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AHHOTALUA

BrinyckHast kBanu@ukalnoHHas paboTa COCTOUT U3 aHHOTAIMK, aHHOTALIUH
HAa AaHIVIMMCKOM  A3BIKE, BBEJCHMS, 3 Pa3/JCiOB, 3aKIIOYEHHS, CIHCKA
UCIIOJIb3yeMOU JIUTEPaTyphl U MCIOJIb3YEMbIX HCTOYHUKOB (49 HCTOYHHKOB) U
coniepkuT 27 pucyHkoB, 11 tabnui. OCHOBHOM TeKCT pabOThl U3NOXKEH Ha 52
CTpaHUIIaXx.

OOBEKTOM HCCNEOBaHUS SIBISIOTCS CHUPTOBBIE (PPAKIMU MPOU3BOJICTB
KamnpoJiakTaMa, a Tak)Ke TOTOHbI M KyOOBBIE YaCTH PEKTU(PUKAITMOHHBIX KOJIOHH I10
€€ BBIJIEJICHUIO.

CO®IIK, razoBas xpomoTtorpadusi, HUKEJIEBbIA KaTaanu3aTtop, TUIPUPOBAHNE
okcuaa nukinorekcena, ruponuns COIIK, npon3BoacTBO Kampoiakrama.

lens paboTel — HaxoXACHHE KBAIU(PUIIMPOBAHHOTO TMPUMEHEHUS
JICTKOKUTISAIIUX MOOOYHBIX MPOIYKTOB OKUCIEHUS ITUKIIOT€KCaHa.

B nutepatypHoM 0030pe paccMOTpeHbl MyTH OO0pa3oBaHUs MOOOYHBIX
MPOAYKTOB OKHCJIEHUs LHKIorekcaHa. CHHTE3, CBOICTBA M XHUMHYECKHE
MpEeBpalleHus] OKcHAa UUKIorekceHa. CHHTE3, CBOMCTBA U XHUMHUYECKHE
npeBpaiieHus Tpanc-1,2-muknorekcanamnona.

B pesynbTaTax u 00Cy)AeHUSX OMUCAHO:

— DKCIEPUMEHTAJIbHOE HAaXOXJIEHHUE YCIOBHN TUIPUPOBAHUS OKCHIA
[IUKJIOTEKCEHA HaJl HHUKEJIEBBIM KaTalM3aTOPOM, KaK CIOCO0 TMOIydeHUs
[IUKJIOTEKCAaHOHA U ITUKJIOTEKCAHOJIa;

— pesyabTarhl ruaposuza COIIK, kak Mertonma mojydeHusi Tpanc-1,2-
UKJIOTEKCaHN0JIA;

— pa3paboTKa MeETOJa aHaju3a JIETKOKHUIIAIIUX TMOOOYHBIX IPOIYKTOB
OKHCIICHUSI IMKIOTeKCaHa, a TaKKe MPOJYKTOB HMX BTOPUYHBIX MPEBpPAIICHUN
METO/IaMH Ta30BOM XpoMaTorpaduu U XpoMaToMacc-CEeKTPOMETPHUH.

B skcnepuMeHTanbHON YacTh MOJPOOHO ONMUCAHBI METOJUKH BBITIOJIHEHUS
HKCIIEPUMEHTOB, BCIIOMOTATEIbHBIC MaTepuasbl, MTPUOOPHI, METOANKNA aHAIU3a U

W3MEPEHUM.



Abstract

The final qualifying work consists of an abstract, an abstract in English, an
introduction, 3 sections, a conclusion, a list of the literature used and the sources
used (49 sources) and contains 27 figures, 11 tables. The main text of the work is
presented on 52 pages.

The object of the study is the alcohol fractions of caprolactam production, as
well as shoulder straps and cubic parts of distillation columns for its separation.

SFPC, gas chromatography, nickel catalyst, hydrogenation of cyclohexene
oxide, hydrolysis of SFPC, caprolactam production.

The aim of the work is to find a qualified application of low—boiling by-
products of cyclohexane oxidation.

The ways of formation of by-products of cyclohexane oxidation are
considered in the literature review. Synthesis, properties and chemical
transformations of cyclohexene oxide. Synthesis, properties and chemical
transformations of trans-1,2-cyclohexanediol.

The results and discussions describe:

— experimental determination of conditions for hydrogenation of
cyclohexene oxide over a nickel catalyst as a method for obtaining cyclohexanone
and cyclohexanol;

— results of hydrolysis of SFPC as a method of obtaining trans-1,2-
cyclohexanediol;

— development of a method for the analysis of low-boiling by-products of
cyclohexane oxidation, as well as products of their secondary transformations by
gas chromatography and chromatomass spectrometry.

The experimental part describes in detail the methods of performing
experiments, auxiliary materials, instruments, methods of analysis and

measurements.
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NIST — HanMOHANBHBIM MHCTUTYT CTAaHAAPTOB M TEXHOJOTHI



BBenenue

Kak oreuecTBeHHas, Tak U 3apyOekHas TEXHOJOTHS IPOU3BOJCTBA
KalpoJIaKTaMa B OCHOBHOM PEaJIM30BaHA MO CXEME BKIIIOYAIOIIYIO B CE0sl CTA/IUIO
OKHCJICHUSl IMKJIOreKCaHa C IOCIEAYIOUIMM BBIJCICHUEM LHMKJIOI€KCaHOHA MU
LUKJIOTEKCAHOJIa, CTaJHUI0 OKCHUMHMPOBAHMS IIMKJIOI€KCAaHOHA U CTaJUI0 €ro
NEepPErpynnupoBKU B KamposiaktaM. MHOrooopasue XMMUYECKUX MPEBPAIICHUN U
HU3Kasl CEJIEKTUBHOCTH Ipoliecca okucienus (70-85%) npuBoasr k 00pa3oBaHUIO
O0JBIIOr0 KOJIMYECTBA MOOOYHBIX KHCIOPOACOIEPKAIIUX TPOTYKTOB.

OagHuM U3 OTXOIOB NpPH CTAIWU NPOU3BOJCTBA LIUKJIOIEKCAHOHA SIBIIAETCS
cnuproBas (pakuus npousBoacTBa kamnponakrama (C®PIIK), npencrasnsromas
co00Oll cMech CIOHUPTOB, MW JAPYIMX KHUCJIOPOJOCOJAEPKAIIUX BEIIECTB H
IIpUMEHSEMas B TaJIbHEHIIEM KaK paCTBOPUTEIND JUUIS JIJAKOKPACOYHBIX MAaTEPUAJIOB.

3aberast Bmepena, MOXHO cka3aTh, yTo B COIIK B xone aHamm3oB ObLIO
O0OHapy>KEHO TaKO€ BEUIECTBO KAaK OKCHJ IIMKJIOreKCeHa, colepKalascs B HEl B
3HAYUTENIbHBIX KOJIMYECTBAX M IpeJcTaBistoniee co00il MHTEpeC Kak Chlpbe s
IIPOU3BOJICTBA LIMKJIOTE€KCAHOHA M LIUKJIOI€KCAHOA, JJI MOCIIEAYIOIero Bo3BpaTa
UX B IUKJI IPOU3BOJICTBA KaIPOJIAKTaMa, TaK U JUIsl CUHTE3a JPYIMX OPraHUnYECKUX
BEILECTB.

Llenbro paOoThI ABASETCSA, HANTH KBATHU(PUIIUPOBAHHBIA METO]I epepadbOTKU
NO0OOYHBIX MPOAYKTOB OKUCIICHUS IUKIJIOTEKCaHa.

3agayamMu AUTIOMHOM paOOThI SIBISIOTCS:

— UCCJIEIOBAHUE COCTABA JIETKOKHUIISIIUX MOOOYHBIX MPOJAYKTOB OKUCICHUS
LUKJIOTEKCaHa, a TaKXe MPOAYKTOB HMX BTOPHYHBIX MPEBpPALIEHUN METOAaMHU
ra3zoBoil XxpomMaTorpaguu 1 XxpoMaToMacc-ClieKTpOMETPHH;

— DOKCHEPUMEHTAJIbHOE HAXO0XKJEHHWE YCJIOBUU TMAPUPOBAHUSA OKCHAA
LIUKJIOTEKCEHA HAJ HUKEJIEBBIM KAaTalu3aTOpOM, C LEJIbI0 MaKCHMaJIbHOIO
CYMMAapHOTO BbIXOJla aHOHA U aHOJIa,;

— pa3paboTka METOAMKH TOJy4YeHHUs TpaHc-1,2-muknorekcananosna

ruaposinzom COIIK.



1 JIntepaTtypHslii 0030p
1.1 OKucjeHHe MUKJIOreKcaHa

KuakodazHoe KaTaIUTHUECKOE OKUCICHHE IUKJIOTEKCaHa  SIBJISAETCS
OCHOBHOM CTaJWeld TPOM3BOJACTBA IMKIOTEKCAHONA W IMKJIOTeKCaHOHA —
MOJTYTIPOIYKTOB CHHTE3a KallpojakTama Ha ocHOBe OeH3ona. McxoaHoe BemecTBo
JUIL  3TOTO CHHTE3a — UUKIOTeKCaH TMOJy4aloT MyTeM TI€TepOreHHOTro
KaTaJUTUYECKOTO  THAPUPOBAHUS  MPOMBINUIICHHO  JOCTYIHOTO  OE€H30Ia.
OOpa3yromuiicss B pe3yibTrare MUKIOTeKCaH OKUCISIOT KHCIOPOAOM BO3AyXa MpHU

yMEpEeHHOM TeMiiepaType (pUcyHOK 1).

O,, [madTenar Co
Ni, 180°C, p 145-200°C, 2-2,5 4

Pucynok 1 — Cxema nosiydeHus: HIUKJIOT€KCaHa U UKJIOTeKCaHOHA

N3BecTHO, YTO OKHCJICHHUE YTIEBOJOPOJIOB B JKUIKOW (paze MpPOTEKaeT Mo
[EMHOMY MEXaHHU3My C BBIPOXKJIECHHBIM pa3BeTBiIeHHEM. llenmHol MexaHu3M
OKHUCJIUTENIbHBIX ~ TPOIIECCOB  OKa3bIBAETCA  TEPMOJWHAMHYECKH  Hambosee
BBITOJIHBIM, TaK KaK KaxAbli U3 0Opa3yloIIUXCs paJuKajioB MPUBOJIUT K
MpPEBpaAIllEHUI0  MOJIEKYJl ~ MCXOJHOTO  BellecTBA B  TOT WJIM  WHOHU
KUCJIOpOAOCOoAep KA MpoAyKT. OCHOBHBIM MPOMEXKYTOUYHBIM MOJIEKYJISIPHBIM
MPOJYKTOM OKUCIICHHSI HUKJIOTEeKCaHa SIBISETCS THAPOINEPOKCHU] ITUKIOTEKCHIIA
(I'TILL). bnaronmaps pacnagy Ha paaukansl ['TIC B cBOlO oyepeab MHULUHPYET
IEMHbIE PEaKIMU OKHUCJICHHS IMKIorekcaHa. [lpu Oonee TIIyOOKMX CTamusx
okucienus: I'TILl pearupyer c KuclIOTamMHu, COUPTaMU U KETOHAMH 00pasys

cB0oOO/IHbIE paauKaibl. Takum 00pa3oMm, peakius OKHUCICHHs LUKIOTEeKCaHa [0



IIUKJIOTEKCAHOHA W ITUKJIOTEKCAHOJIa COIMPOBOXKIAETCS MHOXKECTBOM MOOOUYHBIX
nporieccos [1].

B pabGorax M.H. Owmanysns [2] mnpencrtaBieHa cxema KUAKO(Da3HOTO
OKHUCJICHHS ITUKIIOTeKCaHa, KOTOpas IMOKa3bIBACT BO3MOXKHBIC ITyTH OOpa30BaHMS

MOOOYHBIX KUCIOPOAOCOAEPKALTUX MPOAYKTOB (PUCYHOK 2).

o)
o)
% OH
CH,(CH,),COOH

OOH O 0 : O
(T'TILD) / \
OH OH HO_ OOH COOH
PO
CHO

\\ COOH

CH,(CH,),COOH  HO(CH,).COOH COOH

Pucynox 2 — I[1ytu 06pa3zoBaHus MOOOYHBIX IPOTYKTOB OKUCIEHHS [IUKJIOTeKCaHa

N3 cxemsl cienyer, yro I'TIL[ urpaer Kiato4eByr0 pOjb B BBIPOKICHHOM
Pa3BETBIICHMM LE€NH, W SABISETCA IPOMEXYTOUYHBIM IIPOAYKTOM HA IIyTH
o0Opa3oBaHMsI COIUPTOB, KETOHOB, KUCIOT, 3¢upoB. Cinexayer ormetutsb, uro I'TIL]
MOJKET pasjaratbCsi Kak M0 MOHO-, TaK M MO OMMOJEKYJISIPHOMY MEXaHHU3MY B
3aBUCHMOCTH OT YCJIOBUH MpoBeaeHus npoiiecca [3] (pucyHok 3).
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O- OH

- __FtRH-
OOH [ -HO-
O —] O[OH H]00 o} 00~

“H,0

Pucynok 3 — Paznoxxenue I'TIL] mo MoHO- 1 OMMOJIEKYIIPHOMY MeXaHU3MY [2]

B mocnennem ciydae mpoucxoaut ociabmenue cBsazeit O—O u O—H 3a cuer
00pa3oBaHuUs BOJIOPOIHBIX CBSI3EH.
Bo3moxno B3ammoxeuncteue [TIL[ ¢ moisekynon yrieBogopona U

pagukaiamu (pUCYHOK 4):

CHOOH CO- Ce
+ —>—H20 -

OHOOH O:Hoo- @O
+ — + HO-
CHOOH Co H H
+ — — 00—C —

CB0OOOIHBIC PaTUKAIIBI

Pucynok 4 — Bzaumoneiictaue ['TIL ¢ Monekyoit yrineBogopona [2]

[Tocnenusst peakusi CBUECTEIBCTBYET 00 YCKOPSIOIIEM JE€HCTBUU KETOHOB
Ha pacmafg ['TIL] nHa pagukamnsr.

YcranoBneHo, uyto ot 25 g0 51 % nwukiorekcaHoHa oOpasyercs
HEIMOCPEICTBEHHO KOHCEKYTUBHBIM CIIOCOOOM Yepe3 UKIOT€KCaHOJI, a OCTAIbHOE
KOJIMYECTBO HenocpeacTBeHHO pasnoxxenuem [TIL. 3HauuTenbHas Xe YacTh
nukiorekcanona (6onee 50%) oOpasyercss M3 LMKJIOTeKCaHa MO PEAKIUIM

(pucyHOK 5):



OH

00- OH 0]

Ty O—J(r

Oe

(T -O—0J -0
Pucynok 5 — Peakiiuu o6pa3zoBaHus IUKIOreKcaHoa [2]

OcCHOBHBIE p€aKunn OKHUCIICHUA 06pa30BaBmer0c;1 OUKJIOICKCaHOJIa MOXXHO

3amucaTh CIEayIOUMM 00pa3oM (PUCYHOK 6):

OH OH OH
+ROO- M +Oz +RH
H —Roon 00—,
OH 0
_HZOZ
- OOH

Pucynok 6 — Peakiiuu okucneHnus nukiorekcanona [2]

['maBHBIM MEPBUYHBIM MPOTYKTOM OKHCIICHUS LUKIOT€KCAHOHA SIBIISIETCS Ol
KETOTUIPONEPOKCU]] [UKIOTeKCUIa. DTOT THAPONEPOKCU]I UTPAET POJb HOBOTO
Pa3BETBIISIIONIETO areHTa, npuuemM 0osee akTuBHbIM, yem ['TIL] [2].

KapGonossie KHUCJIOTBI YCKOPSIFOT poruecc Pa3I0KEeHUs
0-KETOTHUPOTIEPOKCHIA IUKIOTEKCUIIA, YTO OOBICHICTCS MOHHBIM MEXaHU3MOM

peakiuu (pUCyHOK 7).

o)
+RCOOH _+RCOO_ COOH
“H,0; RCOO T HO0 CHO
OOH

PucyHok 7 — Peakiiust pa3iokeHus 0-KeTOTUIPONepoKCcHaa IUKIoreKcuia [2]

10



Hapsiny ¢ nmpeBpameHueM MO MOHHOMY MEXaHU3MY MOTYT HMPOHUCXOAHTH
MOJIEKYJIIPHBII M CBOOOJHOpPAIMKAJIBHBIA pacnaabl  0-KETOTHMAPONEPOKCH/IA
LUKJIOTEKCUIIA, POJIb KOTOPBIX C MOBBILIEHUEM TEMIIEPATYPhl B YCIOBUX Mpoliecca
JOJKHA  Bo3pacTaTh. Hampumep, wukiorekcan-1,2-nuon  oOpasyercs mpu
MOJIEKYJISIPHOM  pacmajae  O-KeTOTMJIpOIEpPOKCHJIa, a  KEeTOCHHPT  —

CBOOOHOpAIMKAIBHBIM TTyTeM [3] (pucyHOK 8).

@)
N (:\E + HZO
0 0)

0) (0)
> — O~
O- OH

Pucynok 8 — O6pa3oBanue aukeToHa u kerocnupTa [1], [2]

Takum o0Opa3oM, OCHOBHBIMH HMCTOYHHUKAMH OOpa30BaHUs IMOOOYHBIX
MPOJYKTOB MpPH OKHUCICHUU LUKiIorekcaHa spisitorcs [TIL, muknorekcanonm u
ITUKJIOTeKCaHOH. [IpoayKThI pa3iokeHus: 00pa3yroTcs U3 MUKJIOTEKCAHOHA TPH 3 —
pacnajzie TEPEeKHCHOTO pajukala U o — KETOTHAPONEPOKCHAA IUKIOTEKCHUIIA.
OcHoBHass Macca TOOOYHBIX TPOAYKTOB OKHCIEHHS oOpa3yeTcss 3a CueT
COMPSIHKEHHOTO JIeKapOOKCUIMPOBAHUS aTUITMHOBON KUCIIOTHI [2].

AHanu3 cocTaBa MPOJYKTOB OKHUCIICHUS IUKJIOTEKCaHa MOKa3bIBACT, YTO HA
JIOJIF0  THAPOTICPEKUCH IHMKJIOTEKCHJIA, IHKJIOTEKCAaHOJa W  IMKJIOTeKCaHOHA
npuxonurcs 87,4%, Bbixoa MoHokapOoHOBEIX KuCIOT C3—Cg cocraBmser 4,1% (B
ToM uucie 2,85% BanmepuanoBoi, 1,3% okcukanpoHoBoM KuciaoTel, 1,2%
agunuHOBOM). CyMMapHOE CojepKaHUEe IMUKJIOTCKCUIOBBIX d(PHPOB MypaBbLUHOM,
MacJIIHOM U BaJIepHaHOBBIX KUCIOT cocTaBisieT 0,7%.

HecmoTpst Ha HeKOTOpble HESICHBbIE W CIIOpPHBIE JETaIM OOIIEH CXEMBb,
OCHOBHBIC TIyTH TPEBPAIEHUS TMPU OKUCICHUM ITMKIOTEKCaHa MOXKHO CYHTATh

noka3zaHHeiMH. [IpeneOperas MHOTOUYMCIEHHBIMH TMOOOYHBIMU MPOIYKTAMH,

11



0o0pa3yomuxcsi B HEOOJbIIMX KOJIUYECTBAX, YMPOIICHHYI0 CXEMYy MOXKHO

MPEACTABUTH B CICAYIONIUM BHJI€ (PUCYHOK 9):

OH
= O/ CnoxHubie 3QupsI
O
— (:/r —> [1o0oYHBIC TPOTYKTHI

Pucynok 9 — YnpolieHHasi cxema OKUCJICHHUS [UKJIorekcana [1]

Tak e npu a”Hanu3e NPOAYKTOB OKHCICHHS LHKJIOTeKcaHa Metoaom [ X-
MC O0bu1 OOHapyXeH Takol MpOAYKT Kak okcuja 1ukiorekcena (OLD),

oOpasyrornuiics yepes ruiponepokcu rukiorekcmna [3] (pucynok 10).

OOH

HC

Pucynok 10 — O6pazoanue OLI"

OLI' oOpasyercss B JOBOJIbHO OOJIBIIMX KOJUYECTBAX, IMOITOMY OoJjee
MOoAPOOHO PACCMOTPUM XUMHUYECKHE TMPEBpAIeHUs] U CBOWCTBA JIAHHOTO

BCIICCTBA.
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1.2 CuHre3, cBOHCTBA W XHMMHYECKHe MNpeBpallleHUs OKCHAA

IMHKJIOTeKCECHA

B crartbe [5], onuchIBaeTCAd KaTaIMTUYECKOE OKHUCIIEHHE LMKJIOIEKCEHa C
nonyyennem OLI'. Peakius mpoBoauiack ¢ MCHOJB30BAHMEM KaTajau3aropa Ha

OCHOBE TUTaHa, HAHECEHHOTO Ha cuiMKaresb (pucyHok 11).

+ ROOH

|

O + ROH

Pucynok 11 — Cxema oOpazoBanust OLI"

Peakmus mpoBoaumnacek mpu 25 °C B TedeHHE ABYX YaCOB B JUXJIOPMETAHE,
KOTOPBIM MCIIOJIB30BAJICSI B KadyecTBE pacTBOpUTENsS. OKHUCIUTENSIMU JaHHOU
peaKIuu BBICTYNAIOT THUAPONEpEKUCH. Peakiiusi mpoBOAMIACE C THAPONEPOKCUIOM
KyMOJIa, a TaKXe C TPET-OyTHUITUIPOTIEPOKCUIOM, BBIXObI PEaKIIMU paBHbI 71 u
89 % COOTBETCTBEHHO.

Tak ke SMOKCUINPOBAHUE IMKIIOTEKCEHA OMKUCHIBAETCS B CTaThe [6].

ONOKCUIUPOBAHUE ITUKIIOTEKCEHA MPOBOAMIOCH MOHOMIEp(TaTIaTOM MarHus
(MMPP) ¢ ob6pa3oBaHreM OKCHA IHUKJIOTEKCEHAa B CMECH M3OMPOMAaHOJ — BOja B

KauecTBe pacTBopUTens (pUCYHOK 12).

MMPP
i-PrOH/H,0

Pucynok 12 — Cxema obpazoBanust OLI"

B paGote [7], onuchiBaeTs CENEKTUBHOE OKHUCIEHHE YIJIEBOJAOpOAoB (1—
JelieHa, TUKIOTEKCEHa, [IMC—IIUKIOOKTEHA, IMKJIOTeKCaHa, IUKJIOOKTaHa U T.J.) B

JOBOJIBHO MATKUX ychoBusx (55 °C, 8 d4.) ¢ BBICOKOW KOHBEpCHUEH W
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CCJICKTHUBHOCTBIO C TIOMOIIBIO ITOJIYYCHHOI'O HAHO-KOMITIO3UTHOT'O KaTaJIn3aTOpa Ha

OCHOBe ciokHoT0 oKcuaa rpadena AgFeO,—G (pucynok 13).

AgFeO, G
55°C, 8 u.
1%

98% 1%

0 O OH O
O
AgFeO, G N
55°C, 8 u. * *

80% 8% 4% 5%

PI/ICYHOK 13 — CenekTUBHOE OKHCIICHHUE OUKIOI'CKCaHa U NHUKJIOT'CKCCHA

NuTepecHol OCOOEHHOCTBIO MAaHHBIX PEAKIUWA SBISETCS TO, YTO OHH
MPOTEKAIOT Kak C J00aBJI€HUEM pacTBOpUTENs (B JTaHHOM Cilyyae B KadecTBE
pPacCTBOPUTENIS MCIOJB30BAJICS AIlETOHUTPUI) Tak W 0e3 M00aBJIICHHs] €ro, 4TO
IO3BOJISIET MCIIOJIB30BATh JIAHHBIM KAaTaJIU3aTOP B TaK HA3bIBAEMOU «3EJICHOWN»
XUMUH.

OTKpBITHE KOJBIIA 3MOKCUIOB HYKJICOPMIBHBIMA pEareHTaMu SIBISETCS
BOXKHBIM CHUHTETUYECKUM MPEe0Opa30BaHUEM, MOCKOJIBKY OHO MpeajiaraeT mpocTon
M TOHSATHBIM TOAXOH K CHHTE3Y MHOTMX PEruo- U CTEePEOCENICKTUBHBIX 1,2-
T YHKIIMOHATBHBIX TTPOTYKTOB C PACKPBITHIM KOJIBIIOM.

B cratbee [8], paccka3biBaeTCs 0 METOOUKE PETHOCEIIEKTUBHOTO PACKPBITHUS
KOJICI] SIOKCHUIIOB PAa3JIMYHBIMU HyKjIeo(uiaMu, TaKUMH Kak CIUPTHI, BOJA,
YKCYCHBIM ~aHTUAPUA U aMHUHBIL, JJIsI TOJYyYEHUS] COOTBETCTBYIOIIMX b—
JIKOKCUCTTUPTOB, 1,2-110J10B, 1,2-1uaneratoB U b-aMUHOCIIUPTOB B MPUCYTCTBUU

katanmsaropa N-metumnuppoiauaud-2-ona (MPHT) (pucynok 14).
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Pucynok 14 — Cxema pernocenekTuBHOTO pacKpbiThs kosbia QLI

OOBIYHO  WCIIONB3YyEMBbIE  CIOCOOBI  PACKPBITHSI  KOJbIIA  SIOKCHJIOB
HyKJIeOo(pWIaMi BKIIOYAIOT HCIOJIh30BAHUE CUJIBHBIX KHUCJIOT WJIM OCHOBaHUH,
KOTOpPBIE HMMEIOT DS OTpaHWYEHUH, TaKWX Kak oOpa3oBaHWE HEXKeaTeIbHBIX
NMOOOYHBIX MPOAYKTOB W JKECTKUE YCIIOBHS peakiuu. B JaHHOM Ciydae BBIXOJBI
npoaykToB Oym3ku K 100%, peakiuy mpoTeKaroT MPU KOMHATHBIX TeMIIepaTypax
0€3 MCTIOIb30BaHMSI PACTBOPUTEIICH.

X0poI10 U3BECTHO, YTO M3-32 BRICOKOTO HAMPSIKEHUSI OKCUPAHOBOTO KOJIbITA
AMOKCUBI MOTYT JIETKO PacKpbIBaThcsl. KoONbIIo MOXKET OBITh PAaCKPHITO BCEMHU
BUJIaMA HYKJICO(PHIIOB, YTO JejdacT OdTH COCAUHCHUS YHHUBEPCATbHBIMHU
MPOMEKYTOUYHBIMU TIPOJYKTAMHW B OPTaHUYECKOM CHHTe3e. Peakiuio MOKHO
NPOBOJANTHh KaK CTEXHOMETPHUYECKH, TaK W KaTalIuTH4decku. Jlyis mociemHero
METO/a, TTIOMUMO TPUMEHEHHsS Hykjeoduiaa ¢ kuciotor Jlptomca B KadecTBe

aKkTuBaTopa (HYKI€O(UIbHBIA KaTalnu3) WIH TBEPIABIX KUCIOT (3JIEKTPOPUIbHBIHI
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KaTajaun3), KOJBI0O MOXET OBITh PACKPHITO C HCIOJB30BAHHEM METAIJIOB WU
METaJUIOB Ha HOCUTEJIE B PUCYTCTBUU BOAOPOA.

B craree [9] mpencraBieHbl SKCOEPUMEHTHI MO rugpupoBaHuto OLIl' ¢
VCITOJIb30BAHUEM MEJIHOTO KaTalu3aTopa U KaTalau3aTOPOB IEPEXOIHBIX METAIIIOB
najiaavuss W pOAMs, HAHECEHHblIE Ha JUOKCHUI KpeMHuA. [uapupoBaHue
MIPOBOJAMIIOCH MO/ JABJICHUEM KAK B LIUPKYJSIIUOHHOM PEAKTOPE, TAK U B PEAKTOPE
IPOTOYHOrO THIIA C ONMHMCaHWeM myTed mnpespaiieHuss OLl' B 3aBUCUMOCTH OT

TEeMIIepaTyphl MPU OMpeIeICHHOM KaTaiau3aTope (pUCyHOK 15).

CHO

ol
7
5/

Pucynok 15 — ITponykTtsl npeBpamennii O™ karanusupyembie MeTalIaMu

" Pon——
o8

B tabaune 1 mpeacraBnensl pe3ynbTarhl ruapupoBanus OLlT Ha meaHOM
KaTaJIn3aTope B 3aBUCUMOCTH OT TEMIIEPATYP U BPEMEHM PEAKIIMH.

W3HayanbHO peakius MPOBOAWUIACH B TMOTOKE renus 0Oe3 no0aBieHUs
BOZOpPOJA IIPU pa3JIMYHBIX TeMmIieparypax. [JlaBHBIMM HPOIYKTaMH IIpU
temriepatype 403 K ObuM ITUKIOTEKCAHOJI, ITUKJIOTEKCAHOH U 2-IUKJIOTeKCeH-1-
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on. M3omepusaruss u rtumpupoBanne C—O CBsS3M OBLIM TJIABHBIMH ITYTSIMU
npepaienust O

[Ipu yBenumuenun Ttemmeparypel a0 523 K creneHb mpeBpallieHUs
yBenuuuBaeTcss A0 47%, TOABIAIOTCS NPOAYKTHl JI€30KCUT€HHUPOBAaHUA U
JanbHENIero AeruipupoBanus. beuio oTMedeHo, 4To OeH301 HE 00pa30BbIBAJICS
Jaxe mpu 3Toi Temneparype. Takxke He ObUIO OOHAPY)KEHO HUKAKUX MPU3HAKOB
PACKpBITHSI F€TEPOLIMKIIA.

[Ipepamenus OL" Taxke H3ydaauch B MOTOKE BOAOPOJIAa MPHU PA3THMUHBIX
temneparypax. [Ipu remmnepatype B 373 K u 403 K kouBepcust OLI" cocramsina
npuMepHo 5—7% n 42-49% cooTBeTcTBEHHO. B 3aBuCcMMOCTH OT TemIepaTypsl
U3MEHSIETCSl COCTaB MPOyKTOB ruapupoBanus. [Ipu temmnepatype B 373 K Obutn
OOHapy>KEHbI UKIOT€KCEH, [IMKJIOTE€KCAHO, LIMKIOT€KCAaHOH U 2-IUKIIOTeKCeH-1-
on. Ilpu temmneparype 403 K B HeOoibIIMX KOJIUYECTBAX oOpasyeTcs 2-
LIUKJIOTeKceH-1-0H.

O6pa3oBaHue UKJIOrEKCaHOJIAa MPOUCXOAUT 3HAUUTENIBHO OBICTpee, Yem
nukiorekcanona, kak npu 373 K, tak u mpu 403 K. Ilpu OGonee BbICOKHX
TEMIIepaTypax CKOpOCTH  OOpa3oBaHUsA  IMKJIOrEeKCeHa, IMKIOreKCaHOHa,
IIUKJIOT€KCAHOJIONIA ObUIA OJMHAKOBBI.

ITpoaykTel, 0Opa3oBaHHEe KOTOPBIX HE HAOJIOMAIOCh MpH 0o0Jiee HU3KUX
temneparypax (1,3-IMKIOTeKCaaueH U HUKIONEHTEHKapOaIbIeTH ), MOSBIISIIOTCS
npu 443 K. [{uknoneHaTeHkapoaibaerua 00pa3oBhIBAICS C HU3KOW CKOPOCTHIO MPU
443 K, wo npu temmeparype B 523 K (210-munyTHBIH OTOOp TpOO) ero

KOJIMYCCTBO 3HAYUTCIIBHO YBCIUMYHNIIOCD.

Tabmuua 1 — CoctaBbl npoaykToB ruapupoBanust OLI" ¢ MmeaHbIM KaTanu3aTopom
npu 403 K

CocraB npoAyKTOB THAPUPOBaHUS, MOI. %o

Bpewms, mun 5 20 35 50 65 120 210
I{ukorexkceH 32,2 | 20,0 | 10,3 9,6 9,5 8,2 5,8
[{ukIorexkcanox 21,1 | 356 | 37,0 | 29,3 26,5 10,6 8,2
[{ukIoreKcaHoH 0,5 0,6 0,8 1,5 2,7 16,8 18,9
2-1luknorekcen-1-oma 0,3 0,6 1,0 1,7 2,6 8,0 11,1
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[Tpomomkenue Tadbmmibl 1

CocTtaB IpOIYKTOB THJPUPOBAHUS, MOJL. %
2-1luxiorexkced-1-ox 0,3 0,6 0,7 0,5 0,5 0,4 1,3
Crenenb npeppaieHus, % 544 | 574 | 498 | 426 | 41,8 | 444 | 453

Tabmuna 2 — CoctaBsl npoaykToB ruapupoBanus OLI' ¢ MeqHpiM KaTanu3aTopoM
npu 523 K

CocTtaB IpoayKTa rUAPUPOBAHUS, MO %o

Bpewmsi, Mun 5 20 35 50 65 120 210
[ukaorekcex 31,7 24,3 22,7 20,2 19,9 17,7 11,0
1,3-I{ukmorekcaauex 0 0 0 0 0 0 0,5
Benzon 0,5 1,1 1,2 1,2 1,0 11 0

[{uKmorexkcanos 56,4 | 61,2 | 61,8 | 61,7 | 62,0 | 595 27,0
L{nKI0reKCaHOH 4.7 57 5,7 6,8 6,5 9,4 36,0
2-1TukrorexkceH-1-on 0 0 0 0 0 0 0,4
[{ukoneHTeH-KapOaabaeTh/I 0 0 0 0 0 0,4 6,0
Crenenb npespanieHus, % 933 | 923 | 914 | 89,9 | 894 | 88,1 85,4

OMLI" 3nauutenbHO ObicTpee pearupoBail Ha Pd/SiO; m Rh/SiO;, yuem Ha
Cu/SiO; (tabmuma 3 u 4). Crenenu mnpeBparieHuss Obiiu Onmsku k 100% u B
HEKOTOPBIX CIIy4asX JOCTUTAJU ATOTO 3HAUYCHUS HA 000UX KaTan3aTopax.

B xoxe ombiTOB OBIIO OOHApY>KEHO BCETO TPU MPOAYKTA: ITUKIOTEKCaH,
[UKJIIOTEKCAHOH M  IHUKJIOTEKCaHO. [uknorekcan OBLT TIONYyYEeH MyTeM
JIGOKCUTCHAITUH, [IUKIIOT€KCAHOH ObLT MPOyKTOM H3oMmepu3anuu nmo C—O cBsi3u B
OULI', muknorekcaHon oopasyercs 3a cueT pa3pbiBa C—O CBsI3U U JabHEHUIIIETO ee
THIPUPOBAHMS.

beuto oOHapyXeHO, YTO TUIPUPOBAHUE SBJUIOCH MPEOOIATAIONIUM TyTEM
npeBpalieHuss Ha oboux metaywiax. Ha mammanueBoMm kaTtanmzaTope mpeobiamal
yTh U30MEpHU3aIlMU, B TO BpeMs KakK JI€30KCHUTEHAIMs MPOXojuiia OoJiee Tydlie

IIpHU UCIIOJIB30BaHHUH POAUCBOI'O KaTaJINn3aTOopAa.
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Tabmuma 3 — CocraBsl mnponaykToB TuiapupoBanuss OLIT ¢ mammagueBsiM

kaTanuzaTtopom 1ipu 403 K

CocTaB npoayKTa THIPUPOBaHHUS MOJ. %
Bpewms, Mun 5 20 35 50 65
Hukmorexkcan 3,4 1,0 0,5 0,3 0,1
ukmorexkcano 88,6 96,1 97,3 97,7 98,0
[ukmorekcanon 2,7 2,2 2,2 2,0 19
Crenens npeBparieHus, % 94,7 99,3 100 100 100
Tabmuma 4 — CocraBel mpoaykToB rugapupoBanus OLIT ¢ poauessiM
katanuzaropom npu 403 K
CocTtaB poIyKTa TUAPUPOBAHUs, MOJL. %0
Bpewmst, Mun 5 20 35 50 65
[ukaorekcan 26,4 19,3 14,4 10,7 10,3
LukaorexcaHom 71,6 77,5 83,5 88,7 89,1
I{uKIOreKCaHOH 0,6 0,5 0,7 0,4 0,5
Crenens nipeBparieHus, % 98,6 97,3 98,6 99,8 99,9

Takum o0pa3om Obwto yctaHoBiaeHo, uro OIII’ oGnagaeT BBICOKOU
PEaKIMOHHON CITOCOOHOCTBIO B MPUCYTCTBUU KaTalnu3aToOpoB. B 1emom, kapTuHa
JUTSL KOKIOTO M3 WUCIBITAHHBIX KaTaJu3aTOpPOB CXOas. B mpucyTcTBumM BOomOpoa
YCTAHOBJICHO TPU THIA PEaKIMH, KaKaas W3 KOTOPBIX MPUBOJHUT K PACKPBHITHIO
OKCHUPAHOBOTO KOJIbIIA. ITO MPOUCXOIUT JUO0 3a CUET JEe30KCUTCHAINH, TN0O 3a
cueT pa3pbiBa ogHOM C—O CBSI3U MOCPEACTBOM M30MEPHU3ALMH WIIH THIPUPOBAHUS.
CBOiiCTBA " XUMHYECKHUe

1.3 Cunre3s, NpeBpalIeHust

UKJIOreKcanamnoJaa-1,2

N. Iranpoor B cBoeii ctatbe [10] onuChIBaE€T peruo- U CTEPEOCETEKTUBHOE
PAcCKpbITUE KOJIbI]a IUKIMYECKUX OHIOKCHIOB B CIHUPTax, BOAE U YKCYCHOH
KHCJIOTE, C UCIHOJIb30BAaHUEM KATAIUTUYECKOrO0 KOJMYECTBA TIe€TEPOTreHHOTO
(TTCPP),

KaTanu3aropa Tpuc[TpunutpatoCe(IV)|napanepuonara

MPEACTABIISIONIUN COOO0M 1Ieprii HAHECEHHBIN Ha MOJTMMEPHBIN HOCUTEIb (PUCYHOK

16).
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OH

0 TTCPP 0,2 mol%

“"OH
Pucynok 16 — IToyuenue tpaHc-1,2-nMKI0TeKCaH 110 A

CuHTe3 mpoBOAUTCS MPU KOMHATHOM TeMIepaTrype B BOJIE€ WJIM B CMECH
alleTOHUTPUJI/BOIa B TeueHHe daca. [locie peaklunoHHYI0 CMeCh HaCBIIAIOT
XJIOPDUJIOM HATpUsL M DKCTPArupyroT 3(GUPOM, NEPEKPUCTALIU30BBIBAIOT U
MOJIYYaroT JKeJlaeMbli TPOYKT ¢ BeixogoM 80-90%.

B cratee [11] mnpexncraBieHa MeTOAWMKA CHUHTE3a aqUNAIBACTUAA W3
IIUKJIOT€KCaHNOJIA.

OH
NalO,

CH,Cl,, 25°C
H

;O/\/\/\/O

Pucynox 17 — Obpa3oBaHue aaunanbaeruia

PacTBOp mepuwonara HaTpus B ropsdeil Boje A00ABISIOT K CEIUKArelo U
SHEPTrUYHO TMEPEMENIMBAIOT. 3aT€M K TMOJYYUBIIUNCS CYCHEH3UMHU IO KarlisiM
JT00aBISIOT  PacTBOpP ILMKJIOTCKCAHAWONA B  JUXJIOPITAaHE HM  DHEPTHYHO
MEPEMEIINBAIOT B TCUCHUE CYTOK MPU KOMHATHOM Temrieparype. [locne ynanenus
JIUXJIOpATaHa, aIuMalIbIeTu]l ObUT MOJIy4eH B BUJIe O€CIIBETHOTO Macijia C BHIXOJIOM
75%.

B narente [12] mpencraBieHa MeETOAWKA MO CUHTE3Y HMKJIOTMEHTEH—1—

Kap6OJ'II))1€FI/II[a N3 NUKIIOTCKCaHan0JIa.

H
NalO,, KOH
25°C

OH

Pucynox 18 — O6pazoBanue nukaoneHTeH—1-kapOoabaeruaa
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K kucnomy pactBopy mepuojaTa HaTpus B BoJ€ J00aBIAIOT pacTtBop 1,2-
LUKJIOTEKCAaHANO0Ma B 3TUIOBOM 3(¢upe. CMech 3HEPruyHO MEPEMELIMBAIOT B
TEYEHHUE Mojydyaca Npu KoMHAaTHOW Temmeparype. [locie moGaBieHus BOJIHOTO
pactBopa KOH peakiimoHHyio cMmech MEpEeMEINIMBaIOT €lle B TedeHue 1 wyaca.
[lony4yeHHYI0 CMeCh B3KCTparupyrT OHTWIOBBIM 3dupoMmM. B nanpHelimeM wu3
PEaKIMOHHON cMecH ObUI yAalieH pacTBOPUTENh C MOJYYEHHEM IMKIONEHTEeH-1-
KapOOJIbJIErU/1a B BUJE KEITOr0 Macia

B cratee [13] onuckiBaeTCs nmpocToe 0Opa3oBaHUE UHAOJIOB U3 aHWJIMHOB U
JTMOJIOB C MCITOJIB30BaHKEM ITPOcToro u joctymHoro karaausaropa Ni/SiO—Al,O3

B IIPUCYTCTBUM naparoryosicyibpoHoBoi kucnotel (IITCK) (pucynok 19).

NH, u
OH Ni/Si0,-AL04(20 mol%), N
TITCK(10 mol%)

175°C, 48 u.

OH

Pucynox 19 — O6pazoBanue uHmona

Cmecr 1mknorecangunoina-1,2, Ni/SiO~Al,Os, ammmuua wu  IITCK
nepemenuparoT npu temieparype 175°C B Tteuenue 48 4. [lo ucreyeHuu 3TOrO
BPEMEHHU, PEAKIMOHHYI0 CMeCh pa30aBiIAIOT JTHIIALETATOM, (GUIBTPYIOT OT
KaTrajgu3aTopa W KOHIICHTPUPYIOT. B mallbHEeWIIeM CMecCh pasleisioT METOJIOM
dbaenr-xpomoTorpaduu ¢ MOJTYyYCHUEM YKE TOTOBOTO MPOIYKTa ¢ BhIxooM 48—50
%.

Takum oOpazoM, B XOje JUTEpaTypHOro o030pa OBLIM PacCMOTPEHBI
OCHOBHBIC IyTH W YCJIOBHS, BIUSIOIMNE Ha 0Opa3oBaHME MOOOYHBIX MPOTYKTOB
OKHCJICHMS THKJIOTeKcaHa. Tarkke OBUIM pacCMOTPEHBI CHHTE3, CBOWCTBA U
XUMUYECKHE TPEBpaICHUs] OKCHUJA IUKJIOTEKCEHAa, MPEICTaBISIOMUA COOOM
MHTEpPEC KaK ChIpbE JUIsI MPOU3BOACTBA ILIMKJIOINEKCAHOHA M IUKIIOTEKCaHOJIA.

CuHTe3, CBOMCTBA M XMMUYECKHUE TIPEBpaIlleHUs [IUKIOTeKcanauona-1,2.
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2 Pe3yabTaThl M MX 00CYy:KIEeHUE

2.1 MHMccaenoBanme coOCTaBa JEIKOKHNSIIIUX MMOOOYHBIX TMPOIXYKTOB
OKHMCJIEHUS] IHUKJOTeKCAHA, a TAaK:Ke MPOAYKTOB MX BTOPUYHBIX
NMpeBpallleHuil MeTOAaMH Ta30BOM XpoMarorpaguu M XpoOMaTOMAacC-

CIIEKTPOMETPHH

CnuproBas dpaxius IIPOU3BOJICTBA KarpoJjakrama ABJISETCA
KPYIHOTOHHAXHBIM ~ MOOOYHBIM  MPOJAYKTOM, IOJYyYa€MbIM B  IPOLECCE
peKkTU(UKAIUKA TPOIYKTOB OKHUCIEHHsI LUKIOreKcaHa. be3 craguu BblIEIEHUS
CHUPTOBON (hpakiMu HE OOXOAUTCSA HU OJJHO MTPOU3BOJCTBO KapOJIaKTaMa.

Jlist uccnepoBanus cocraBa 0bu paccMoTpensl 00pasubl COIIK ¢ pazHbix
npennpusTuidi (Tabauma 5), a Takke MOroHbl U KyOOBBIE YacTHU KOJIOHH IO €€

BbIJIeNIeHHUIO (pucyHOK 20).

COMNK

LlMknorekcaH

—  K-357 ¥ HK-369 K-369A

MpoayHTbl OKUCAEHWA NoCne
OMBINEHMA

AHOH-cbipel, (NpogykT — \"——F'/
LEMMAPUPOBAHUWA) Ha ombinenue

AHoH

I N

K-395
K-405
Macno-NoLg

Pucynok 20 — Cxema Boienenust COIIK «ITAO KyiiopimeBA30T»
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Tabnuna 5 — O6pasnsl COIIK, moroHoB n KyOOBBIX YacTel KOJIOHH

No obOpasma HanmenoBanue [Ipennpusitue I'on or6opa
1 COIIK ITAO «KyiiOpimeBA30T» 2022
2 COIIK ITAO «KyiiObImeBA30T» 2015
3 COIIK OXK «lIleknHOA30T» 2013
4 ’3224 ;;HHJHT KonomHbt K- ITAO «Kyii0bImmeBA30T» 2023
Ky6oBas xuakocth .
5 conomiil K-357 ITAO «Kyii0bImeBA30T» 2023

CornacHo nureparypHbiM AaHHbIM [1, 14—17], COIIK coaepkut B cBOEM
COCTaBe€ TaKHWE€ BeIIeCTBAa KakK: IMKJIOIeKCaH, aMHUJIOBBIM, HW30aMUJIOBBIM,
M30MPONUIIOBBIN, OyTUJIOBBIH, M300yTUIIOBBII CIIUPTHI, reNTaHOHBI,
LUKJIONIEHTaHOH, LUKJIOTIEHTAHOII, aHOH, aHoJI, UKJIOTE€KCEHOH,
[UKJIOTEKCaHUOH, IUKJIOTEKCaHANOI, STUIIIUKIOTEKCUIIOBBIN 3Up U Pl IPYTrUx
KHUCJIOPOACOIEPHKAITUX KOMIIOHEHTOB, a TaKKe LEIIbII pan
HEUJCHTU(UIIUPOBAHHBIX COCTMHEHHM.

2.1.1 Tlon6op ycJoBuii pasaenenuss komnoHeHToB CPIIK, moronos u
KYOOBBIX YacTeil KOJIOHH

Cormacio TY IIAO «KyiiObimeBAzor» ananu3 COIIK npoBoautcs Ha
ra3oBOM XxpoMarorpade ¢ KaTapoMeTpOM U TPEXMETPOBON HACAIOYHOU KOJOHKOM,
sanosHeHHO#M 20% Carbowax 20M na xpomarone; Temreparypa kojouku 110 °C,
raz-Hocutenb — renui (tabmuna 6). PacdyeTr XpomarorpamMmbl MPOU3BOAUTCS
METOJ/IOM BHYTPEHHEH HOpMaIU3alluy IJI0MAeH XpoMaTorpadudecKux MIKOB.

Hamu Obuto ompeneneHo, 4To JaHHBIM PEKUM HE TO3BOJSET MOJHOCTHIO
pasaenuth kommoHeHThl COIIK (pucyHok 21), cnemoBaTenbHO, MOTYyYCHHBIC
pe3ynbTaThl He OyAyT aleKBaTHBIMU cocTaBy mpoO. [losTomy 1enecoobpasHo
WCIIOJB30BaTh JJISI JJAHHOTO aHaJIM3a KaMWUIIPHYIO KOJIOHKY C HEIMOIBHKHOU

xuakon dazont (IKX) cpeaneit moaspHOCTH.
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Pucynok 21 — Xpomarorpamma guctuiiara KojoHHbl K-369A Ha HacanouHon
KOJIOHKE C KaTapOMETPOM

[TonGop ycnoBuii pazaenenuss komrnoHneHToB COIIK Obul mpousBeneH Ha
xpomatorpade «Kpucrammokec — 4000M» ¢ KanwuispHOM KBapIeBOM KOJIOHKON
Carbowax-20M wu mameHHO wWoOHHM3AMOHHBIM aeTekTopoMm (ITU]JI, Hamboiee
YYBCTBUTEJICH K HU3KUM KOHIICHTPAIIHSIM).

["a3-HOCHTENB: TEeMn.

Kononka: kanmwuisipHasi, KBapiieBasi, 3aroJHEHHas MOJIAPHBIM COPOEHTOM
(ITomudyTUneHrnuKonb), LiuHou S0 M, BHyTpeHHUM nuaMeTpom 0,2 MM, TOJITUHOM

€Ky copoenta 0,4 MKM.

Ta6numa 6 — Pexxum paboThl XxpoMartorpada, ¢ KanmmuispHor kojioHkoi Carbowax
20M

TemepaTypa KoTOHKH Havanenas 50 °C, 3aTeM nogbeM co
cKkopocThio 5°/mMuH 1o 240 °C
TemnepaTypa nerexkropa 250 °C
Temneparypa ucnapuresnst 250 °C
CKopocCTh N0/1aYu Ta3a-HOCUTEIIS 10 mur/muH
CKOpOCTh NOJIaYM BO3/IyXa 600 mMn/MuH
CxopocTh ofa4u BOAOPOA 60 M1/MUH
JlaBienue 2,3 at™m
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Tak kak y komrnoHeHToB COIIK mumpokuil 1uana3oH TeMiepaTyp KUIEHHUs,
M MHOTHME BENIECTBA MMEIOT OJU3KUE TEeMIepaTypbl KHUIIEHUS, OBLIO pPEIIECHO
IIPOU3BONTH AHAIN3 B IPOrPAMMHUPYEMOM PEXKHUME, C ITOBBIIEHUEM TEMIIEPATYPBI
KOJOHKM 5 °C B MHUHYTY, 4YTO OO€CHEUMBAET IIOJHOE pa3pelICHUE IHKOB
MHOTOKOMIIOHEHTHOM, CJIOKHOM II0 COCTaBy HCCIEAYyeMOW CMECH, IIpHU

OTHOCHTEJILHO HEOOJIBIIIOM BpeMEHH aHaju3a B 40 MUHYT (PUCYHOK 22).
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Pucynok 22 — Xpomarorpamma auctuiuiata KonoHHbl K-369A Ha kanmisipHOi
kosouke Carbowax 20M c ITN]],

s aHanmu3a TsDKENbIX BemiecTB, BxoAsmmx B coctaB COIIK, a takxke
MPOJYKTOB €€ BTOPHYHBIX MpEeBpalieHui Oblla UCIOJIb30BaH Xpomatorpad ¢
koJionkor 3amnojiHeHHoW I[IJIMC (momummumerwicuiiokcan) (tabiauna 7), d9TO
MO3BOJISIET CYIIECTBEHHO COKPATUTh BpeMsl aHam3a (PUCYHOK 23).

['a3-HOCHUTENB: TENnHil.

Kononka: kanuisipHasi, KBapleBas, 3al0JHEHHAs HEMOJISIPHBIM COPOEHTOM
(MOMMANMETWICHIIOKCAH), JJIMHOM 25 M, BHyTpeHHUM jauameTpoM 0,33 mwm,

TOJIIMHON TUIEHKU copOeHTa 0,5 MKM.
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Tabnuna 7 — Pexxum pabotsl xpomaTtorpada, kojaonkou 3anonnenHoi [1IMC.

T eMIEDATYDA KOTOHKH Hauanpnas 100 °C, 3aTeM mogbsem co
patyp ckopoctrio 10°/mun 10 300 °C
Temmneparypa gerekropa 320 °C
TemnepaTypa ucrnapuresst 320 °C
CKOpOCTh M0/1aU ra3a-HOCUTEIIS 10 mur/mMuH
CKOpOCTh ITOAa4M BO3/1yXa 600 Mu1/MUH
CKOpOCTh 10/Ia4u BOJOPOAA 60 vu1/MHUH
JlaBneHnue 2,3 at™
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Pucynox 23 — XpomarorpamMMma cMecH aMHJIOBOTO CITUPTA ¢ TpaHc-1,2-
IIUKJIOTeKCaHA10JIa B alleToHe (TepBbIii TMK) Ha KosioHke ¢ [T]IMC

2.1.2 UnenTudukanus NnuKoB 0CHOBHbIX KOMNIOHeHTOB CPIIK

[Tocne mogbopa ONTUMANBHBIX XPOMATOTpapUUECKUX YCIOBHMA CIEAYIOIICH
3alaueil  SABISUIOCH WACHTHU(UKAIUS THUKOB OCHOBHBIX KOoMMIOHeHTOB COIIK,
IIpUMece U MUKpoIpuMeceil. beuta mpoBeaeHa uaeHTHPUKANMSA COSAUHESHUM, U3
KOTOpbIX cocTOMT CDIIK 1 moroHsl OCHOBHBIX KOJIOHH MPOU3BOJICTBA. I 3TOrO
HCTIOJIb30BAJIUCH:

— METOJl BHENIHETO CTaHjaapTa, TJe XpoMaTorpapupoBaMCh YHUCTHIE

BelllecTBa, mpeamnosiaraeMo Bxojsmme B cocta COIIK. s storo Obuin
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VICIIOJIb30BaHbl TOCTYITHBIE OPTaHUYECKNE BEIIECTBA: [IUKIOTEKCaH, [IMKJIOTEKCEH,
OYTUJIOBBIN, aMUJIOBBIN, STUJIOBBIN CIUPTHI, IMKJIOTEKCAHOH, IIUKJIOTEKCAHOJ U JIp.

— TPOBOJMJIACH HICHTU(UKAIUS KOMIIOHEHTOB HCCIEAYyEeMOW CMECH C
NOMOILBIO JIMHEWHBIX MHAECKCOB ynaepxkuBanud (MY). Ilpu cpaBHEHUM AaHHBIX
noKasateliel ¢ JIMTepaTypHbIMU 0a3aMu JIaHHBIX, MOKHO CYJUTh O MPaBUJILHOCTH
unaeHTuGuKauy BemecTBa. OaHaKo HACHTU(PUKALUS BEIIECTBA, OMPEAEICHHOTO
npu nomout MY, Ttaxke gomkHA OBITh YTOYHEHA NPU TOMOUIM JIPYTHX
HE3aBUCUMBIX METO/IOB.

— Ttakke aHamuzupyemble COIIK Obui  MOABEPrHYTH  aHAIU3Y
XpOMaTroMacc-CneKTpoMeTpun. JlaHHbIH MeTo[  TO3BOJseT 0ojiee  TOYHO
OIPENETUTh KAUECTBEHHOE COJEpKaHNE KOMIIOHEHTOB, IO CPAaBHEHHUIO C OOBIYHOM
razoBoil xpomarorpadueil. AHamM3bl ObUIM BBINOJIHEHBI HA Ta30BOM XpOMaTo-
macc-cnektpomerpe GCMS-QP2010 Ultra pupmer Shimadzu.

B Tabmune 8 mpeacraBieHbl pe3yabTaThl MACHTU(UKALMUA BXOISAIIMX B

coctaB COIIK Berects.
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Ta6muna 8 — Unentudukarus sxoasaumx B coctaB COIIK BemecTs

No Bpewms Nunexcol ynep>kxuBaHust PesynbTar
v v Xapakrepuctuku HOHOB B MC
KOMIIOHEHTA | yJIEpKUBAHUS, MUH | DKCIepUMCHTaNbHbINA | JIuTepaTypHblii [ccpuika] UIeHTH(DUKAIIT

1 4.10 732 726 [18] - [{ukorekcan

2 4.87 821 811 [19] ?226(3;15), 67(100), 54 (70.8), 39 [{ukaorekcexn

3 6.64 938 934 [21] - DTtaHon

4 6.98 955 959 [22] ?;‘ 382'0)' 78(100),52 (170,39 | ko
73 (13.9), 61 (28.4), 43 (100), 41 |

5 7.58 986 992 [23] (7.7). 30 (0.7). u-IIponunanerar
86 (16.8), 71 (8.8), 58 (9.4), 43 i

6 7.65 989 984 [24] (100), 41 (7.2). Ilenranon-2

7 8.29 1017 1012 [25] ?3? 7()22'8)' 45 (100), 41 (17.4) 30 byrano:-2

8 8.61 1030 1036 [26] - [Mponano:n-1

9 9.33 1058 1043 [27] ?21 9(;L 00), 65 (14.5), 51 (6.6), 32 Tonyon

10 10.10 1089 1090 [28] — W300yTHIIOBEIHA CIUPT
72 (22.2), 56 (97.8), 44 (100), 41

11 10.19 1093 1089 [29] (78.5). 30 (1.4). I'ekcananp
73 (8.4), 59 (36.4), 45 (100), 31 )

12 10.69 1111 1122 [30] (17.4), 30 (4.8). [TenTanon-2
114 (14.3), 71 (73.2), 43 (100), )

13 11.31 1132 1131 [31] 41 (21.8), 31 (1.43). l'entanon-4
73 (1.7), 56 (100), 43 (57.5), 31 )

14 11.43 1137 1136 [32] (71.0), 30 (13.7). Byranon-1

15 11.71 1145 1139 [33] 106 (5.9), 91 (100), 77 (10.1), 65 DTIIOEH301

(11.5), 51 (10.4).
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[Iponomkenue Tabauipl 8

Ne Bpems NHIeKChl yepKUBaHUS Pesynbrat
= v Xapakrepuctuku HOHOB B MC
KOMIIOHEHTA | yJIep)KUBaHUS, MHH | DKCIepuMeHTanbHbIi | JluTepaTypHblii [ccpuika] UIeHTHDUKAITAT

104 (7.1), 85 (23.9), 72 (18.1), 57 i

16 12.02 1157 1155 [34] (100), 43 (29.7), 41 (11.7) IentanoH-3

17 12.22 1164 1163 [35] - 4-MeTuineHTan-2-0J1
98 (2.9), 97(13.8), 83 (100), 69

18 12.73 1175 1160 [36] (30.2), 41 (52.0) 30 (0.5) our

19 12.92 1188 1182 [37] — I'enrtanon-2

20 13.28 1201 1200 [38] — W3oamunoBelii crimpt
83 (7.1), 84 (50.5), 55 (100), 56

21 13.50 1208 1186 [39] (28.6), 41 (27.5), 36 (0.2) [{ukT0neHTaHOH
70 (56.8), 57 (25.5), 42 (100), 41 )

22 14.56 1242 1240 [40] (66.6), 30 (7.8) [lenTanon-1
86 (4.9), 71 (3.1), 57 (100), 44

23 16.53 1306 1323 [41] (27.1), 41 (12.2), 30 (2.27) [uknoneHTanoN
98 (47.2), 70 (22.8), 69 (32.4), 55

24 16.91 1319 1314 [42] (100), 41 (30.0) [{uksorekcaHoH
96 (5.7), 83 (6.6), 56 (100), 55 i

25 17.85 1349 1345 [43] (73.8), 41 (58.7) I'ekcanon-1
82 (44.8), 57 (100), 44 (23.9), 41

26 19.53 1405 1394 [44] (16.2), 30 (L.7) [{uksorekcanos

27 21.28 1454 1410 [45] — I{uknorekc-2-eH-1-on

28 21.50 1472 1479 [46] — Huknorekc-2-en-1-on
127 (30), 100 (13.6), 99 (50.2), TpaHC-

29 31.44 — — 98 (38.2), 97 (23.8), 70 (100),57 | [IeHTOKCHITMKIIOT€KCAHOI
(84.7), 43(92.6). -2

30 34,62 B B 97 (10.1), 98 (32.2), 70 (100), 57 | Tpanc-1,2-

' (68.0), 41 (31.8), 30 (3.4) I{ukoreKcan o
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[Tocne moxbopa onNTUMAIBHBIX XpoMmaTorpadUyYecKUx YCIOBHUH H
uAeHTUGUKANKY KaK TpearnojaraeMplx, Tak u Bxoasmmx B coctaB COIIK
BEILIECTB, MOKHO CYIUTh O COJEPKAHHH UX B MPEICTABICHHBIX HA HCCIIECIOBAHUE

oOpasiax, yka3aHHbIX B Tabmuie 9.

Ta6numa 9 — CoctaBbl 00pa3IoB

Ne obGpasma Coneprxanue, % macc

(Tabmuna 5) 1 2 3 4 5)
[ukmorexkcan 0.11 - 0.78 0.03 -
[ukmorexkcen - - 1.08 - 0.02
TpeT-byTninoBelil ciupt 1.10 — — — —
MeraHon 0.10 0.04 0.04 — 0.03
benzon 0.52 0.09 — —
H-IIponmanerar 0.62 0.04 1.92 0,67 0.42
[TenTaHoH-2 0.29 — — — —
byranon-2 0.89 0.01 — — —
[Tponanon-1 0.04 0.04 0.16 0.03 0.05
Tonyoun 0.14 — 0.07 0.02 0.15
N300yTHII0BBIN cIUPT 2.14 0.37 1.76 4.94 0.60
I'excanaib 0.09 0.18 — — —
ITentanon-2 0.79 0.56 0.40 0.44 0.65
I'entanon-4 0.06 0.28 — — —
Byranon-1 1.73 2.37 0.66 0.36 1.09
OTunbeH301 0.13 — — — —
I'enTanon-3 0.04 - 1.22 — —
4-MetwineHTan-2-011 — — 0.62 — —
OoHr 29.65 0.12 13.52 54.26 45.32
I'enTanon-2 0.11 — — — —
M30aMu0BBIi CIUPT 1.16 — 0.03 0.19 0.39
[{uxnoneHTaHoH 0.59 0.14 0.24 0.92 0.44
ITentanon-1 33.21 37.91 23.95 33.57 35.18
[ukmoneHTaHo 3.95 431 1.52 1.79 3.74
[uxnorekcanoH 11.51 0.08 25.91 — 4.28
I'ekcanon-1 — — 0.07 — 0.05
[{ukorekcano 0.76 1.39 0.23 0.13 0.29
[uknorekc-2-eH-1-oH - 15.27 - - -
[{ukmorekc-2-eH-1-ou — 1.15 — — —
TpaHc-
[IeHTOKCHUIINKIIOTEKCAHOII- 0.63 18.80 6.47 0.14 0.72
2
rpanc-1,2- 0.79 1.49 9.87 0.12 0.29
IMuknorexkcanauon
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Takum 00pa3oM, MOKHO CJENIaTh BBIBOJI, YTO HCIOJIb30BAHHUE HACATOUYHBIX
KOJOHOK i xpomarorpaduueckoro anammsa COIIK  saBmsercs  He
1esecoo0pa3HbIM U MATOA(PPEKTUBHBIM (ITUKK HE YETKHUE M IUIOXO Pa3IeIIsIoTCs),
B OTJIMYME OT TMPEJACTABICHHOTO HAaMH METOJa KamWUIIPHOM Tra30BOM
xpoMartorpaduu, Mpyu KOTOPOM MPOUCXOJUT TOJHOE pa3jiesieHne KOMIIOHEHTOB
UCCIIEyEMBIX CMECEM.

Takxe ¢ mOMOIIBIO MPEACTABICHHOTO MeTo1a aHanu3a u Metoga ' X—MC B
uccienyeMbIX o0pasiiax 0b10 0OHAPYKEHO HOBBIE BEIIECTBA, HE YIIOMUHABIIHECS
paHee B JIMTEPATYpHBIX HMCTOYHMKAX [0 JAHHOM TeMe, TaKh€ KaK OKCHU]I
nukiorekceHa (OIII') U TpaHC-TIEHTOKCUIIMKIOTEKCAHOM-2 COJep Kalluecs: B

HCKOTOPBIX o6pa3uax B 3HAYUTCIIbHBIX KOJIMYCCTBAX.

2.2 T'ugpoan3 CPOIIK, noayyenue Tpanc-1,2-iUKJI0TreKCAHIM01A

Tpanc-1,2-nUKIOTeKCaHINO0JI HAaXOIUT MHPOKOE IPUMEHEHUE B Pa3IMYHBIX
00JacTsX XUMHUYECKOTO IMPOM3BOJICTBA, HANPUMEp, B CHUHTE3E CTAOMIN3aTOPOB
CUHTETUYECKOTO KayuyKa, JJIs )KEJIATUHU3ALNN OPraHUYECKUX JKUAKOCTEH, TaK ke
ABJSACTCS MOJIYIPOAYKTOM B OpPraHMYECKOM cuHTe3e. Haxoaur mmpokoe
NPUMEHEHUE TMPU TPOU3BOACTBE JICKAPCTBEHHBIX MPENaparoB W IYIIMCTHIX
BEIIECTB.

beina paspaborana MeToauKa TOJy4YeHUs TMOJdydeHue Tpanc-1,2-
nukiorexkcanauona u3z OLI, merogom runponuza COIIK B npucyTCTBUU BOJHOIO
pacTBOpa COJSIHOM KHUCJIOTHI B KAadyeCTBE KaTaiauszaTropa. B Xone skcnepuMmeHTa
ObuT0 ycTaHoBJeHo, yTo koHBepcuss OLIT 6mmska k 100 % yxe uepe3 20 MUHYT
nociie Hadana peakuuu. Beixon T Ha npopearuposasmmii OLII paBen 30,9 %.

Taxxke mnpoBoamiach peakius 0€3  y4acTHs  COJSTHOM  KHUCIIOTHI
(mepeMenMBaHue C BOJIOM Ha BOMASIHOW OaHe). YCTaHOBIIEHO, YTO B OTCYTCTBHUH

KHCJIOThI pCaKIUA HC UACT.

31



2.3 T'mapupoBaHue OKCHIAa UHUKJIOTEKCEHA, CoOJep:Kalierocss B
TEXHHYECKHX CMeCsiX NMPOU3BOJACTBA KANMPOJAKTaMa, HA HHUKeJEeBOM

KaTrajam3aTrope

B xone ananuza, 6p110 uaeHTudumuponano Bemiectpo OLIL, conepkaruiics
B HCCJIEAyeMbIX 00Opaslax B 3HAYMTEIBHBIX KOJUYECTBAX M IPEICTABIISIONINAN
co00l UHTEPEC KaK ChIPhE JJIsl IPOU3BOJICTBA IIUKJIOIN€KCAHOHA U ITUKJIOTE€KCAHOJIa,
C LIEJIBIO BO3BpAaTa JIAHHBIX BEIIECTB B IIMKJI IIPOU3BOJICTBA KapoJaKkTaMa.

N3-3a BBICOKOTO HAIpsHKEHUS OKCHPAHOBOTO KOJIbIA COJEPHKAILETOCS B
OLI, ero MOXHO JerKO packpbITh. COTNIACHO JINTEPATypPHBIM JaHHBIM [9]
pEaKkMI MOYKHO TMPOBECTH KaK CTEXMOMETPUYECKH, TaK M KaTaauTH4YecKu. B
MOCJEAHEM CJydyae OKCHUPAHOBOE KOJBIIO MOXKET OBITh PACKPBITO C
HCIIOJIb30BAHUEM METAJUIOB HAa HOCHUTENIE B MPUCYTCTBUU BOJOpoaa. B Hamem
ciydae ObLI MCITOJIb30BaH HUKEIh HAa OKCHIC aTIOMHHHUS C COJICPYKAHUEM HUKEIS

28 % B miepecyeTe Ha OKCHJI HUKENs (PUCYHOK 24).

OH 0
O Ni/ALO,
+H, > +

Pucynoxk 24 — Peakuust rugpupoBanus Ol Hag HUKEIEBbIM KaTaau3aToOpoM

belio  mpouwsBeneHO — AOKCIEPUMEHTAIbHOE  HAaXOXKJICHHWE  YCIIOBHUH
THAPUPOBAHUS, 00SCIIEYNBAIONINX MaKCUMAJIbHBIN BBIXOJ CYMMbI aHOHA W aHOJIA,
B IepecyeTe Ha MPOMYIIEHHBIN Yepe3 peakTop THapupoBaHus oOpaser Ne 4, Tak
KaK MCXOJIsl U3 UCCIeI0BaHUM B HEeM MakcuMaiibHoe coaep:xkanue OLII (54,26 %).

Ha pucynkax 25-26 npencraBiieHbl TpaduKi 3aBUCHMOCTEH BBIX0JIa aHOHA U
aHoJia OT TEMIEpaTypbl U OT MOTOKA BOJOPOJA, IMOCTYIAIOIIETO B PEaKTOp, MPHU

nojiaye B Hero cnuptoBoit ppakuuu 0,21 r/mMuH.
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BOZOPOAA

33



Hcxons u3 pe3ynbTraTtoB, MPENCTaBICHHBIX Ha Trpadukax 25 u 26 MOXKHO
cAenaTh BBIBOJA, YTO MAaKCHUMAaJbHBI CyMMapHBIM BBIXOJ ILHMKJIOT€KCAHOHA U
LUKJIOTeKcaHoa, paBHbld 36,4 % Ha npopearupoBaBmmii OLI', tocTturaercsa npu
temneparype B 200 rpagycoB, Toke Bogopoaa 100 Mia/MUH mpu CKOPOCTH MOJA4U
CO®IIK 0,21 r/mMun. Konsepcust OLII" npu rugprupoBaHun BO BCEX ciiydasx ONu3Ka
k 100 %.

[loMuMO aHOHA W aHOJA, MPU OMNPENEJECHHBIX YCJIOBHUSAX, O0pa3yroTcsi H
JIpyrue MpOAYKTHl ruapupoBaHusd. Hampumep, npu AOCTHKEHUU TEMIIEPATYpPhl B
peaktope B 257 °C mpum TOke Bogopoda B 25 MII/MUH TPEUMYIIECTBEHHO
obOpazyercs 6enzon. I[Ipu temneparype B 302 °C u Toke Bomopoaa 105 mu/mun
[JIABHBIM IPOJYKTOM THAPUPOBAHUS SBISIETCS IUKIOTEKCEH. Takke B pe3yJibTare
peaklMu BO BCEX MPOAYKTaX TUAPUPOBAHUS ObUIM OOHApyKEHbl TeKCaHOJ-1,
UKJIOTIEHTaHOIL.

Tak xe B mpomykrax peakuuu metogoM ['X-MC Obu1 0OHapyXeH B
HE3HAYUTEIBHBIX KOJIMYECTBAX TUAMUIIOBBINA 3(pup, oOpasyromuiics B pe3ynbTaTe
MEKMOJIEKYJIIPHOM AEruapaTaluyl aMuiioBoro cnupta, Haxoxasuierocs B COIIK.
BbIIO0 BBIICHEHO, YTO KaTajlM3aTOPOM 3TOr0 Ipoliecca SBJISETCS HE HUKEIb, a
HOCHUTENIb — OKCHJ[ QIIOMUHUS, SBISIONIMICS CTaHAAPTHBIM OOIIEU3BECTHBIM
KaTaJIM3aToOpoOM JIeTupaTaluu cnuptoB. Kpome Toro, 3a cuer AEHCTBHS OKCHIA
AJTIOMUHUS TIPU MPOBEJICHUH YKCIIEPUMEHTOB MpU 00JIee BHICOKUX TeMIlepaTypax B
pPEaKIMOHHON cMecu ObLI OOHApYyXEH TEHTEH, SIBISIONUNACA YK€ MPOTYKTOM
BHYTPUMOJIEKYJISIPHON JAErUapaTaifii aMUIoBOTO CIIUPTA.

B xome »skcnepuMeHTOB 10 paszneneHuto  KoMrnoHeHToB COIIK Ha
JabopaTopHO# KOJOHKE ¢ AediermMaropoM ObUIO 3aMEYeHO, YTO KyOoBas 4acThb
NEPETOHKHU CITYCTSI HEKOTOPOE BPEMSI 3aKPUCTAILIN30BANIACh. BhIIO MpeAnoaokeHo,
YTO 3TO CBSI3aHHO C OOpa3oBaHueM 1,2-nIUKIOTeKcaHauona. s moaTBepKaeHus
ATOTO 3aKPUCTAUIM30BAHHBIA OCAOK OBLI TMEPEeKPUCTATUTM30BAH UM BBIJCICH B
yuctoM Buge. llo3xke  ganHoe  BemectBO MeromoM [ X-MC  Owwio
UACHTU(PULIIMPOBAHO Kak TpaHc-1,2-nmukiorekcananona. B ganpHeiimem ObUI10

3aMEUY€eHO, YTO JIAHHOE BEIECTBO 00Opa3yeTcs U B pe3ynbrare ruapupoBanus OLT .
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Taxxke momMuMo 0OOIIEN3BECTHBIX MPOAYKTOB ruapupoBanus OLI, Obua
oOHapy>KeH HOBBI TIPOIYKT, HE YIOMHHABIIUICS paHEe B JHUTEPATYPHBIX
MCTOYHUKAX — TPAHC-NEHTOKCUIIMKIIOTEKCAHOM. [/ MOATBEPKACHUSA CTPYKTYPBI
JAHHOTO BEIIECTBAa MPEAMUCHIBAEMON, TAaHHOE BEIIECTBO OBLJIO BBIACICHO B
yucToM Buze TpexkparHou mneperonkod COIIK mpu Bakyyme Ha J1abopaTopHOM
KOJIOHKE IS JajibHeHIiero mpopeacHus ero aHanuza. Metomom ['X-MC Obun
3apPErUCTPUPOBAH MUK MOJIEKYJISIPHOTO HMOHA, COOTBETCTBYIOUIUK MOJEKYJISPHOU
Macce IMpeArnojaraéMoro CoeauHeHus. Takke ObUI BBIMOJTHEH 3JIEMEHTHBIN
aHaJIN3, KOTOPBIX MOKa3al UACHTUYHOCTh COCTaBa C MPEANOIAaracMbIM BEIIECTBOM.
HNcxons w3 pe3ynbTaTOB BBINIE ONHCAHHBIX METOJAOB, MOXHO CYAUTH O
MPaBUILHOCTH UJEHTU(DUKAIIMN 0OHAPYKEHHOTO HAMU COEIMHEHUSI.

[ToMrMO 3KCIIEPUMEHTOB MO TUAPUPOBAHUIO, ObLIa MPOBEJICHA PEaKIUs B
ToKe a3zora. bwumo oOHapyxeHo, uTo wu3omepusaius OIIlT B aHOH u aHoOI
HaAO0JI0IAeTCs HE B 3HAYUTENIbHBIX KOJIMYECTBAX.

CocTaBbl OCHOBHBIX MPOAYKTOB THJPUPOBAHUSA, A TAKKE YCIOBUS

MIPOBEICHUSI SKCTIEPUMEHTOB MpeCTaBIeHbI B Ta0uIe 10.
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Tabmuna 10 — YcnoBus npoBeeHUs THAPUPOBAHUS U COCTaB MPOAYKTOB PEAKIIHH

YcnoBus ruApUpPOBaHUS

CocraB MpoIyKTOB THAPHPOBAHUS, % Macc.

onJ:fTa Ckop. Ckop. Temneparypa uxor benzo Hpoﬁ;/mau ﬁg}iﬁl o1 [Tenran | Hukmnone | Uuknore | I'ekcan | [lukiore X, | AMIIT | TICI
oJ. oS, eKCeH X1 II on-1 HTaHOII KCaHOH on-1 KCaHOJI
COIIK Ho erar crupT
r/mua | mr/mun | Had. | Kom

1 0,9 106,4 238 302 6,73 - 6,42 4,14 - 1,55 31,16 1,64 7,94 4,65 5,00 4,69 3,36 1,25
2 0,9 102,0 145 122 0,31 - - 1,54 3,11 38,56 31,77 1,93 0,67 2,22 1,05 - 5.76 -
3 0,9 105,0 308 347 4,20 12,47 3,25 4,93 1,62 4,34 24,78 1,22 8,19 3,00 1,56 514 4,82 2,35
4 0,9 105,0 403 418 9,68 18,93 4,25 9,77 1,48 3,10 14,51 - 5,30 2,05 0,78 3,32 - -
5 0,9 102,0 298 322 4,03 13,38 3,19 5,78 1,38 3,16 25,72 0,94 6,87 3,68 1,99 6,32 2.28 -
6 0,43 105,0 298 302 6,44 7,71 3,96 5,39 1,01 2.97 24,24 1,05 9,22 3,69 2,87 6,67 4,81 3,26
7 0,19 105,0 302 304 12,60 1,13 8,23 6,01 0,94 2,49 21,69 0,39 10,35 3,36 4,09 7,22 2,39 3,10
8 0,9 1?\?2'0 312 | 342 | 158 | 1724 | 028 | 385 246 | 524 | 2031 | 150 756 | 275 | 101 [366| 430 | 080
9 0,21 107,0 250 245 11,24 - 5,43 4,47 0,28 0,64 27,82 0,74 6,99 3,76 10,26 5,06 0,76 1,06
10 0,21 25,0 258 257 9,41 - 8,57 4,09 - 0,82 25,33 0,77 6,94 3,72 5,30 4,69 3,87 3,11
11 0,21 96,0 208 208 4,53 - 2,23 1,14 - 0,13 35,75 1,39 3,27 5,62 16,49 4,18 3,48 2,69
12 0,21 153,8 216 204 2,66 - 0,66 1.50 - 0,16 39,34 1,93 4,99 6,44 9,24 3,11 | 11,26 0,58
13 0,21 205,0 207 203 1.61 - - 1,73 1,57 15,03 39,16 2,19 3,76 4,80 5,54 1,13 7,47 1,50
14 0,21 250,0 203 208 0,93 - - 1,21 2,28 26,07 37,67 2,03 3,00 2,87 2,85 0,66 7,70 1,07
15 0,21 80,6 204 211 4,02 - 2,43 1,04 - 0,12 36,09 1,29 2,62 5,51 15,87 3,76 4,03 2,78
16 0,21 60,8 204 209 3,55 - 1,07 1,80 - 0,12 39,76 1,79 4,01 6,61 8,98 2,35 | 10,50 3,15
17 0,21 40,9 206 204 4,45 - 141 2,75 - 0,22 34,90 1,69 4,99 4,97 5,23 157 | 13,59 3,98
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3 DKCnepMMeHTAJIbHAS YaCTh

3.1 PeakTUBBI 1 BCIIOMOTaTeJILHBIE BEIIIECTBA

B skcnepumeHTanbHOM 4YacTu paboOThl OBUIM MCIOJIB30BAHBI CIEAYIOIINE
XUMHUYECKUE PEAKTUBBI OOIIET0 Ha3HAYEHUS:

- cepHas kuciora «X. 4.» no I'OCT 4204-77;

— coJisiHast kuciota «X. 4.» no I'OCT 3118-77;

- rupokcu HaTpus «X. 4.» o 'OCT 4328-77

- areToH «4. 1. a.» mo I'OCT 2603-79;

- Tonyon «X. 4.» mo 'OCT 5789-78;

- o0ens3on «x. 4.» o ['OCT 5955-75;

— TUAPOKCHIIAMUAH CEPHOKHUCIBIN «X. 4.» 1o ['OCT 7298-79;

— a¢up nierponeitasiii mo 'OCT 11992-66;

- amuiioBbid criupt 1o 'OCT 5832-79;

— nentad o ['OCT 3134-78;

— mukiiorekcad rexgnueckuii mo [ OCT 14198-78;

— ciupT nzoammioBsiid mo 'OCT 5830-79;

- crupT ATUoBbIM o 'OCT 5962-2013;

- crupT MetuitoBbid o 'OCT 2222-95;

- H-niponinnaeTaT no 'OCT 8981-78.

3.2 MeToabl M cpecTBAa U3MEPEeHuit

Macc-cniektpel DY (npu 70 »5B) peructpupoBaiu Ha XpomaTromacc-
cnektpomerpe «Shimadzu GCMSQP2010Ultray (SmoHus) ¢ KanWwIspHON
koonkoi Optima-5MS. UK crektpsl moiydeHsl Ha criekTpoMerpe «Shimadzu

IRTracer-100» (Smonwust) mist o6pasioB B Tabserkax KBr wiaum ajisi TOHKOTO cios
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xuakoctu mexnay miactud KBr. KonuyectBennwii mukpoananu3 Ha C, H,
BEINIOJIHSIA COTJIacHO MeToukam [48], [49].

Tpanc-1,2-niuknorekcanauoin. beasie kpucramisl, 1.1 98—-103 °C. B xone
HKCIEPUMEHTOB 10 pazaeneHuto komnoneHToB COIIK Ha nabopaTopHON KOJIOHKE
c aediermMaropoM OBUIO 3aMe4e€HO, 4YTo KyOoBasg uacTh mneperoHok COIIK
3aKpPUCTANIU30BANIaCh.  BBUIO  MOpEanosioxkeHo, YTOo  ATO  O0OYCIOBIEHO
oOpazoBaHueM |,2—1IMKJIOreKCaHAWONAa B pe3yjibTare MJIWTEIBHOTO Harpena
KyOoBoit yactu B mnporiecce neperonku COIIK. 3akpucTainu3oBaHHBIA TPOIYKT
ObLT OT(QPUIBTPOBAH, MPOMBIT METPOJEHHBIM 3(UPOM M NEPEKCPUCTAILIU30BAH B
HEM ke, OT(QUIBTPOBAH €IIe pa3 U BBICYIICH OT pacTBOpUTeNs. Macc-crekTp, m/z
(I otH. %): 97 (10.1), 98 (32.2), 70 (100), 57 (68.0), 41 (31.8), 30 (3.4). Haiineno,
%: C 62.04; H 10.41. C¢H120,. Beruncneno, %: C 62.13; H 10.62.

TpaHc-neHTOKCHITUKIIOTeKCaHo -2, becuBeTHas KuakocTh, T.kum. 119-122
°C. O6pazer; COIIK No 4 TpexkpaTHO MEPETOHSUIA B BAKyyMe C 0TOOPOM CpETHUX
dpaxmuii. Macc-cniexktp, m/z (I otH. %): 187 (1.3), 186 (5.6), 169 (1.7), 140 (3.1),
127 (30), 115 (8.5), 100 (13.6), 99 (50.2), 98 (38.2), 97 (23.8), 70 (100), 57 (84.7),
43 (92.6), 41 (58.4), 31 (8.7), 30 (2.7). UK cmektp, v, cm = 3458 (OH), 2932 (C-
H). Haiineno, %: C 70.81; H 12.07. C11H2,0,. Beraucneno, %: C 70.92; H 11.90.

3.3 MeToa XpoMaTo-Macc-CIeKTPOMETPUYECKOT0 AHAIN3a

Nnentudukamuio komrnoHeHToB COIIK u  peaknMoHHBIX  cMmecei
BBITIOJHSIJTM  Ha  XpPOMAaTO-MacC-CIIEKTpOMETpuueckoi cucreme «Shimadzu-
GCMSQP2010Ultra», mnpencraBusitomeld co0oil  Ta3oBbI  xpoMarorpad ¢
MpOrpaMMHUPYEMbIM THEBMOKOHTPOJIEM, OJHOBPEMEHHO COBMEIIECHHBIH C Macc-
CHEKTPOMETPUUECKUM JIETEKTOPOM.

Paznenenne KOMIOHEHTOB OCYIIECTBISUIOCH Ha KBapIEBOM KaMMILUISIPHOM
kosionke OPTIMA 5 MS ¢ 100% mnomumumeruicunokcanoBori (ITMC)
HENOJBIKHOW (a3oil, amuuHOM 30 M, BHyTpeHHHUM auamerpom 0,25 MM u

tonmuHoN mieHku 0,25 Mkm. [ uaeHTUuuUKauu pa3aeaeHHbIX KOMIIOHEHTOB
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UCIIONIb30BAJICSI KBAJAPYTMOIbHBIA MacC-CIIEKTPOMETP C PEHUEBBIM KaTOAOM, THUII
MOHM3AINH — SJICKTPOHHBIN yaap.

Pexxum paboThl XxpomaTtorpada:

— HavaJbHas TeMIepaTypa Tepmocrara koynoHku, 60 °C;

- CKOpPOCTBH JIUHEHOTOo mporpammupoBanusi, 10 °C/muH;

- KOHEYHas Temneparypa kononku, 280 °C;

— BpeMs1 KOHEUHOW U30TepMbl, 70 MUH,;

- Temrneparypa aerekropa, 260 °C;

- Temmeparypa uHxexropa, 260 °C;

— JIaBJICHHE Ha BXOJE B KaMMJUISIPHYIO KOJOHKY, 57,4 klla;

- raz-Hocutenp — remuid (99,995 %) wucnonp3oBaliM B peKUME
NOCTOSTHHOTO TOKa 1 Mi/muH, nenenue noroka 1:10. Mmxeknus ocyuiecTBisiach
aBTOMAaTH4YeCKH, o0beM BBOAMMOM mpoObl 1 Mki. Ilepen wHxkekuuen mpooObI
pazbassutuck 1:10 B areTone.

Pexum paboThl Macc-CIEKTPOMETpA:

— anekTpoHHas sHeprus, 70 3B;

— TeMIepaTypa MMEeKTPOHHOTO uctounmnka, 280 °C;

— temriepatypa unrepdeiica ' X/MC, 280 °C;

— U3MEpPEHMs] MPOBOAWIN MPU PErHCTpPaAllMM Macc-XpomaTorpamm [0
MIOJTHOMY MOHHOMY TOKY B oOnactu 3HadeHuii m/z 30-300 a. e. M. U CKOpoCTH
ckaHupoBaHus 1 cka x ¢

— napameTpbl cucteMbl ['X/MC/IIN]] KOHTpOIWMpOBaM C TMOMOIIBIO
nporeccopa «P-111 512 Mb O3V, Windows 7». YnpasjieHue CUCTEMOI HACTPONKY
MCJl, mnpuem wu 00pabOTKy pe3yJabTaTOB HU3MEPEHHUH MPOBOAWIU C
WCITOJIb30BAaHUEM MTPOTPAMMHOTO o0ecTiedeHust mpruoopa,

— KOMIIOHEHTHI HICHTU(DUITUPOBATIN CPAaBHEHUEM 3aperUCTPUPOBAHHOTO
Macc-criektpa ¢ 6a3oit gaHHbix NIST. OTHeceHuwe crekTpa K OIpeeeHHON
CTPYKTYPE CUUTAIOCH JOCTOBEPHBIM, €CIIH 3HAUCHUE KOI(PPHUIIMEHTOB CXOAUMOCTH

IIpHU TIPSIMOM U 00paTHOM OnOIMOTeYHOM TToucke ObLIu Oodbie 800.
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3.4 MeToauku XpoMaTorpagpuueckoro aHajimsa

Jist  obecrieueHrss aHAJIUTUYECKOTO  KOHTPOJS  HEOOXOAMMO  OBLIO
pa3paboTaTh METOJWKHU BBIMOJTHEHUS H3MEPEHUN MacCOBOW JOJIM KOMIIOHCHTOB
peakIMoOHHON cMecHu. JlJig aHaiu3a BOCHOJIb30BAUCH ra30XpoMaTorpaduyecKkum
MeTosoM. PaGoTy BeImosHsIM Ha xpomaTtorpadax cepun «Kpucrammokc-4000M»
¢ IIN/] n katapomeTpom.

ITockoJIbKY TPEACTaBIIsI HMHTEPEC KOJMYECTBEHHBIM COCTaB IO BCEM
OCHOBHBIM KOMIIOHEHTOM MIPOObI, @ YHUCJIO STUX KOMIIOHEHTOB OBLIO BEJIUKO
(MuHEMYM 15-20), MaccOBYIO JIOJIFO KOMIIOHEHTa MPUHUMAIH PABHOM ILIOIIAH
MMKa, T.K CMECh CJIO)KHAasi U MHOTOKOMIIOHEHTHAasl BOCIIOJIb30BAThCS JIPYTUMU
METOJIJaMU pacyeTa 3aTPyJHUTEIBHO U HEPALIMOHAIIBHO.

[Ipy BBINOTHEHWH AHAIM30B HCMOJB30BAIM  CIEAYIOIIME CPEACTBA
U3MEPEHUs, alllapaTypy U BCIOMOTraTeIbHbIE YCTPONUCTBA:

— razoBbIi XpomaTorpad ¢ I1eTeKTOPOM MO TEIIONPOBOIHOCTH;

— ra3oBbIil XpoMaTorpad ¢ IeTEeKTOPOM MO MOHU3AIUU B IJIAMEHU;

- HENOABIKHBIE (ha3pl: monmaumeTriacuiokcan, [191-6000, Carbowax-
20M;

— ra3pl-HOCUTENHU: TexHudeckuit remuid mo TY 51-940-80 — mnpum
WCIIOJIb30BAaHUU JIETEKTOpa 10 HMOHU3AIMM B IIJJAMEHHU, a30T Ta3000pa3HbIi
texuuueckui mno I['OCT 9293-74 — npu UCHONAB30BAaHUU JAETEKTOpa IO
TEIJIONPOBOIHOCTH;

- Bojiopoa TexHuueckut Mapku A mo ['OCT 3022-80 ans nutaHus
MJIAMEHHO-UOHU3AIMOHHOTO JIETEKTOPA;

— cxarbld Bo3nyx 1o ['OCT 24484-80 pns mnudraHud TUIaMEHHO-
HOHU3AIMOHHBIX JIETEKTOPOB;

— xpoMarorpaduueckre KOJOHKHU: KalWJUIPHBIE KBapIEBhIE IITMHHOU
50 M BHyTpeHHUM auameTpoMm 0,2 MM M TOJIIMHON TUieHKH copOeHTa 0,4 MKM,
HacaJl0yHas CTajbHas C JJIMHHON 3 M U BHYTPEHHUM JIHUAMETPOM 3 MM;

- mukpoumnpuisl MII-10M o TY 2-733-106;

40



— aHATMTHYECKHUE BECHI OOIIETO Ha3HAUCHUSI.

VYnpaBrneHue CHCTEMOH, HACTpOWKYy, mpueM u o00paboTKy pe3yibTaToB
U3MEPEHU, MPOBOAWIIN C UCTIOIb30BAHUEM MPOrPAaMMHOTO oOecrieueHus nmpuoopa
«NetChrom V2.0».

Ilepen HavyasioM aHAIM30B KOJIOHKHU MPEABAPUTEIIBHO KOHIUIIMOHUPOBAIIN
npu temneparype B 240 °C B TeyeHUH 2-3 4acoB, 10 JOCTUKEHUS CTaOMIBHOCTU
HYJIEBOW JINHUMU.

Jna anamuza COIIK  cormacho TY  «IIAO  KyiiObimeBA30TY,
UCITIOJIb30Baach HacaJo4yHasi KOJOHKA ¢ HemoJBxHOU (azoit 20 % Carbowax-
20M Ha XpomaToHE, CHAOXCHHOW JETEKTOPOM TI0 TEIUIOMPOBOJIHOCTH.
Temneparypa xononku 110 °C. Temnepatypa nerekropa u ucnapurens 150 °C.
["a3-Hocutens — renuid, pacxon 40 mi/mMuH. CkopocTh noaauu Bo3ayxa 40 Mi/MuH.
JlaBneHnue BHyTpH KOJIOHKH 2,3 atM. O0beM aHanu3upyeMoit mpoObl 1 Mxi1. Bpems
aHanuza 10 MuUHYT.

[Tonublii KonMYecTBeHHBIM aHanu3 obOpasuoB COIIK, AUCTUIISATOB U
KyOOBBIX YacTel KOJOHH II0 €€ BBIACICHUIO, a TakkKe MPOJYKTOB WX
MpPEBpAILECHU, UCHOIb30BaIach KanujUIsipHash KBapleBas KOJOHKA, 3alO0JIHEHHAs
NOJIAPHON HemnoaBKHOM (azoit Carbowax-20M ¢ IMTN/]. TemnepaTypa KOJOHKH:
HavanbHas 50 °C, 3atem moansem co ckopocthio 5°/mun a0 240 °C. Temmneparypa
nerektopa u ucnapurens 250 °C. I'az-Hocutenbs — renuid, pacxon 10 mu/muH.
Cxopocth nogauu Bozayxa 600 mu/mun. CkopocTh mogadyu Bojgopoaa 60 mii/mMuH.
JlaBnenue BHyTpu KoOJOHKK 2,3 atM. O0bem aHanmuzupyeMoid mpoObsl 0,2 MKI.
Bpewms ananusa 40 MUHYT.

JInst cokpalieHus BPEMEHU aHallh3a TSKEIbIX MPOAYKTOB pPEaKIUl, TaKUX
KaK TpaHc-1,2-IUKJIOTeKCaHIUO0J, TEHTOKCUITUKIIOIEKCAHOJ, UMEIOIUX OOJIbIINe
BpEMEHa YJEpKUBAHUSI TIPU HCIOJIH30BAHUHM PEKUMa Ha KaWUISPHON KOJOHKE,
OBl pa3paboTaH METOJN WX aHaIM3a Ha HEMOJSIPHOM KamMUIIIPHOM KBapIEBOM
KOJIOHKE, 3aIl0JIHEHHOM noJmauMeTwicuiokcasom ¢ ITMJI, 4yto cyliecTBeHHO
COKpamaeT Bpemsi ux aHanuza. Temmneparypa koionku 100 °C, 3aTeM moabeMm co

ckopocthio 10°/mMun o 300 °C. Temneparypa merekropa u ucnaputens 320 °C.
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["a3-Hocurens — remuit, pacxoxa 10 mu/muH. Ckopocth mojadum Bo3mayxa 600

wir/muH. CkopocTh nojaun Bogopoaa 60 mi/mus. JlaBienue BHYTpH KOJOHKH 2,3

atM. O0beM aHanu3upyemoit mpoosl 1 Mxi1. Bpems ananusza 10 MUHYT.

3.5 MHpentudukanmusi xpoMarorpaguyecKux MNHUKOB, OINpeeIeHne

JIMHEHHBIX HHAEKCOB YAepP:KUBAHUS BellleCTB

I[JI?I I/IIIGHTI/I(i)HKaIII/II/I BCHICCTB, COOTBCTCTBYIOIIUX XpOMaTOFpa(bI/I‘IGCKI/IM

IIMKaM, HCIIOJIb30BaJIUCh JIMHCHHBIC HHACKCBI YACPKMBAHNA, TaK KaK OHH

ABJIAIOTCS  O€3pa3MEpHBIM  MapaMeTpoM,

aHaJInTa OTHOCHUTCIIbHO YACPKHNBAHUS H-aJIKAHOB.

XapaKTepU3yIOIUM  YAEPKUBAHHE

Jlnst nanHorO crnoco0a B BRIOpaHHBIX XpOMATOrpauyecKux yCJIOBUAX ObLIU

IIOJIYUCHBI XpOMAaTOIpaMMBbl T'OMOJIOTHYCCKOI'O psAda H-aJIKAHOB (IIO HCHTaI[eKaHa)

(tabmuna 11), ¥ myTeM JTUHEHHOW WHTEPHOJSIUU HCIPABICHHBIX MMapaMeTpOB

YAEpKUBaAHUS, paccuuTanbl MY 11s onpenensieMpIX COeIMHEHHUIA.

Tabnuna 11 — Bpemena ynepxkvuBaHus napauHOBBIX YIJIEBOJIOPOIOB

HopmanbsHble napaguHoBbIe

Bpewms ynepxuBanusi, MUH

YTIIEBOIOPOIBI
IMenrtan (CsH12) 3,30
I'excan (CeH14) 3,48
I'enrran (C7H16) 3,86
Oxran (CgHasg) 4,60
Honan (CoH20) 5,89
Jexan (C1oH22) 7,86
Vupekan (C11H24) 10,38
Nonexan (C12H2e) 13,24
Tpunexan (C13H2s) 16,34
Terpanekan (C14H30) 19,39
IMenranexan (Ci5H32) 22,32

JIuneliHbld MHACKC YyaepxkuBaHusi I[prog coequHeHHsT A BBIUUCISUIA 10

dbopmyie (1):
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tra) — Ry (1)

trin+1) — tR(V)
rne tria) — CKOPPEKTHPOBAHHOE BPEMsI YICPKUBAHUS COSNUHEHHS A;
tren) M tR(N+1) — CKOPPEKTHPOBAHHOE BpEeMSs yJEp>KUBAHUS H-AJIKAaHOB C
yuciom atomoB yriaepoaa Nu (N +1), KOTOpblie COOTBETCTBEHHO MEHBIIC M

OoJIbIIIE YHCIIa aTOMOB YIJIEPOJA, YEM B COEUHEHNH A.

CpaBHuBasi IMOJIy4€HHbIE 3HA4YeHHUA C 0a30i JAHHBIX HALMOHAJIBHOTO
uHcTHTyTa cragaproB u texHomormii CHIA (NIST), moxHO cyauth o
IPABUWJIBHOCTH UIECHTU(UKALUYA U BO3MOKHOM HAJIMYUU T€X WJIM UHBIX BELIECTB B
UCCIIEyEeMON CMECH.

Taxxxke 1nd uaeHTUPUKAUMKA ~ XpoMarorpauueckux  MUKOB,  ObLI
UCIOJIb30BaH METOJ BHEIIHEro craHjapra. lluk wuaeHtuduuupoBancs myTem
WHXEKIIMH B XpoMaTorpad 4ucToro Bemectsa. Eciau BpeMs yaepKUBaHUS YUACTOTO
BEILECTBA COBIAJAET C BPEMEHEM YIEPKUBAHUS IIPEATIONAraeMOro, MOXHO CYJUTh

O IMPaBUJIIBHOCTH €TI0 I/II[eHTI/I(I)I/IKaI_[I/II/I.

3.6 MoaroroBka karaauzatopos ruapupoBanus COIIK

Hns ruapupoBanuss COIIK B paboTe HCMONB30BAIUCH CIEAYIOIINE
KaTaJIN3aTOPBI:

— HUKEJICBBIN KaTajau3aTop, MPOU3BOJCTBA T. AHrapck c¢ conxepkanvem Ni
28% B mepecuete Ha NiO, Ha Hocutene Al,Os;

— cumukarenb «KCKI» mo I'OCT 3956-76 mnpousBojactBa Hong Kong
chemical corp.

[lepen ucnoab30BaHUEM JTaHHBIE KAaTAU3aTOPhI OB U3MEIbUEHBI B CTYIIKE
Ha Oonee Mmenkue ¢pakuuu. B panpHelimeM mnpoucxoaus ordop (pakiuu B
npeznenax 1-3 MM, myTeM MpOMYyCKaHUS U3MEIbUYEHHOTO KaTaau3aTopa 4epe3 CUTO
C U3BECTHBIMH pa3Mepamu siueek. [locie yero katanu3arop NOMENIalics B PEaKTop

W cymuics B Toke azoTa npu temmeparype 400-500 °C B TeueHue 2-3 4acos.
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ITocne cymku, BMECTO a30Ta B pPEaKTOp IOJABAjJCs BOAOPOJL M IPU TOH ke
TEMIIEPATYpe MPOUCXOJWIO BOCCTAHOBJICHHUE KaTaM3aTopa B TeUeHHE 6-7 4acoB.
OKOHYaHHEM BOCCTAHOBJICHMSI KaTaJM3aToOpa CBHJIETENbCTBOBAJIO IPEKpallleHUuE

KOHACHCAIIUU I1apOB BOJbI B XOJOAWJIBHUKE HAa BBIXOAC U3 PCAKTOPA.

3.7 Meroauka ruapupoBanus COIIK

st razodaznoro karamutuyeckoro ruapupoBanuss COIIK Owuia cobpana

nabopaTtopHas yCTaHOBKA MMPOTOYHOIO TUIIA, MPE/ICTABICHHAsI HA PUCYHKE 2.
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Pucynoxk 27 — Cxema 1abopaTopHOil yCTaHOBKH TUAPUPOBAHUS
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[IpenBaputensro B3BemeHHbli oopazer; COIIK (¢ Tounoctrio + 0.001 1) u3
npoOHupKH 9 ¢ 3aaHHON CKOPOCTHIO MEPUCTATBTUYECKHUM HACOCOM 8 TMOCTYIMAET B
BEPXHIOIO YacCTh PEAKTOpPa, CIOJIA K€ MOCTYHaeT BOAOPOM, C 3aJaHHBIM PacX0I0M,
1oJlaya KOTOPOTO PETyJIUPYETCS WMroiab4yaThiM KpaHom 2. Mcmapsisicb B BEpXHEU
yacTu peakropa cMech Bogoposa u COIIK nmpoxoaut uepes cioil katanuzaropa 4.
[IpoAyKT peakunu KOHACHCUPYSCh B XOJOAWIBHUKE 7, OXJIAXKIAEMbIA TPOTOYHOMN
BOJIOM, MOCTyMaeT B K00y mpueMHuK 10, OTKyJaa 9acTh MPOIyKTa OTOMpaIach u
BBOJMJIACh B XpomaTorpad A KOJIMYECTBEHHOIO M KayeCTBEHHOI'O aHalu3a. 3a
TEMIIEPATYPON B PEAKTOPE CIECIWIN IIPU MOMOIIX 3JIEKTPOHHOIO TepMoMeTpa 6,
KOTOPBIM B CBOIO OYEpPENb CHUMAET IMOKA3aTENU C TEPMONAPHI 5, MOrPyKEHHOU B
cioil karanuzatopa. OObEMHasi CKOPOCTb pacxoja Ia30B KOHTPOJUPOBAJIACH C
ITIOMOIIBIO AJIEKTPOHHOIO pacxonoMepa 11 KOTOpBIM NPUCOENMHEH K BBIXOAY W3
peakTopa CHIIMKOHOBOM TpyOkoi. OOorpeB peakTopa OCyIIeCTBISIICS HAMOTaHHON
BOKPYI HEro HUTBIO Hakaja 3. 3a CcYeT peryJupoBaHMs J1abopaTOPHBIM
aBTOTpaHC(POPMATOPOM IMOAABAEMOT0 HANpPsDKEHUS HA HUTh Hakajla, B pPEeakTope
JOCTUTaach HYyKHas Ui OIPEACIICHHOTO JKCIEpUMEHTa Ttemneparypa. /[lus
NpeIoTBpallleHUs] TONajJaHusl B PEaKTop aTMOC(PEpPHOro BO3AyXa, IeEpen
DKCIIEPUMEHTOM PEAKTOP IIPOLYBAICA a30TOM.

[Tapametpsl peakTopa:

— MaTepuall — CTEKJIO;

— BbIcOoTa 41 cM;

— BBICOTA CJI0s1 Katanu3aTopa 31 cm;

— 06BeM 54,4 cm®;

— 00BeM 3arpyxkaeMoro katammsaropa 43,7 cm®,;

— nuameTtp 1,34 cwm;

— 00BbEeMHAs CKOPOCTh Moaauu chipbsa 0,0057 u L,
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3.8 Meroanka moJiydyeHusi TpaHc-1,2-HHUKI0TeKCAHANO0JIa THAPOJIHU3OM

COIIK

g ruaponusa B KPYTJIOJOHHYIO KOJOy o0BbeMoM 25 M, CHaOXXEHHYIO
0OpaTHBIM XOJIOJIUIILHUKOM, OBLIO 3aKPYKEHO 5 MJI JUCTUIUIATA KOJIOHHBI K-369A
BMecTe ¢ BoAHBIM 10 % pacTBOpoM COJNSIHOM KUCIOTBL. B nmanmpHeiem
PEaKIIMOHHYIO CMECh HAarpeBajM MPHU NepeMEIINBaHIH B KUTIAIIECH BOJASHOM OaHE B
TeyeHue IByX uacoB. C wuHTepBajIoM B Kaxible 20 MHHYT IepeMelIuBaHUE
OCTAHABJIMBAJIOCH JIO TOJHOTO pa3JielieHus BOJAHOIO W OPraHUYECKOro Clos,
OpPraHUYECKUH CIION OTOMpPAK MIMPHUIIEM A03aTOPOM U MTOMEIIATH B T€PMETHUHBIH
MEeHUIMUTMHOBBIN (hiakoH, mpoMbiBaiiu pactBopoM NaHCO3 0T KUCTOTHI.

Kaxpmas npoba Obula B HalbHEHIIEM aHAJIM3UPOBAHA METOJOM Ta30BOM
xpomartorpaduu, napauieibHO OTMeYanach 3aBUCUMOCTh 00pa3oBaHus TpaHc-1,2-
UKJIOTEKCaHANoJda OT BpeMeHH. bpuio mokazano, uro rtugponu3 OLI,
conepxkaierocss B COIIK, B oTCyTcTBHE KHCIOTHI (HarpeBaHue C BOJIOW IpHU

NepeMEeNIMBaHNH ) TPAKTUIECKU HE TIPOUCXOTUT.
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3akJIroueHue

OmnpeneneHo, 4To HCIOJIB30BAHUE METOJUKU ISl XpoMaTorpaduueckoro
anannza COIIK Ha HacamodHbIX KOJOHKAX, cormacHo TY «ITAO KyiiObimeBA301»
SBJIIETCS HE 11€71€CO00Pa3HBIM U MaJIOd(P(PEKTUBHBIM.

bbu1 pazpaboTan MeTO KanWJUISIPHOM ra30BOM XxpoMaTorpaduu s aHaIu3a
IPOAYKTOB OKHUCIEHUS LHMKJIOINE€KCaHa, MpH KOTOPOM MPOUCXOJUT IOJHOE
paszeneHue KOMIIOHEHTOB HCCIIEyEMBIX CMECEH.

OKCNEepUMEHTAIBHBIM IyTEM OBbUIM MOJO00paHbl YCIOBUS TUAPUPOBAHUS
COIIK, numenno OLI', comepxkamerocs B HEW B 3HAYUTEIBHBIX KOJIMYECTBAX C
CYMMAapHBIM BBIXOJOM aHOHa M aHoya 36,4 % B mepecuere Ha NPOIYIICHHBIN
yepe3 peakrop OLI. JlanHpIM MeTON TO3BOJISIET BO3BpallaTh B IPOLECC
IIPOU3BOJCTBA KamposakramMa 197 kr aHoHa W aHoja ¢ 1 TOHHBI AMCTHILIATA
KoJIOHHBI K-369A.

O6nHapyxeH HOBBIN IPOAYKT TUPUPOBAHUSA our TpaHc-
NIEHTOKCULIMKJIOTEKCAHOJI, HE YINOMMHABIIMICS paHHEE B JUTEPATYPHBIX
MCTOYHUKAX I10 JAHHOM TEME.

[IpencraBnena  MeToauKa  MOJY4YEHHMs] — TpaHc-1,2-mUKiIorekcaHaunosna

ruaponuzom COIIK.
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