ke, =090+0,01, K oy =1,39+0,01,
kcﬁanoocﬁH11 =131+0,01.
Bocnpon3BoMOCTh pe3yJbTaToB OLEHHBANACh HA OCHOBAHMU OTHOCHTEIBHOI'O CTaHAAPTHOTO

OTKJIOHCHUA Sr, PaCCUUTAHHOTI'O KaK Sr :S/k (S — CTAaHAApTHOC OTKJIIOHCHHUEC, PACCUUTAHHOC

HA OCHOBAaHUM €IUHUYHBIX 3HAYCHHUN OTHOIIEHWUH TMJIOMIAJei MHUKOB OIpeIeIsieMbIX BElIECTB
K ITOMIAISIM ITHKOB O—KCHWIIONA). 3HAYCHUS Sy TS IUKIIOTEKCeHA, ITUKIIOTeKCaHoJIa U A(Hpa COCTaBHITN
coorBerctBeHHo 0,03; 0,01; 0,02. Orcioga, BOCHPOU3BOAMMOCTb PE3YJIbTATOB OINPEACICHUS
[UKJIOTEKCEHa, IMKIJIoOTeKcanoa u ddupa pasaa 99,97%; 99,99% u 99,98% cooTBeTCTBEHHO.
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Pucynok 2. K onpenenenuro muHeitHON o0macTu paboOTHI AeTeKTOpa MpH onpeaeneHny mukiorexcena (1),
rukiorexcanona (2) u agupa (2). Koadpdummentsr koppemsauu: 0,9990 (1); 0,9970 (2); 0,9997 (3).

OTtHocuTeNbHBIE OUIMOKHU MPSMBIX ONPEIeSICeHUH (A ) pacCCUUTHIBAINCH HA OCHOBAaHUM 3HAUECHUM
nonpaBoYHbIX Kod(h¢ummentoB K u ux mosepurenbubix uaTepBanoB Ak kak A = Ak/k. 3nauenus
OTHOCHUTEJILHON OIIMOKM JUIsl IUKJIOTEKCeHa, IMUKJIorekcaHona u a¢upa cocraBuwau 1,11%; 0,72% u
0,76%, a Tounocts ux onpenenenus — 98,89%; 99,28% u 99,24 % cOOTBETCTBEHHO.

Bvi6o0wt

1. YcranoBneHO >(QQeKTUBHOE pa3JesieHHe BCeX ONpeAesieMbIX KOMIIOHEHTOB pPacTBOPOB B
BbIOpAHHBIX YCIOBUAX XpOMATOTrpaduiyeckoro aHaau3a.

2. PesynbraThl omnpeAeNeHUM KOHLEHTpPAlMM LUKIOTeKCHIIIMKIOreKCaHKapOOKCuiIaTa He
colepkaT TrpyObIX OmHMOOK, B pe3yibTaTax OMNpENEleHHUs] LUKIOTeKCeHa M LMKIOreKcaHoia
obHapy»xeHo 3,3 u 6,7 % npomMaxoB COOTBETCTBEHHO.

3. TounocTh aHanmu3a coctaBuiia 6omuee 98 %, BOCIIpOU3BOIUMOCTH pPe3yabTaToB — Oosee 99 %.

4. XapaKkTepHCTUKU pa3pabOTaHHON METOIUKHU MO3BOJISIOT PEKOMEH/I0BATh €€ K U CII0JIb30BaHHIO
JUIS @aHAJIM3a PEaKIIMOHHONW MacChl THIPOKapOaIKOKCHINPOBAHMSL.

Paboma evinonnena npu ¢unancosoti noodepocke epanma Ilpasumenvscmea Tynvckoii obnacmu

(0ozosop Ne JIC/93 om 26.08.15).
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