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AHHOTALUA

Brimycknas kBanudukamuonHas padora comepxut 50 c., 4 pucyHka, 17
TaOJIUII, UCTIONH30BaHO 47 UCTOYHUKOB, B TOM uucie 17 3apyOeKHbIX.

Llens paGoThl — uAeHTU(UKAIMS COCTaBa KOMIIOHEHTOB B IIPOJIYKTaX
OKHUCJICHUS] IUKIOTeKCaHAa W JEruJAPUPOBAHUS IUKIOT€KCAHOJIA IOCPEACTBOM
ra3oBoii xpomatorpaduu.

B Teoperndeckoil yactu paboThl paccCMOTpeHa (PU3UKO-XUMUYECKHUE OCHOBBI
mpolecca OKHUCICHUS IMKJIOTeKCaHa, KaTalau3aTopbl M Pa3JIMYHBIE METObI
KOHTPOJISI COCTaBa MPOJYKTOB. BEIABICHO, uTO HE0OX0auMO pa3paboTaTh METO[
aHaJl3a JJIs TOJHOTO WJCHIM(PUPOBAHUS KOMIIOHEHTOB, HMEIOIIUX HU3KHE
KOHIICHTpAIUH.

B xozxe paboTbl onpezeneH MpeanonokxuTenpHblii cocta ppakunn COIIK
METOJIOM ra30BOM xpomaTorpaduu, ornpeaeneHsl MONpaBovHbIe KO3(PPUIMEHTHI U
KOHIIeHTparuu. lIpoBeeHO cpaBHEHHE UYBCTBUTEIBHOCTH HACAJOYHON U
KallWJUIAPHOM  KOJIOHOK. A TakKe CpaBHEHHME COCTaBa HCKYCCTBEHHO
IIPUTOTOBJICHHOW cMecH ¢ HopMmamu TY.

BoinyckHas — kBanu@uKalnumoHHass paboTa BBIIOJIHEHA B TEKCTOBOM

penakTope Microsoft Word 7.0 u npencraBieHa Ha 3JIEKTPOHHOM HOCUTETIE.



ABSTRACT

The title of the graduation project is “Determination of individual and group
composition of cyclohexane oxidation products in the production of cyclohexanone
at PJSC "KuibyshevAzot".

The graduation project consists of 50 pages, an introduction, 3 figures, 17
tables, the list of 47 references including 17 foreign sources.

The aim of the work is to identify the composition of the components in the
products of the oxidation of cyclohexane and dehydrogenation of cyclohexanol by
gas chromatography.

The graduation project considers the method of oxidation of cyclohexanol at
PJSC ‘KuibyshevAzot’, as well as the other ways to implement this process.
Various methods of product analysis are presented.

In the thesis the calculated composition of the fraction is determined by gas
chromatography, as well as correction coefficients and concentrations are given.
The sensitivity of the nozzle and capillary columns and the composition of the
artificially prepared mixture with the standards of Spec. TU are compared.

It can be concluded that the method of capillary gas chromatography allows
us to identify much more components of this analyzed mixture than when using a
nozzle column. It is also evident from the results of the work that the number of
unidentified components found on the chromatogram obtained using the polar
column DB-WAX (polyethylene Glycol (PEG)) is doubled.
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BBenenue

Ha ceromnsmHuii A€Hb NOJMMEPHBIE MaTepuiia SBISAIOTCA BEIyLIUMHU
00BEKTaMH B Pa3BUTUU MPOMBIILIEHHOCTHU. [IpakTudeckuil kKaxaplii ToJl Ha PhIHKE
MOSIBIISTFOTCS HOBBIE pa3paboTaHHbIE MTOJIUMEPBHI, OTJIMYAIOIIUECS
MOJEPHUZHPOBAHHBIM CBOWCTBaMH. OAHUM M3 BaXHEHUIIUX U HEOTHEMIIEMBIX
NOJINMEPHBIX MaTepUajioB SIBIISIETCS KalmpoH W HeWnoH. OTcroga ClenyeT, 4To
TJIABHBIM MPOAYKTaMU JJISl UX MOJYYEHHUS SIBJSIFOTCS KalpoJIaKTaM U aIuMNHOBAs
Kucnora. e-Kamponakram SBISIETCS OCHOBOM JUIS INPOM3BOJACTBA IIOJMAMMJA,
CUHTETHYECKUX BOJOKOH, MHXEHEPHBIX IUIACTUKOB M IUIEHOK. B Buay 3TOro
ClIelyeT TPaBWIHHO BBIOMpATh METOJ HX MPOU3BOACTBO B IPOMBIIIICHHBIX
MacmTabax, TO €CTh HaJAO0 YYUTHIBATh JACHIEBU3HY MCXOAHBIX MaTEpHUAIIOB,
TEXHUYECKU U SKOHOMUYECKHU BBITOJIHBIE TEXHOJIOTMYHBIE cXeMbl. [IoaTomy mo ceit
JI€Hb BEJIETCSl MOUCK HanboJiee ONTUMANIBHBIX YCIOBUSX MPOLIEcca.

OnHOM M3 OCHOBHBIX CTaJAWM B NPOWU3BOACTBE KalpoOJIAKTaMa, SIBIIAECTCS
CTaJusl OKMCIICHUS UKJIOTE€KCaHa Uil IOJIy4eHUS IUKJIOT€KCAHOHA.

Ha cerognsitinuii 1eHb OOJIBIIYIO YacTh IIUKJIOTE€KCAHOHA MOJYYaloT MyTeM
KATAJIMTUYECKOTO OKMCIICHHS LIUKIIOT€KCaHa B MPUCYTCTBUH KUCJIOPOJAA BO3AyXa.
Ho B JjgaHHOM  mpou3BOACTBE  OOpa3yercs  OrpOMHOE  KOJUYECTBO
KHUCJIOPOJACOIEpKAITUX TPUMECe, KOTopbie JIMOO OMBUIsIEMBbI, 1100 HeT. Eciu aTn
MIPUMECH TIOTMAIal0T B KOHEYHBIA MPOJYKT, TO OHU MaryOHO BIIUSIFOT Ha CBOMCTBA
KOHEYHO TpoaykTa. B BHIy 3TOro, o4eHb Ba)KHO HauOOJIe€ TOYHO OMNpPEAEIsATb
IPyNIOBOM COCTaB TOJYYEHHBIX NPOAYKTOB OKHUCIEHUS U pa3padaThiBaTh
CJIIOXKHBIE CHUCTEMbl OYMCTKM LIMKJIOT€KCaHa. Takne OYMCTUTENbHBIE CUCTEMBI
BKJIFOYAIOT B C€O0sl IIEJIOYHOM TUIAPOIU3 CIOXKHBIX 3(DUPOB M PEKTHPUKALMIO
IUKJIOTEKCAHOHA TOJ JCUCTBUEM LIeao4Yu. He cMOoTpst Ha TO OKCHIAT, KOTOPBIH
MOCTYNAET Ha CTAIUI0 OMBUIEHUS conepkuT 1,5-2% macc. mpumeceil, npu aHanuze
€ro B CIEKTpe pasznuyaror Oosbiie 50 coeAMHEHHH, KOTOPbIE OTHOCATCS K pa3HbIM

KJlaccaM M HUMEIOT pPa3jMuHyl0 PEAKIUOHHYIO CIOCOOHOCTh. JlaHHBIA acmekT



oOyCTaBIMBAET 3aTPYJHEHUS B BHIOOPE ONTHUMAIBHBIX YCIOBHUS MJIS CTaauu
OYUCTKH M HE TTO3BOJISIET TOJYYUTh IIUKIOTEKCAHOH BHICOKOW CTETICHU YUCTOTHI.

AKTyaJabHOCTh JIaHHOH pabOThl O0OYCIIOBIIGHA POCTOM TIOTPEOHOCTH B
MPOIYKTAaX OPTaHUYECKOTO CHHTE3a, CaMbIM Ba)XHBIM SIBIISIETCS KadyeCTBO
MIOJIy9aeMOr0 MTPOMEKYTOYHOI'O MM KOHEYHO MpoaykTa. HeoOXoaumMocTh TOUHOM
UIACHTU(DUKAIMY COCIUHEHUN IOJIy9aeMbIX IPOJYKTOB Ha CTaAUH OKHCIICHHSI
IIUKJIOTEKCAHOHA, SBJISICTCS BAXKHOW YaCThIO MPOM3BOJCTBA KamposakTama. Tak
KaK OT YUCTOTHI ITUKJIareKCaHOHa, Oy/IeT 3aBUCETh Ka4eCTBO BOJIOKOH.

Ilenms paGoThL: uWACHTHU(UKAIMS COCTaBa KOMIIOHEHTOB B TIPOAYKTaxX
OKHUCJICHHS ITUKIIOTEKCAaHA W JETHAPUPOBAHUS ITUKIIOTEKCAHOJIA ITOCPEIACTBOM
ra3oBoi xpomaTtorpadum.

3agauu paOoThI:

[IpoBecTr TeOpeTUUECKUI aHATIN3 CTAJAMH OKUCICHHUS IIMKJIOTEKCAaHOHA;

Ocy1iecTBUTh UACHTU(DHUKALINIO COSTUHEHHUM, TIOYYCHHBIX MPU OKUCICHUU

MKJIOTEKCAaHOHA.



1 TeopeTn4eckasi 4acTh
1.1JTutepaTypHblii 0030p

1.1.1Xapakrepuctuka npeanpusatus [IAO «KyiiobimeBA30T»
AO «KyiiOpimeBA30T» OB OCBOeH B 1966 1. MecTononoxeHus
npeanpusatua r. Tonssattu, B 1000 kM Ha roro-noctok ot Mockssl. Tepputopus

3aBOJIa 3aHUMAET OTPOMHYIO TUIOIIA/b B TOPOJIC, YTO BHIHO Ha pucyHke 1. [1].

1 Zasoncynpasncime (yn. Hoscoasoncxkas, 6) 4
2MCM 4 3 Kombmar nvrarmn
4 UentpanuHar np S Crapoe P (ROATAT Beam T3 Y

Pucynox 1 — Mectononoxenue AO «KylObieBA30T»

['maBHbIMU HampaBiieHus npou3BoJcTBO AO «KyHObIIIEBA3OTY» SBISIOTCS
MIPOU3BOJICTBA KAMpOJIaKTaMa M €ro MPOU3BOJHBIC (KOpIHAS TKaHb, TOJUAMHUI-06,
BBICOKOIIPOYHBIE TEXHUYECKUE HUTH, NHKEHEPHbIE MUIACTUHKH, U CUHTE3 aMMHAaKa

Y a30THBIX ynoOpenuii. B Tabnune 1 npuBenensl nokazarenu 3a 2000-2015 rog.



Tadomuma 1 — OcHoBHEbIE TToKa3arenu 3a 2000-2015 rr.

O6bem 2000, ThIC. TOHH 2015 TbIC. TOHH [Ipupoct
MIPOU3BOJICTBA
Kanponakram 105 176,3 67,9%
[Momnamun-6 0 135,3 Hosoe npousBoacTea
TexHuyeckas HUTh 0 13,5 Hosoe npousBoacTea
KopnHas TkaHb 0 4,6 Hosoe npousBoacTea

Ha CGFOI[H?IH_IHI/Iﬁ ACHDb NPCANPUATHUC ABJIACTCA JIMACPOM B IPOU3BOACTBC

nomuamuga — 6 B Poccuu, CHI' u BocTounoit EBporie.

1.2 IIpon3BOICTBO IMKJIOTeTKCAHOHA

CyliecTBYIOT pa3MYHbIE CHOCOOBI MMOJYYEHUS UUKIOTeKCaHOHA W,
cienoBarenbHo, kamposjakrama. Ha AO «Ky#ObimeBA30T» Takoil crmoco6
XapaKTEepU3yeTCsl KaTAIMTUUYECKUM OKHUCIICHHEM IMKIIOI€KCAaHa, MOJYyYEHHOrO IO
peakuuu TUApUpoBaHUs OeH3oja. B Xoae cTaguu OKHCIEHHS LUKIOreKCaHa
MPOUCXOIUT O00pa30BaHUE JBYX MPOAYKTOB — IIMKJIOTNEKCAHOH M ITUKIIOT€KCAHOIL.
BTopoii B mocnencTBuu IETUIPUPYIOT 10 AaHOHA.

B cBo10 ouepenb npu OKHUCIEHUM IIUKIIOIEKCaHa BBIACISIETCS Macca IPyrux
KHUCJIOPOACOJICPKAIIUX MTPOAYKTOB, TAaKMX KAaK KETOHBI, albJECTHbl, BbICIINE
cnupThl, 3pupbl. B Buay 3TOro K AaHHOW peakUUH MNPOSBISETCS OrPOMHBIN
uHTepec. B TOM 4yucine OJHMMU U3 HHTEPECHBIX MPOAYKTOB SIBIISFOTCS
IIECTUYTOJIbHBIC KETOHBI U alibJieruibl. CTalui0 OKUCICHUSI MOYKHO OCYIIIECTBIISTh
100 B ra3oBoM, 1100 B xuako(pazHOM pexxkume. Ha nccienyemMom 3aBojie CTaauio
OKHCJIEHUS OCYILIECTBIISIOT BTOPHIM CIIOCOOOM.

Kunkoe (a3zHoe OKHCIEHHE IUKIOTeKCaHa TpeACTaBiseT  cobOoi
pacrpocTpaHEHHBIN CIOCO0 MoJydeHUs] aHOHa W aHoja [2]. Dror mporece ObLT
M3Yy4YeH Ha KMHETHKY PEaKIMH, MEXaHU3M MPOTEKaHUs, MOJ00paHbl ONTUMAIbHBIC
ycioBust. OT yCIOBHM peakifii CUIIBHO 3aBUCUT COCTaB MOJIY4YaeMbIX MPOIYKTOB, B

OCOOEHHOCTH OT TEMIIEPATYPHI.



B ommume oT kuakodasHOrO OKHCIEHUs, Mapo-pa3Hoe OKHCICHHE
IIOJIBEPIJIOCh HE TakoMy IMoaApoOHOMY u3ydeHHe. CyIIecTBYeT JIMIIb HECKOJIBKO
paboT, B KOTOPBIX YIOMHHAETCS JdaHHBIM MeToA. Ero ocymecTBusiii B
IPHUCYTCTBUH OPOMHCTOTO BOJOPO]Ia M HA OKMCHBIX T€TEPOrCHHBIX KaTalln3aTopax.

[Tapo-da3Hoe oOKHCICHHE WMEET PsAJ HEIOCTATKOB Mepen KHUIKO(Ma3HBIM,
OHH 3aKJIFOYAIOTCS B:

— peakuus WJAET MPHU BBICOKUX TEMIIEpaTypax, YTO YBEIMUYHMBAET CKOPOCTH
peaKIMy, HO W YyBEIMYUBACT CKOPOCTh OOpa30BaHHS IMOOOYHBIX
POAYKTOB U CHIKAET KOHBEPCHIO IIUKIIOTEKCAHA;

— TeMmIeparypa peakluu B Mapo-(pa3HOM OKHUCIEHUU cocrtaBisier 320 -
340°C (xunpkodasnwiii mporecc 120-160 °C), sto BiedeT 3a coOoi
BCTaBKY JIOTIOJHUTEIBHBIX CHCTEM HAarpeBaHWS U OXJAXKICHUS B
OTJCIIBHBIX CTAIMSIX;

— napo-(a3HOMY IPOLECCY COOTBETCTBYIOT 00Jiee KECTKUE YCIOBUS, ITO
NPUBOJUT K TOMY 4YTO ITUKIOTEKCAaH MOXKET TOJHOCTBIO OKHCIUTCS 0
CO, CO,, H,0;

— JaXe eciIW Toxo0paTh ONTHUMAIbHBIC YCIOBUS I Mmapo-(a3sHoro
mporiecca, To OyaeT 00pa30BBIBATHCS 00JIBIIIOE KOJUYSCTBO OECTIOIC3HBIX
IPOAYKTOB, U OCHOBHAS YaCTh IIUKJIOTCKCaHa BBITOPHT.

B pabote [44] Dmanyais H. M nipeytosxkun cxemy peakiuu )uako (ha3Horo

OKHCJICHHS ITUKJIOTeKcaHa (PUCYHOK 2).
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PI/ICYHOK 2 - cxema PCaKIH JKUIKO (1)213HOF0 OKHUCJICHHA NUKJIIOI'CKCaHa

C yyeToM NpHMBENEHHBIX apryMEHTOB IMOJb3Yy XKUAKO (Ha3HOIO OKHCIIEHUS,
JAHHBIM CcHoco0 3akpenwics B XMMHUYECKOW mpombinuieHHocTH. Ho u y Hero
CYILLECTBYET HENOCTATOK — 3TO OTHOCHUTEIBHO HM3Kasi KOHBEPCHs LUKIIOI€KCaHa,
KOTOpasi YMEHbIIAET CEeNEeKTUBHOCTH 10 80%. KoHeuHo ke, cyliecTByeT crnocod
MOJYyYeHUs] IMKJIOTeKCaHoja u3 (eHoja, MyTeM TuJapupoBaHus (eHoua,
CCJICKTHBHOCTh B JAaHHOM IIporiecce coctamisier Oosiee 97%, HO chiper; (eHO
ABJIIETCSI HKOHOMHYECKH HEBBITOJHBIM, II03TOMY TMPEANOYTEHUE OTIAETCA
UKIorekcany [4].

Taxas OTHOCHUTEJILHO HEBBICOKast KOHBEPCHUS LUKJIOTeKCaHa
00yCJIaBIMBAETCS HECKOJIBKUMHM ACTIEKTaMH, TAKUMHU Kak:

— MPOJYKThl pPEaKLUUU SBISAIOTCS 3HAYUTEIBHO PEAKLIMOHHO CHOCOOBI IO

CPABHEHUIO C LUKJIOTE€KCAHOM B OKUCIIMTEIIBHOM CPELIE;

— MEpPBBIM NPOIYKTOM OKUCIEHUS SIBISETCS TUIPONEPEKUCH IUKIIOTeKCHuIa,
UMEHHO OHa CIIOCOOCTBYET 0OPAa30BAHUIO AJIbJIETUIOB, KETOHOB, CIIUPTOB,
2(HpOB;

— TUJPOINEPEKUCHh IUKIOTeKCUIIA SIBJSETCS KIIOYEBBIM IPOMEXKYTOUYHBIM

coenuHeHueM [45].
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1.2.1Pu3nko-xuMn4ecKre 0CHOBBI MPOLECCa

B wucrounuke [5] bepesmn W.B. mnoapoOHO U3IOXKWI MEXaHU3M
KUAKO(DA3HOTO OKHUCIEHUS LukiIorekcaHa. OH TMcCal «B OCHOBE peakluui
OKHCIICHUSI YIJIEBOAOPOA M HX TMPOU3BOJHBIX KHUCIOPOJOM BO3JyXa JIEKUT
nepekucHas Teopusi». B 1897 rony A.H. bax [6] u K. Durmep [7]
chOpMyIMPOBAIM CBOIO TMEPOKCUIHYIO TEOPHUIO0 OKHUCICHHS YTIECBOAOPOJIOB C
aKCHOMOHW O THUIOTETHYECKOM OO0pa30BaHWU MPOMEKYTOUYHOTO OKcuaa. B atoi
TEOPUU YTBEPXKAACTCS, UYTO C OKHUCISAIOMIMMCA PEAareHTOB OCYIIECTBIISIETCS
B3aUMOJIEUCTBUE HE C OTJEIbHBIM aTOMOM KHCJIOpPOAA, @8 UMEHHO C MOJHOLICHHOU
MOJIEKYJIOM. OTOT (aKTOp MCKIIOYaeT NpOLEcC IUCCOLMAlUU KHCIOPOJa,
ClIeIoBaTeIbHO, HE TpeOyeTcss TMOJBOJA 3HAYUTEIHLHOTO KOJUYECTBA Terlia
(117xxan/momns).

A. H Bax mnucain, yTto B pe3yibTaTe MpoLecca OKUCIECHUS MOJIEKYJISPHbBIN
KHCIIOPOJl, MEHSET CBO€ COCTOSHME OT CTaOWJIBHOTO J0 akTuBHOrO. Ilpu
MPUCOCAUHEHUN AaKTUBHOM MOJIEKYJIBI KHUCIOPOJa K MOJIEKYJiIe OPTraHHU4YeCKOIo
BEIIECTBA, 00pa3yeTcs KOMIIOHEHT MEPEKUCHOTO TUIIA, KOTOPBIN COJIEPKUT IPYIIITY
RO,-. Yxe no3:xe TaHHBIH MEXaHU3M OBbLT MTOATBEPKIACH U IPYTUMH YICHBIMH.

B 1925-1927 rr. CemeHoB mnpecTaBuil pa3paboTKy HA OCHOBE BETBSIIIUXCS
peakuuu. ITO HY>KHO ObLIO JIJIsi TOHUMAHUSI 0COOEHHOCTEH OKHUCIICHHs BOJIOPO/a
u ¢ocdopa. Ilozxke B 1934 r. uM ObLIO BBIABUHYTA KOHIICHIUS MEJICHHOTO
OKHUCJICHHUSI yTiaeBOAOpPo0B. OHO TPEACTaBILIO COOOM IEMHYI0 PEaKIUio C
BBIPO’KJICHHBIM Pa3BETBICHUEM. B 3TOM ke rogy x. bakcTpem mokazal MEXaHW3M
OKHCIICHHUsI OCH3aJIbJICTH/Ia, OCHOBBIBASICh Ha DKCIIEpUMeHTax [8].

Ha ceromHsmHuii J1€Hb OCHOBHOW MPUHUMWII HHTEPIPETALUU KUHETUKHU
OKHCJICHUSI yTJIEBOJIOPOJIOB B KUJIKO (ha3HOM pEeXKUME, SBISCTCS TEOpus
CBOOOMHBIX paaukaioB. Cremys [TaHHOW TEOpWUH, TIPOIECC OKHUCICHHUS
COMPOBOXK/IAETCS CBOOOTHO-PATUKAIBLHBIMUA TIPOMEKYTOUYHBIMH  COSAMHEHUSIMHU.
OH xapakTepu3yeTcsi JJEMEHTApPHBIMU MpollecCaMU PAAUKAIBbHBIX pEaKIui
(3apokaeHue, pocT U OOpBIB 1enH). Tak Kak MOJEKyja TUIPOIEPEKUCH SIBIISIETCS

HECTAOWJIbHOW 1O OTHOIICHWIO K CBOOOJHBIM pajJuKaiaM, U OHa SBJSIETCS
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OCHOBHBIM 3BCHOM B JaHHOM MEXaHHW3ME, TO HeJIb3sd YIYCKaTh CTaJHIO
pa3BeTBiieHUS e [9].

OxucnuTenbHas cxeMa IMPCACTABJICHA HUKC:

RH + O, — R + HO,, (1)

2RH + 02 — 2R + H0y, (2)

R: + O, — RO, (3)

RO;- + RH — ROOH + R, 4)
ROOH + RH — RO- + R- + H,0, (5)
ROOH + RO — RO, + ROH, (6)
R-+R-—>R-R, (7)

RO, +R- — RO;R, (8)

RO, + RO,” — ROH + RO + O, (9)

Ha cragum 3apoxieHusi 1enu OCYIIECTBISETCS 00pa3oBaHUsl aJKWJIbHBIX
panukanoB (R-). B cmyuae nukiorekcaHa IHpU €ro OKHCIEHUU MCTOYHHKOB
QIKWIBHOTO paJuKala CIy)KaT MCXOOHBIM YIJIEBOJOPOJ, IPOMEKYTOUHBIE
OPOAYKTHI WJIM BEIIECTBA, KOTOpPbIE 0OPa30BAIMCh BO BpEMSI TEUEHUS PEAKIIHU.
TakumMu  BemlecTBAaMH  MOTYT  BBICTYNaTh:  LIMKJIOT€KCHJITHAPOIIEPOKCHI,
LUKJIOT€KCaHOJI, IUKIIOT€KCAHOH.

AJNKUIbHBIE PaIUKaJIbl, KOTOPble 00PAa30BAIMCh HA CTAAUH 3apOoXkKaAeHUs (yp.
1, 2) BcTymaroT BO B3aMMOJCHCTBHE C MOJICKYJIOM KHUCIOpOAa, MPU HTOM
oOpasyercs nepekucHbiii pagukan RO, (yp. 3). OH B CBOIO o4epeib, BCTYIAeT BO
B3aMMOJICHCTBHE C UCXOJHBIM YTJIEBOAOPOJAM MJIM MPOAYyKTaMu peakuuu (yp. 4).
B pesynbrare 53TOro oOpa3zyercs aIKWIbHBIA paJuKal, 4YTO CIOCOOCTBYET
IPOJOJDKEHUIO 1enu peakuuu. Co BpeMeHeM, MPOYKTOB PEAKIIMH CTAHOBHUTCS BCE
Oonbllle M OCYIIECTBISETCS TAaKOM MpoOLEcC, KaK BBIPOXKIACHHOE pa3BETBIICHUE

uemnew (yp. 5, 6).
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Craaus oOpbIBa LIETIM B JKUIAKO (Da3HOM OKHCIIEHUU OCYLIECTBIIAETCSA M3-3a
B3aUMOJIEUCTBUS IBYX paaukanoB (yp. 7, 8). Tak kak R- RO,, To pa3psIB cBs3u
IPOUCXOUT MEXKIY ABYMsI IEPEKUCHBIMH pagukanam (yp. 9).

['unponepokcuipl, B pe3ysibTare peakUuid OKUCICHUS, MPUBOIAIIUXCS B
KUAKO (Pa3HOM peXHME, B OCHOBHOM 00pa3yrOTCsl M3-3a BBIPOKICHUS pEaKLUi
pa3BeTBIICHUS, B KOTOPBIX YYYBCTBYIOT IE€PBUYHBIE NPOAYKTOB LIEMHOTO
MexaHu3Ma. Ha cerogHsmHui 1eHb OTKPBITHL TPU MEXaHU3Ma, KOTOPbIE OTBEYAIOT
3a pacrnaji THAPONEPOKCUIOB HA pa3INyuHbIE paguKabl:

1. MoHOMOTNIEKYISIpHBIN pacnan ¢ pa3peiBoM -O-O-cBsi3u

ROOH — RO- +R- + OH (10)

2. OMMOJICKYJIIPHOE ~ B3aWMOJCUCTBHE MOJICKYJbI  THAPOIEPOKCHAA C
UCXOJIHBIM YTJIEBOI0POIOM (Yp 5)
3. OMMOJICKYJIAPHBI MEXaHHW3M, BKJIIOYAMOIIANA CBS3b MEKIAY JABYMS

MOJICKYJIaMH IT'HAPOIICPOKCHU A

2ROOH— RO- + RO, + H,0 (11)

1.2.2 Cnioco0bl ocyiecTBIeHUS MPOIECCa OKUCIEHUS] IMKJIOTerKCAHOHA

Kaxk ye ynoMuHanoch BbIIIE CYIIECTBYET HECKOJIBKO CIIOCOOOB MOMyUCHHUS
KampojlakTama, a WMMEHHO HWXKe OymyT ONucaHbl TYyTH  OKHCJICHHS
ITUKJIOTEKCaHOHA.

1) AlliedSignal

B nmanHOM MeTOME IMKIOTEKCAaHOH MOYYaroT THIAPUPOBaHHMEM (eHoa
BbIX0JI0M 98% m xoHBepcueit 95%. Ilpormecc ocymiecTBisieTcss B XuakodazHOM
KaTaJIMTUYECKOM pekume. KaTtamuzaTop THAPOKCHIAMUHCYNIb(AT MOJYYar0T TI0
peaknuu Pammra, B BOgHOM pacTBope. B Xole KaTaJIMTHYECKOTO OKHCIICHUS
ammuaka BosayxoMm ooOpasyercs NO,, koTopslii abcopObupyeTcss B pacTBOpe

KapOoHaTa aMMOHMS B BHJie HUTpaTa aMMoHus (yp. 12). Jlamee HUTpaT aMMOHUS
13



IIOABEPracTCs  BOCCTAHOBJIEHUIO IIOJ  JACHCTBHEM  JUOKCHIA  CEpPBl 110
THIpOKCHIIaMuHa IucyibpoHata (yp. 13), KOTOpBIA THIPOIHU3YIOT JO KHUCIIOTO

pacTBopa cyibdaTa ruapokcuiamuna (yp. 14).

Nzo + (NH4)2C03 — 2NH4N02 + C02 (12)
2NH4NO, + 4S50, + 2NH; + 2H,0 — 2HON(SO3NH,), (13)
2HON(SO3NH,), + 4H,0 — (NH,0H), X H,SO, + 2(NH,),S0, + H,SO,  (14)

HonyquI/Ie OKCHMa NIUKIOI'CKCAHOHaA H HeﬁTpanmaumo IIPOBOJAT

OJIHOBpeMeHHO (yp. 15)

2CsH100 + (NH,OH), x H,SO4 + 2NH3 — 2CgH11,0N + (NH,),SO4 + 2H,0  (15)

KoHIeHTpanuy BEMIECTB KOHTPOJUPYIOT C IOJIYYEHHUEM CJOs IPOAYKTa
OKCHMMa IIMKJON€KCAaHOHAa B JKHMJIKOM COCTOSHHMM W HAachIIEHHOTO pacTBOpa
amMmMOHUs cynbdara (oxoso 40 % macc.).

2) BASF

JIaHHBIA ~ TIPOIIECC  XAPAKTEPU3YETCS  KATAIUTHUYECKUM  OKHCJIEHUEM
IIMKJIOTEKCaHa B BO3yXe B ®uAKoHN (aze mo macia KA. B kadyectBe katanuzaTopa
Oepercsa cMech aHola U aHoHA. Ilociie oKuCIeHUs, OCYIIECTBISIIOT THAPUPOBAHHE
B NPUCYTCTBUH KaTaJiu3aTopa B MapoBoi ¢asze aHoma B cMecu. BbIxon peakiuu
3aBUCHUT OT KOHBEPCUM LUKIJIOreKcaHa, Tak npu 10% KOHBEpCUHU BBIXOJ COCTABISAET
oT 75%, ipu 5% koHBepcuu — BoIXoa 10 80%.

3) Dutch State Mines (Stamicarbon)

Januplii  MeTon — XapakTepuszyercs — napo-(pasHbIM  KaTaJIUTUYECKUM
rUApupoBaHreM (eHojla B aHOH B MPHUCYTCTBUHM KaTanm3aTopa. B kadecTBe
KaTaJn3aTtopa BBICTyNaeT MajUlaiuii HAa OKCHUIE alloMUHHS. B naHHOM MeTtoje
oOpazyercsi 95% IMKIOreKCaHOHA TPU BBHICOKOM KOHBepcuu, +3% K BBIXOIY
MyTEM JONOJHUTEIBHOTO JETUAPUPOBAHUS AaHOJA B NPUCYTCTBUU MEIHOTO

karanuzaropa. Jlanuslii Meto abOpeuarypy DSM u ucnonssyercs B CILIA u B
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Azun. B npomonmHeHme K 0O0bIMHOMY MeToay Pammra mms THIpOKCMAaMUHA,
roytanackoe roc. [loapasaenenue paspadoranu mporecc ruapokcrmiaMuadpocdar-
OKCHM JUTsl IIMKJIOTEKCAaHOHOKCHMA. B pesynbpTare JaHHOTO mporiecca MmoOOYHBIH
MPOIYKT CyibdaT aMMOHHUS HE oOpasyercs. [Ipu KaTaqTuTUYECKOM OKUCICHUHU
aMMHaka, ocyiectBisgercss abcopomus NO,, koTopas mpoucxoauT B OydhepHOM
BOJHOM pacTtBope ¢ochopHoit kuciaorel (yp. 16). Jlamee oCyIIeCTBISIOT
BOCCTAHOBJICHME BOJOPOJOM Ha naagueBoM katanuzatope (yp. 17). Ilocne
OCYIIECTBISIETCS NBYX (ha3Hasi peakiusi aHOHA B pacTBopuTene (Tomyol) B (aze

[UKJIOT€KCAaHOHOKCHUMA-TOJIyOJIa U PEHUPKYIUPOBAHHYIO BOAHYIO a3y (yp. 18):

HNO; + H,PO; — NO7; + H3PO, (16)
NOg- +2H3PO4 + 3H2 — NH30H+ + 2H2PO4- + 2H20 (17)
NH;OH" + CgH100 + H,PO,” — CgHyoNOH + H3PO, + H,0 (18)

4) Toray

Jlanueiii Meton 3akirovaeTrcss B mporecce (oroHupoBanus. OH B CBOIO
odepe/ib OCHOBBIBAETCS HA MPSMOM MPEBPAIIEHUH LUKJIOTEKCAHA B TUAPOXJIOPHUT
OKCHMAa ITyTE€M B3aUMOJICUCTBHS €r0 C HUTPO3WIXJIOPUAOM mnoj nevictsueM Y D-
ceera. lleperpynnupoBka bekmaHa TuUApOXJOpHlla OKCMMa IUKJIOT€KCAaHOHA B
cpene  osJieyma  NPUBOAUT K BBIICJIEHUIO  XJIOPUCTOTO  BOJOPOJA,
penupkyaupyromiero ¢ obpasoBannmemM NOCI peakmueli ¢ HHUTPO3HICEPHOM
KHUCJIOTOM.

1.2.3 ®akrtophl, BJIHSAONIME HA BbIX0J TMPOAYKTOB OKHCJIEHUS

HHMKJIOTeKCAHOHA

B pesynmpraTre wucciegoBaHMM  YCTAHOBWJIM, YTO  «KATATUTHYECKOE
pa3NoKEeHUE TUIPOTIEPEKHCH, OYJIET TPUBOJAUTH K 0OpPa30BaHUIO CITUPTA U KETOHA,
BBIXOJ] KOTOpBIX OyneT OJM30K KOJIMYEeCTBEHHOMY. B ToMm umcne oOpasyercs
aIUNMHOBAs  KUCJIOTa, JUKApOOHOBBIE KHUCIOTHI W  JAPYrUe  pasjuyHbIe
OpraHUYecKue coeauHeHus. Takke aokazaHo, 4to 25-51% anona oOpasyercs u3

aHOJIa, OJHAKO OCTAJIbHAA 4aCTh IIYTEM Pa3JIOKCHUA THAPOIICPCKUCH)).
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Ha cooTHollleHME MMOTyYaeMbIX BEIIECTB, HA BBIXOJ, HEMOCPEICTBEHHO
BIIMAIOT TEMIlIEpaTypa M JaBJ€HUE, a TaKXKe IMPUMECH, COJIEpXKallhecs B
LIUKJIOTEKCAaHE CBhIPIE, BHJ KaTajll3aToOpa, €ro KOHUEHTPAaUHUs U YCJIOBUSA
MIPOBEICHMSI TpoIiecca B ¢ase.

C yBenuMyeHUWEM TEMIIEPATypbl, YBEJIMYHMBACTCS CTEIEHb KOHBEPCUU
nukiorekcana ¢ 10% mo 20%, HO BBIXOJ >K€JIa€MbIX MPOAYKTOB CHUKaeTcs. B
Oonplelt  cTemeHH  OOpa3yloTCcs  BBICOKOKHUITALIME  BEIIECTBA,  KOTOPBIC
CIIOCOOCTBYIOT CHUJILHOMY OMBUICHHIO OKcujata. Eciau cHukaTrh Temmeparypy H
OJIHOBPEMEHHO YMEHBIIIATh BpEeMs peakiluu, TO MpU KOHBepcuu B 5-7%, Oyner
MPOUCXOJIUTh YBEJIMUCHUH BBIXOJIa AaHOHA U aHOJIa. BBISBIEHO, YTO HAWIYYIIMMU
ycioBusiMU sBIsitoTCs: Temreparypa 140-160°C, Bpemst mpeObIBaHUS B PEAKTOPE —
25-30 mmuyT. B cratee [10] ykazaHo, YTO MpH YBEIUYCHHUU TEMIIepaTypa
mpoliiecca OMBUICHHUS, CIIOCOOCTBYET TMOJIHOMY YJAJICHUIO CIOXKHBIX 3¢(upoB. Ho
ATO TPUBOJUT K OOpa30BaHUIO IMPOJYKTOB KOHACHCAIMM aHoHa (cModn). Takxke
YCTaHOBJICHHE, YTO IIpHU yBenmnueHuu temneparypsl ot 30 no 120 °C, Beixox cmon
yBenuuuBaercs B 10 pas.

KonuyecTBo 00pa3yrommxcs CI0XHBIX 3(PUPOB 3aBUCUT OT TOTO, B KAKOU
CUCTEME TMPOBOJUTCA peakiusi: B TreTepodasHoit wimn romodaszHou. Tak mpu
nepexojie U3 rerepoda3Hoil cucrtemy romodasHyro, B IpoLecce MPUBOASIIUMCS B
BBOJIHO-CIIMPTOBOM PACTBOpPE ILIEJIOYH, YBEIUYMBAETCS CKOPOCTh TUAPOIN3a
CIIOKHBIX 3(GupoB, HecMoTps Ha Hu3kue Temmneparypa (0-20 °C). Koncranta
CKOpOCTH BO3pactaeT ra 2-3 mnopsanka. Tak, Bpems AocTuxeHUs 95%-Hoi
KoHBepcuu aunukiorekcwiaaunuuata (IILI'A) npu rerepodazHom rumposmnse
coctaBiisieT 6 4, MpU TOMOT€HHOM Tuaponuze — 1 wmuH. Hcnonb3oBaHue
pacTBOpUTENS JJI TOMOTEHU3AIUU BBEACT K M3MEHEHHUIO TEXHOJOTHH U TpeOyeT
3HAQUUTENIBHBIX 3aTpaT Ha PEreHEpaIui0 PAcTBOPUTENS. ODTOT aCHEKT SBISIETCS
HEJIOCTATKOM JIaHHOTO METOJa.

1.2.3.1 Karanu3zaropsbl

OngauM ©3 BaxXHEWMUX (HaKTOPOB, BIUSAIONIMX HA TPOIECC OKHUCICHUS

ABJIIETCS KaTanu3aTop. Tak B mpolieccax OKHUCIEHMs YIJIEBOJOPOAOB B POJIU
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KaTaJIM3aTOPOB BBICTYIMAIOT COJM METAJUIOB MEPEMEHHOM BaJICHTHOCTH. Takumu
MeTaJUlaMH BBICTYNAIOT KOOaJbhT, MapraHein, BojJbhpam, >Kele3a, aTlOMHUHHM,
CBHUHEIL, XpOM M JApyrue. Tak M B OKHUCJIEHUU LHUKIOT€KCAHOHA NPUMEHSIOT
KaTaJIn3aToOpbl HA OCHOBE MOJOOHBIX METAJLIOB.

Corinacuo wucrounuky [11], B kotopom @dypman M. C. mnwmcan, dTo
«CYHIIECTBYIOT Pa3JIMUHbIE CIOCOOBI MHUIIMUPOBAHUS: J100aBJICHUE COCIUHEHUMH,
JeTKO pachaJarolmxcsi ¢ oOpa3oBaHHE CBOOOAHBIX pPaIUKaloOB (MEPEKHCEH,
a30COC/IMHEHUI); Ta30BO€ WHUIMHUPOBAHUE (IEUCTBHE XUMHUYECKHM AaKTHUBHBIX
ra3zoB, Hampumep, NO,, Cl;, HBr, O3); Bo3umelicTBue yiabTpadHoIeTOBOTO WIH
PaAMOAKTUBHOTO M3JIy4Y€HUs, J00ABIEHUE COJIEd METAUIOB MEePEMEHHOU
BasieHTHOCTH (Co, Mn, Cr, Fe u npyrue). [locnennuii cnoco® MHUIIMUPOBAHUS
HalleJa HanboJiee MUPOKOE MPUMEHEHUE.

B pesynbrare SKCHEpUMEHTOB OBLUIO YCTAaHOBJICHO KAaTaJUTHYECKOE
BO3JICUCTBHE COJIEH pPa3sHOOOPAa3HBIX METAUIOB B TPOIECCE OKUCICHUS. Psi

KaTAIUTUYECKON aKTUBHOCTH BBITJISIIUT CIAEAYIOIIUM 00pa3oM:

Co>Cr>Mn>Fe, Al >Pb

Ha cerogusmiauii n1eHb caMbIMU TIOMYJISIPHBIMU SIBJISSIFOTCS KOOQJIBTOBBIE U
MapTraHIIeBbIC COJIM OPTraHMYECKUE KUCIOT. B TOM 4mWcie MCMOIB3YIOT CTeaparsl,
areTeTabl U HaTeHATHI.

CenexTUBHOCTh TpOIECCa 3aBUCHT OT TOIO aHWOHAa B KaTanuzarope. B

Tabyuie 2 TpeICcTaBlIeHbl BAPbUPOBAHUS aHUOHOB U BBIXOJIbI POAYKTOB.
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Tabnuna 2 — BiusiHue aHMOHA Ha BBIXO[] TIOJIE3HBIX IPOAYKTOB OKUCIICHHUS

Karanuzatop Brxon, % Brixon anHOHA
aIUIINHOBAs aHOJI aHOH " a”oua, %
KHCJIOTa
0-(CgH10CH3CO0)3Co 6,1 19,7 38,7 64,5
(CeHoCOO)3Co 14 5,2 20,0 76,6
(CeH10CH3COO0),Mn 10,8 52,4 11,1 74,3
(C6H11COO)3C0 0,0 49,6 33,2 82,8
Xot4 KOOaJIbTOBBIE KaTaJn3aTOPhI SIBJISTFOTCS HauOoee

pacnpoCTpaHEHHBIMU B PEAKIIMH OKUCICHHS [IMKJIOTeKCcaHa, OHU XapaKTepUu3yloTCs
HU3KOM KOHBEPCHUEH peareHTa, B pe3yJbTaTe 3TOr0 MPOBOMASITCS MCCIEIOBAaHUS Ha
MOWCK aJbTEPHATHBHBIX AKTHBATOPOB, JJIA TOTO YTOOBI YBEIWYUTH CTCICHBb
KOHBEPCHUU U TOBBICUTH CEJIEKTUBHOCTH TMpoliecca. EcTh 1Ba moxoma, KOTOpbIE
HAIleJICHbl Ha TPOMBIIICHHOE DPa3BUTHE B MPOIECCE OKUCICHMS ITUKIOTEKCaHa
[12-15].

Taxk B omHOM W3 pabOT MOKa3alid, YTO CEJIEKTUBHOCTH MPOIlEcca MOXKHO
YBEJIIMYUTH 32 CUET MAaKCUMAJIbHOTO 00pa30BaHUs THAPONEPEKUCH HAa HadaIbHOU
ctaauu okucienusa. Creays 3ToMy MeTofdy, oOlasi CEeJIeKTUBHOCTh Ipoliecca Ha
CTaIuU OKHUCJEHUA MOXeT cocTtaBuTth 90%, C yCIOBHEM TOr0 YTO BBIXOJ
ruaponepeKkucy coctaBut a0 80% OT MOydeHHBIX OPOAYKTOB. B 3TOM MeToAE HET
BO3MOYKHO HCMOJ30BaTh KaTaJIM3aTOp Ha OCHOBE MEPEXOJHOr0 MeTajla M3-3a
TOT0, YTO TIOJT UX BO3JICHCTBUEM OCYIIECTBIISIETCS PA3TI0KEHUE THAPOTICPEKHCH.

Mexha3Hblii KaTaau3, Kak U3BECTHO, SBJISCTCS OOMIETPU3HAHHBIM METOI0M
uHTEeHCU(UKAIUU TeTepoda3HbIX MPOIECCOB, B TOM YHCIE IMpOoIecca OMBLICHUS
COKHBIX 3pupo [16-17]. HccrenoBanust moOKa3aau, dYTO HauOOJbIICE
YBEIMYECHHE CKOPOCTH THUAPOJU3a CJOXKHBIX 3(DUpPOB HAOIIOAATOCH TMpHU
UCTIOJIb30BaHUHU KaTajau3aTopa TPUOKTUIMETHIIAMMOHHUUXJIOpUIA -
[N(CgH17)sCH3]Cl (TOMAX), xoTopbiit B o0acTi koHueHTparmii 0.2—1.4% macc.
(onrrumansho 0.5 % Macc.) MOKHO OTHECTH K KJlaccy Mex(pa3HbIX KaTau3aTOPOB,

He OJIOKUPYIOUIUX MMOBEPXHOCTh pazjena ¢as.
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1.2.4 KaTtaau3aTopsl AJis AerHAPAPOBAHUSI IUKJIOTEKCAHOJIA

Takxke CTOUT yMOMSIHYTH O KaTtaiu3aTopax, MPUMEHSIONIMXCS Ha CTaJIuu
JETUIPUPOBAHMS ITUKJIOTeKcaHoa. JIaHHBIH TPOIECC OCYIIECTBISIOT B Ta30BOM
daze mpu HEMPEPHIBHON MOAaYNd aTMOC(EPHOTO JABJICHUS B HEMIOABUKHOM CIIOE.
CpaBHUBaINCH JIBa KOMMEPYECKHX KaTallu3aTopa, Ha OCHOBE XPOMHUTA MEIH
OKCHJIa IIMHKA. AKTHBHOCTH KaTaJIM3aTOPOB OIEHUBANIACH TPU TEMIIEpaType B
250°C mpu 06BEMHON 9acoBoil ckopoctH 2,89 . YCTAHOBICHO, YTO B MOMEHT
peakimy HaOMIOJaNach MEAJICHHAs JE3aKTHUBAIUs KaTanu3atopoB 10 50% mo
ucreueHuto 350 dacoB. OnpnHako koHBepcus coctaBwia 30%. Ilox nelictBuem
oboux Karaiu3aTopoB oOpasyerca 10 97% anona. ['nmaBHylo mnpumech B
MOJIYYEHHOM TPOAYKTE COCTaBJsUT (PEHOJ, KOTOPBIA 00pasyercs MO peakiuu
neruapupoBanusa. Cremyss AaHHBIM W3 JUTEPaTyphl, 3HAYCHUS CTAOWIHLHOCTH WU
CEJICKTUBHOCTH MEIHOT'O M IIMHKOBOTO KaTalll3aTopa, UMEIOT JyUIlINe MOKa3aTelu
10 CpPaBHEHHWIO C JAPYrUMHU. [aBHOW TPHYMHON ME3aKTHBAIIMHM KaTallM3aTopa
SBIIICTCSI OCAXJICHHWE KOKCAa HaJ aKTUBHBIMH YYaCTKaMH MEIU W YyBEJIMYCHUC
IUTOINAM METAJUTMYECKOTO KpucTauTa Meau [18].

B TOM umncie MOXHO pacCMOTpETh JBa Pa3IMYHBIX K KaTaTUTHICCKOMY
JNETUIPUPOBAHUIO aHOJA, KOTOPbIE 3aKIIOYal0TCs B BBEACHHE BBICOKOTO
temmneparypHoro uHrepBaia 350 - 450°C u Hm3koro - 200 - 300°C. Taxxe mis
oOecrieueHUsT  KAaTaJUTHYCCKONM  COCTaBISAIOMICEH  MOXXHO  HWCIOJIb30BaTh
KaTaau3aTopbl HA OCHOBE MEIU W OKCHJA ITMHKA ¢ KaiblmeM. Ho B mocneanee
BpeMs OOJIBITNI MHTEPEC YACISICTCS KaTaIu3aTopaM, COACPKaIUM MEIb.

Mennbie KaTanu3aTopa MPEACTABISIOT COO0M BBICOKOIUCIIEPCHYIO CUCTEMY
U paboTocrocoOHBl B MATKHX TemrepaTypHbix ycioBusix - 200-300°C. Takue
KaTaJln3aToOphl HE MOTYT WCIOJIB30BATHCSA B TPOIECCAX, BEIYIIUXCS MPH BBICOKO
TEMIIEPATypHOM pEXKHUME, B BUAY TOTO, YTO TMPOHMCXOAWT CIiekaHue menu. Jlms
MOBBIMICHUS (U3UKO-XUMHUYECKMX CBOMCTB MEIHOTO KaTaln3aTopa K HEMY
N00aBJISIOT Pa3IMYHbIC IIEJIOYHbIE, IIETIOYHO3EMEIbHBIC METAJUIbI, TaKue Kak ZN,
Cr, Fe, Ni, a Takxe Tepmuuecku ctaduiabHble oKcuasl metamuioB: Al, Si u Ti. B

KauecTBe J100aBKHM, YacTO MCIOJB3YIOT OKCHJ XpOoMa, TaK KaK OH CIYXKHUT
19



CTPYKTYPHBIM MPOMOTOPOM, KOTOPBIM MOBBIIIAET IJIOMIA/b MoBepxHocTH BOT u
uarnOupyer cnekanue meau [20]. JlobGaBka, mpexacraBimeHHas ZnO BimseT Ha
CIIOCOOHOCTh KaTaju3aTropa K JUCIEPCUH U YBEJIUYMBAECT CTAOMIBHOCTH METHOTO

karajgu3atopa [21].

1.3 MeToabl AHAJUTHYECKOT0 KOHTPOJISI COCTaBa MNPOAYKTOB

)KI/IIIKO(l)aZiHOFO OKHCJ/ICHUA

B okucnuTenbHBIX MpolleccaX OPraHMYECKUX BEHIECTB IMOCPEACTBOM
MOJIEKYJIIPDHOTO KHCJIOpOJia, HE3aBUCUMO B OKpYyXKalollled cpene Wikl B
MPOMBIIJICHHOM MPOCTPAHCTBE 3TO MNPOUCXOAUT, BBIACISIETCS CIOKHASI CMECH
KHCJIOPOICOICPIKAIINX MPOIYKTOB [23-26]. B MpOMBINIIICHHOCTH JaHHBIC PEAKIHN
OCYIIIECTBIISIFOTCSL 111 TOJYYEHHsI IEHHBIX coenauHeHuil [22]. Cpeau mpoayKToB
OKHUCJICHUSI MOTYT OBITh: KE€TOHBI U aJbJACTU[IbI, PA3UYHBIC CIUPTHI, CIOXKHBIC
3¢Upbl, MOHO — M JUKAPOOHOBBIE KHUCJIOTHI, TMIAPONEPEKUCH, TEPOKCUIPUPHI,
NEPKUCIIOTHI, JIAKTOHBI, AHTUJPUABI W aAHTHAPHUIBI KapOOHOBBIX KHCT — 3TO
MOHO(YHKITMOHATbHBIE COCIMHEHUS, O-TUAPOKCUTUAPONIEPOKCHU/IBI, a-
THAPOTIEPOKCUKETOHBI, 0-KETOCHTUPTHI, O-AUKETOHBI, O-THIPOKCUIIEPOKCUIDHUPHI,
THIPOKCH- U OKCOKUCIIOTHI, HEMpPEeAeIbHbIe KapOOHUIICOIePKAIINE COSTUHEHUS —
OudyHKIMONbHBIE BeliecTBAa. Tak Kak Jaxe HeOOJbIIOE  COJepkKaHue
KHUCJIOPOJACOIEPKAIIET0O KOMIIOHEHTA BJIUSET HA YUCTOTY W KA4ye€CTBO IIEJIEBOTO
MPOJyKTa, HEOOX0AMMa UX TOUHASI UACHTU(DUKAIIUS.

B r11aBHBIM aHAIMTHUYECKUM TPYIHOCTSAM TMPU KOJMUYECTBEHHOM AaHAJIM3e
KHUCJIOPOACOIEPKAIIUX COCTMHEHUN OTHOCUTCS UX HU3KAsl KOHLIEHTPALIHSI, a TAaKKe
CIIOCOOHOCTh TMEPOKCUAHBIX M JAOWIBHBIX COEAWHEHUM paznaratbes. JlanHoe
CBOMCTBa MaryoOHO BJIMSET Ha 00pasibl BO BpeMs XPaHEHHUS, TaK KaK MEHSET UX
COCTaB, YTO BBEAET K OOJIBIIMM TOTPENIHOCTAM TMpu aHanmze. [lorpemrHocTu
UTPalOT BEAYLIYIO POJIb B OMNPEIEICHUM KOMIIOHEHTOB Ha TMEPBBIX CTaIUAX
okucienus. Ha JaHHBIX cCTaauMsIX KOJMUYECTBO MEPOKCHUIHBIX COEIUHEHUIN

HaXOJUTCS B OOJBIIEM KOJUYECTBE, OTHOCUTENBHO JIPYTUX MPOJYKTOB PEAKIUU.
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Taxke M3ydeHue cocTaBa KOMIIOHEHTOB CMECH MPOJYKTOB Ha TMEPBBIX CTAIUAX,
MIPEICTABIIIET BO3MOXKHOCTh HaWOOJIEe JTOCTOBEPHO OMPENCITUTh MEXaHU3M, II0
KOTOpOMY MpoTekaeT peakuus. Huke mepednclieHbl pas3iuyHbIE METO/IbI
OTIpEETECHUS KUCIOPOACOAEPKAIINX KOMIIOHEHTOB.
1. MukpomMeTo i ~ KOJIMYECTBEHHOTO  ONpPENENCHUs  MHJWBHUIYaTbHBIX
IEPOKCHUIHBIX COCAUHEHUM [27]

JlaHHBIA METOM CIYXKUT JJIS OTPEIICTCHUS CAaMOCTOATEIBLHBIX TIEPOKCHIHBIX
coenuHeHuii. OH OCHOBaH Ha CHEKTPO(YOTOMETPUYECKOM  OIpPEICICHUH
KOMIIOHEHTOB, TIOCJ€ pa3lelieHHsI HMX C HCIOJIb30BAaHHEM TOHKOCIOMHOMN
xpoMarorpadpun (TCX). OkpammBaHre KOMIIOHEHTOB OCYLIECTBISIETCA M3-3a UX
B3aMMOJICUCTBUS C TakKUM BerlecTBOM Kak N,N-muMeTui-n-(peHuIeHMaMuaa ¢
nonamu >xene3a (IIl). B pesynpTaTe 3TOro MpOUCXOIUT B3aUMOJICHCTBUE HMOHOB
Kese3a U IEPOKCUIHBIX JKelie3a, u o0pasyrorcst noHsl xkenesa (II).

2. [Ipumenenue tpudenundochuna miga kX onpeneneHuss MepOKCUIHBIX

COCJTMHCHHI B MPOYKTaX OKUCIICHHS OpraHUYeCKuX BeriecTs [28]

Janueiii croco® 6Ga3upyercss Ha Ta30-)KHJIKOCTHOM Xpomarpaduueckom
(I'KX) uccnenoBanuu KOJIMUECTBEHHOTO coAiep kaHus okcuaa TpudenmidochuHna,
KOTOpBI 00pa3yercs B pe3yJbTaTe pEeakiMd BOCCTAHOBJICHUS TEPOKCUIOB
TpudenundochunoB. g Toro yTtoOBl TPENOTBPATUTh HUCKAKAOIMMKA d(PdeKT
KapOOHWJIBHBIX ~ COCIMHCHWM, HAXONAIIUXCA B  aHAIATAX, TEPOKCHJIBI
BOCCTaHAaBJIMBAIOT ¢ momoIsio JIM®DA.

3. CeneKkTUBHOE MOJAOMETPUUYECKOE OMpeIesIeHNe MEPOKCHIa BOIOPOAA U O

TUAPOIIEPOKCUAOB B IPOIYKTAX OKUCIEHUS CIIUPTOB [29]

Meron CeIeKTUBHOTO HOJAOMETPUYECKOTO OINpEACTICHUs] OCHOBAaH Ha
CEJIEKTMBHOM Pa3I0’KEHUH TEPOKCHUIA BOJIOPOAA, TIOCPEICTBOM JEHCTBUS HAa HETO
Karamaspl. B Hem omnpenensercs U3MEHEHHE CyMMapHOW KOHIIGHTpAIluu
MIEPOKCHJIOB 0 M TOcje 00paboTku GepmeHToM. BeriecTBo, KOToOpoe COAePKUTCS
B TIEPOKCHAAX, @ MMEHHO O-THIPOKCHUITMKIOTCKCUITHIPOIICPOKCH, BIIMSCT Ha
TOYHOCTh u3MepeHus. OHO He paszjaraercs B MPHUHSTHIX YCIOBHSIX (PEPMEHTOM.

JUia  TOoro 4YroObl YCTPAaHWUTh THOTPEUIHOCTH, OOYCJIOBIEHHOE IPOLECCOM
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JIMCCOLUALINYN  O-TUIPOKCULIMKIIOTEKCUITUAPONIEPOKCHIA, BBOASIT MOMPABOYHBIM
koddumment. s Toro 49ToOBI YCKOPUTH MPOIECC PA3IIOKECHHS IMEPOKCHIA
BOJOpOJIa KaTajla3ol B Cpele aHojla, AaHaJIUThl pa30aBISIIOT HWHEPTHHIMU
PaCTBOPUTEIISIMU, TAKUMH KaK: XJIOPOCH30JI, YETHIPEXXTIOPUCTHIN YTIICPOI.

4. CeneKTUBHOE OMpE/EIeHUE IMEPOKCUKHUCIOT B MPOAYKTaX OKHUCICHUS
oprannyeckux BemiecTs [30]

Jist Toro 49Tro0Bl MAECHTU(UIUPOBATH TMEPOKCUKHUCIOTHI B TPOAYKTaX
OKUCJICHUS ~ OpPraHMYeCKMX  BEIIECTB WX  MOABEPraloT  CEJICKTUBHOMY
BOCCTAHOBJICHHIO IupeHWICcyIbpuaoM. Jlagee cMech HUCCIEAYIOT € MOMOIIBIO
ra3oBoil xpomarorpaduu U ONPENEISAIOT MPOIYKThl OKUCIEHUS CYb(pua, TaKue
Kak AudeHmIcyabhokcua u AudeHuIcyab(oH.

5. MlonoMeTpruecKoe onpeeIeHne o-THIpOKCHIIEPOKCUI(PHPOB B CMECSX C
MEPOKCU/IHBIMA  COCIMHEHUSIMU JPYTUX KJIACCOB B MPUCYTCTBUU
KapOOHOBBIX KUCJIOT U MOHOB METAJIJIOB IIEPEMEHHON BaJIGHTHOCTH [31]

['MaBHBIMU MPOMEKYTOUHBIMU MPOJIYKTAMU B PEAKIIUSIX OKUCICHUS KETOHOB
nepokcukucioramu no baitepy—Buiurepy siBiAseTcst 0-THIPOKCUTIEPOKCUIDHUPBHI.
Takke ux Hanuure PUKCUPYIOT B MPOAYKTAX OKHUCJICHUS OPTaHUYECKUX BEIIECTB,
TaKk Kak meroj baiiepa—Buumirepa CiyXuT TJIABHBIM ITyTEM CHHTE3a CJIOYKHBIX
7(UpPOB TEPBUYHBIX CIOUPTOM B TIpoleccax KUAKO(DA3HOTO OKHCICHUS. O-
[M'uapokcunepokcudPupbl 00pa3yrOTCs 3a CYET HYKJICOPUIHLHOTO MPUCOCIUHEHUS
MEPOKCUKUCIOT K KapOOHWIHHOMY COCAMHEHHIO, TMOCJIC Yero pacrajarloTcs [0
CJIOXHBIX 3(PUPOB.

6. PasmenprHOE  ompemeneHue  coAep)KaHUS ~— MEPOKCHAA  BOAOPOJA,
OpraHWYECKUX THUAPONEPOKCHIOB M TMEPOKCHUKUCIOT B MPOIYKTaxX
OKHCJICHUSI KAPOOHOBBIX KUCIOT [32]

Meton onuvcaHHBI B MyHKTE 3 MMEET OrpaHUYECHHUE, 3aKJIHYarolleecs B

TOM, YTO TEPOKCHJ BOJOPOJIa B OKHUCJICHHOW KapOOHOBOW KHCJIOTE OIMpPEACIUTh
CIOXHO. OTO OOBACHSETCS Je3aKTUBalMeld KaTana3bl. YCIOBHS, KOTOpbIE
MO3BOJIAIOT UCKJIIOUUTH JI€3aKTUBALMIO KaTajaasbl, CIEAYIOLIKE: OCYLIECTBIISIETCS

onHOBpeMeHHass oOpabotka aHamuToB [IPCO u depmentoMm. Takoilt momaxon
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MIO3BOJIIET CHU3UTH COJIEPIKAHUE MEPOKCUAHBIX COSTMHEHUIN U UASHTU(PUIUPOBATD
CyMMapHO€ COJEpKaHHEe MEPOKCUKHUCIOTH U Nepokcuaa Boaopona. Ilo Beixomy
mupenuncynbokcuga U audeHUICyIb(PoHa  ONPEAeNAIOT  KOHLEHTPAIUIO
NEPOKCUKUCIIOTHI, a 3aTEM MEpOKCcHAa BoAopoaa. OTHOCUTENBHOE CTaHAAPTHOE
otkioHeHue (sr) (n=8, P=0,95) 0,04-0,07.

7. Onpepenenrie KapOOHWJIBHBIX COCIMHEHMM B TMPOIYKTaX OKHUCICHUS

OpraHuYecKux BemecTs [33]

Jlist Toro 4yToObl OmpenenuTh KapOOHWIBHBIE COCIMHEHMSI B TPOIYKTaX
OKHCIICHUSI UCHOJB3YIOT METOJI OCHOBAHHBIM Ha B3aWMOJEUCTBUU KapOOHUIBHBIX
COEIMHEHUH C 2,4-TUHUTPOYEHWITHAPAZUHOM O] ICUCTBUEM KaTaTU3UPYIOIIETO
areHTa — MOHOXJIOPYKCYCHOM KHMCJIOTHIL. Jlajiee MOIy4YEeHHY CMECh aHATIU3UPYIOT C
NOMOILbIO  cleKTpooToMEpHH,  ompeneisss  oOpa30BaHHbIE  THIPA3OHBL
[lepokcuaHbie COeTUHEHUS B JAHHBIX YCJIOBHIX YCTONYMBBI U UACHTU(UKALIMYA HE
MEIAoT.

8. Pa3pabotka razoxpomaTorpapuyeckoro METOa onpeaeaeHus

AHTUIPUIOB KapOOHOBBIX KHCIOT [34-35]

N3-3a B3auMOEMCTBUS € TUAPOKCHIICOACPKAIUMHU MTPOTYKTaAMHU OKHCIICHHUS
(ciupTamu, TUAPONEPOKCUIAMH, BOJON) KOJIMUYECTBO aHTUIPHUIIOB B PEAKIIMOHHOM
cpene, oObIYHO HE3HAYUTENbHO. JlaHHBIA (aKkTOp U MPUCYTCTBHE B CMECU TAKHX
KOMIIOHEHTOB Kak: KapOOHOBBIE€ KHUCJOTHI, CJOXKHbIE J(QUPBL, JTAKTOHbI U
KETOCHOJIBI, CO3JAI0T MpoOJieMy B WACHTH(UKAIMKU aHTHIPUIOB CTaHAAPTHBIMU
aHAIUTHYECKUMU  MeToAamu. JlJis  3TOro  MOpPEeayio’KeH  ra30KUIKOCTHBIM
xpoMarorpauueckuii MeToJ| aHaliM3a, KOTOPbIM TMO3BOJSIET  OINpPEACNIUTh
aHTUJPUBI B BUAY CIOKHBIX 3¢pupoB. st 3Toro npoOy BBOAAT M30BITOK CIHPTA,
KOTOPBIN HE COAEPKUTCS B MPOAYKTaX OKHCIeHUd. Ele onuH MeTos onpeaeneHus
aHTUJPUIOB OCHOBBIBAeTCS Ha OOpa3oBaHHME AalKU(DPOPMHATOB U3 aHTUIPUIIOB
MOCPEACTBOM JCHCTBHSI Ha HETO MYpPaBbUHOM KHUCIOTHI U OEH3WUJIOBOIO CIUPTA.
Jlanee moJiy4eHHYI0 CMECh UCCIEAYIOT ¢ momotiso [ 7KX.

9. Omnpesenenne CIUPTOB B IPOYKTAX OKUCICHUSI KApOOHOBBIX KUCIIOT [36]
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CymiecTByer  METOJ, KOTOpPbIM  IpeAHa3HAaYeH g ONpEAesICHUs
HU3KOMOJIEKYJISIDHBIX CIIUPTOB C HEBBICOKOM KOHIEHTpauueil. OH OCHOBaH Ha
nocJyieoBaTeIbHble 00pa0OTKU PEAKIIMOHHOW CMECH YKCYCHBIM aHTHAPUIOM U
MUPUINHOB.

10. Meroauka omnpesencHus o, 3-HeHACHIIIEHHBIX KapOOHOBBIX KHUCJIOT [37-

38]

Jnis Toro 4rtoObl ONPEAENTUTh KOJIMYECTBEHHOE COJepXKaHue o, [3-
HEHACBIIIEHHBIX KAPOOHOBBIX KUCIOT UCTONb3yI0T MeTonoM [ KX, O ocHOBaH Ha
TOM, YTO B CMECh BBOZST M30BITOK MPEO0IaJaI0IEr0 HACKIIIEHHOTO anasnora. [Ipu
TOM OCYUIECTBIISIOTCS PEAKLIUH, OCHOBAaHHbIE Ha TpaHChOpMAalUsIX JABOMHOU
CBA3U. /[l 3TOro MCHOJB3YIOT pEakUuu Kak dJIeKTpOoQUIbHOIO, TaK U
HYKJI€O(QHUIBHOTO MPUCOETUHEHHUS.

1.3.1 OcobenHocTu omnpeaejieHUss THIPOKCHJI-, KapOOHMHMJI- H

KapOoKcuiIcoaepxkamux coeqnHennii merogom I7KX

Tak Kak MNEpKOCUIHBIE COEIWHEHHSI OKa3bIBAIOT OOJBIIOE BIIMSHUE Ha
UJCHTU(UKALIMIO KOMIIOHEHTOB MPOAYKTOB PEAKIMH OKUCIECHUS, a HMEHHO
MEUIAIoT MpolLecCy, pa3padoTald TPU COcO0a CHIXKEHUS TAHHOTO BIIMSHHSL.

[lepBBIli MeTOJ 3aKiIOYaeTcss B OCYIIECTBICHMM aHalu3a B YCJIOBMSX,
KOTOpBIE CIOCOOCTBYIOT YCTOWYMBOCTH TMEPOKCUAOB. BTOpoW myTh TrjacuT o
MEPEXO0/I€ MEPOKCHUIHBIX COCIMHEHUN B YCTOMYMBBIE NPOAYKTBL. TpeTHil METOX
OpeanoyiaraeT y4eT KOJMYeCTBa OOpa30BaBIIMXCS B XOJE€ aHaIM3a TUAPOKCH
COEJIMHEHU B Ka4e€CTBE MOMPABOYHBIX KOIP(PULIUEHTOB.

Ecnu nelicTBOBaTh COIMNIACHO BTOPOMY MYTH, TO THUAPONEPOKCUIBI MEpEn
BBOJIOM B  Xpomarorpad  moaBepraror  00pabOTKE  COOTBECTBYIOIIUMU
BOCCTAHOBUTENSIMU. Tak Kak MPOAYKTAMH BOCCTAHOBJIEHUS THIPONEPKOCHIIOB,
SBJIAFOTCS YTIIEBOAOPOAOB, THAPOIEPOKCUKETOHOB U 0-aJIKOKCUTUAPO-TIEPOKCHUIOB
SBIISIIOTCA CHOUPTBHI, TO CYIIECTBYET HEOOXOAMMOCTh 3HAHUS MX KOJUYECTBA,
oOpasyroleecs: Mpu BOCCTAHOBJIICHUH, TaK KaK UMEHHO 3TO TMO3BOJIUT PACCUUTATh
KOJIMYECTBEHHOE COJAEpKaHWe THUApOKcH coenuHeHuid. [log  kosmyecTBOM

NOHUMAeTcs KoHIeHTpalws. B pabore [39] wmaeHumumpoBaid NpPOAYKTHI
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OKHCIIEHUSI LUKIJIOTE€KCaHOJIe, TMpPH BOCCTAHOBJICHUHM TUAPOKCUIIEPKOCHUIOB
TpepermnpochuHom. OKHUCIEHHE LUKIOTeKCAaHOMAa OCYIIECTBISUIM B Pa3HbIX
cpelax, TaKMX KaK IUKIOreKCaH, 2-THUIPOKCUIIMKIOIeKCAHOH, OCH30MH, O-
THAPOKCH-0-(DeHMIT-N-XJ0paeTopeHoOH W 2-THAPOKCUTETparuapodypaHn B
OKHUCJICHHBIA IUKIOT€KCAHOH, OCH3MWI(PEHWIKETOH, OCH3UI-NXJIOPHEHUIKETOH U
TeTparuapodypan coorBeTcTBeHHO ¢ st (n=8, P=0,95) 0,03-0,11.

Hns Toro 4YTtoObl B XOJE€ peakUWud NPEJOTBPATUTh 0Opa3oBaHuE
KapOOHWJIBHBIX ~COCAMHEHUN U3 THUAPONEPOKCHIIOB YIJIEBOAOPOJIOB U  0O-
THIPOTIEPOKCUKETOHOB, OCYLIECTBIISIOT BOCCTAHOBJICHHE THUIPOKCHUIIEPOKCHIHBIX
IpyIIl B CHOUPTOBBIE, K NpHUMEpY, MoJ naercTBueM Tpudenwidochuna. lanHas
METOJIMKA MIPUMEHSIIACh MEPeJ] ra30’KUIKOCTHOM XpOMaTOrpapuueckoM aHaIu3e K
CIIEYIOIIMM HCCJEeIyeMbIM BEIIECTBAM: IIMKIOTEKCAaHOH, OeH3ambpaerua, 1,2-
UKJIOTEKCaHHOH, TPeT-0yTUI-0l0KCOPEHMIaleTaT U OeH3UII-01-
OoKco(peHmnamnerar, a TakXke i1 TMPOJYKTOB OKHCIEHUS LUKIOTNEeKCaHa,
JTMOEH3UIIKETOHA, LUKJIOT€KCAaHOHA, TpeTOyTHIpeHuamnerara U
oensuindenunamnerata coorserctBeHHo ¢ sr (n=8, P=0,95) 0,01-0,08. Tpynnoctu
BO3HUKAIOT TpH HUACHIM(PHUKAIUN KapOOHUIBHBIXCOCTUHEHU B CMeECsX, B
KOTOPBIX OPUCYTCTBYIOT O-THAPOKCUNIEPOKCUIDUPHI, O-TUAPOKCHUOL-
THJIPONIEPOKCUKETOHBI,  O-TUJIPOKCU-0-aJIKUJINIEPOKCUKETOHBI,  O-TUAPOKCHU-0L-
AIMIITIEPOKCUKETOHBI, Ol-aTKOKCUTHIPONIEPOKCHIBI, O-allUIOKCUTHAPOTIEPOKCHUIBI
U 0,0'-TATHAPOKCUIIEPOKCUIBl MPOCThIX 3(UPOB. DTO OOBICHIETCS TEM, YTO
peaxiusi BOCCTAaHOBJICHUSI TEPEUMCICHHBIX COCAMHEHHW JaeT KapOOHHIIbHBIC
coequHeHus. B TakoM ciydae, He0OX0IMMO 3aBEOMO OIPEACTUTh KOHIIEHTPAIIUIO
COOTBETCTBYIOILIUX TEPOKCUAOB, JJsI TOTO YTOOBI pPACCUUTATh COJIECpPIKAHUE
KapOOHWIBHBIX TPOAYKTOB. CleayeT OTMETHUTh, YTO CyMMapHas MOTPEUIHOCTh
onpeneneHus] KapOOHWJIBHBIX COEJUHEHMH, €CTECTBEHHO, BO3pPAaCTaeT; IpHU
onpenesieHny 1,2-IUKIOreKCaHIMOHA B OKUCIEHHOM 2- TUIPOKCUIIMKIIOTE€KCAaHOHE
sr coctasisier 0,08-0,11 (n=8, P=0,95).

Kak yxe ymomuHanoch paHee, TJIaBHOW MpoOJieMON TPH UACHTU(DUKAINH

Kap6OHOBBIX KHCJIOT, CJIOXHBIX 3(1)I/IpOB N JIAKTOHOB B COCTaB€ IIPOAYKTOB
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okucienns merofgom IOKX, saBnserca peakuus pacnaja NepoKCUAO0B, B pE3yJIbTaTe
KOTOpOil 00pa3yroTcsi JOMOJHUTENbHbIE KOMIIOHEHTHI. Ele ogHuM MeTomom
YCTPaHEHMsI BIIMSHHA JAHHOTO AacCIEKTa, SBIAETCA MEPeXo] KUCIOT B HX
POM3BOJHBIC, TaKUE KaK METUJIOBBIE A(UPHI U JIp. DTO pElIEHUE IAOCTUTACTCA
OyTeM I[poliecca 3TEPUPHUKALMU AHAIUTOB JUA30METaHOM (WM JApPYTUMHU
nuazoasikaHamu) npu 20°. Jlasnee ocyliecTBI€TCs pa3pylleHUE N30bITKAa peareHTa
IIyTEM BBEJICHMS OTCYTCTBYIOIIEW B aHAJIUTE KUCIOTBHL. B pe3ynbrare Takou
omepal  METWJIOBbIE  3(QUpPBl  KUCIOT  HE  00pa3ylTcs U3 O-
ALUIOKCUTUIPOIIEPOKCUA.

[IepoKCUKHCIIOTEI B pe3yibTaTe BO3ACHCTBHS HAa HUX AUA30METAH TEPSIOT
aKTUBHBIM KUCIOPO U Pe0OpazyoTCsi B METUIIOBBIE 3(UPbl KAPOOHOBBIX KUCIIOT.
Orcroma cienyer, 4YTO IEPOKCUKHUCIOTBI  ONPENEISAIOTCS  COBMECTHO  C
COOTBETCTBYIOIIUMU  KapOOHOBBIMM ~ KHCJIOTaMHM M 3TO  OOCTOSITENILCTBO
HEOOXOJMMO YUYUTBHIBaTh INPU pPaCyETe COACPKAHMS IOCIEIHUX, HAIpUMEp, B
OKHCJIEHHBIX JTUOEH3UIKETOHE, [IMKJIOTeKCaHOHE, O€H3UI0EeH30aTe, KalpruIoBOM U

O€eH30IlHOM aJIpaeruaax.

1.4 BuiBoa no pasjaeny

Takum oOpa3om B gaHHON paboTe ObLI MOBEJAEH TEOPETHUYECKUM aHaIu3
CTaJMM OKHCIIEHUS LHUKIOTeKcaHa. PaccMoTpeHbl (DU3MKO-XMMHUYECKHE OCHOBBI,
OCHOBHBIC CTaJMH, KaTaIU3aTOpbl M (haKTOPHI, BIUSIONIMNEC HA BBIXOJ IIEJIEBBIX
MPOJYKTOB B JAHHOM TMPOM3BOJICTBE. Tak K€ B paMKaxX JaHHOTO pasjena ObuIn
pPacCMOTPEHBI OCHOBHBIE METOJIbl AHAJIMTUYECKOTO KOHTPOJISI COCTaBa MPOJTYKTOB

KUAKO(DA3HOTO OKUCIICHHUS.

26



2 TexHosoru4eckas 4acrb

2.1 XapaKkTepuCTHKA ChIPbS M TOTOBOI NPOAYKIUH

Omnupuueckass  ¢opmyna  nukiorekcana: — CgHpp.  CrpykrypHas

COOTBETCTBCHHO.

[{ukinorekcan mnpeAcTaBiIsieT CcOOOM OpraHMYecKoe COEIMHEHHE, He
uMeromue 1Beta. OTHOCUTCS K KIIAcCy LUUKIIOAIKAHOB, 00JIaJa€T TOKCUYHOCTBIO.
B nmoctaTouyHOM KOJIMYECTBE MPUCYTCTBYET B ChIpod HedTU. B mpombIIeHHBIX
Macmiradax €ero mojiydaeM —THAPUPOBaHMEM O€H30Ja B  MOPUCYTCTBUU
KaTaJIn3aToOPOB.

Cornacao tpeboBanusiM, 'OCT 14198-78 busuko-xuMUuecKre CBOWCTBA

HUKJIOTCKCaHa AOJIKHBI COOTBCTCTBOBATH OdHHBIM IIPUBCACHHBLIM B Ta6J'H/ILI€ 3

[40].

Tabnuma 3 - XapakTepucTrKa IUKIOTeKCaHa

HaunmenoBanue noka3zarens Hopma

BBICILIMN COPT ‘ IIEPBBINA COPT

1. BHentnuit Bug npo3payHasi OecBETHas! )KUJIKOCTh, 0€3 MEXaHUUYECKUX
npumecen

2. CymMmapHast MaccoBasi A0 He 6onee 0,1 He 6onee 0,2
pUMece onpenensieMbIxX
xpomatorpaduuecku, % B Tom
qucie
oenzona , % He 6oitee 0,005 He 60xee 0,01
MeTtunuukinonesTada , % He 6oxnee 0,0015 He 6onee 0,04
Merunuukinorekcad , % He 6oiee 0,02 He 6oiee 0,1
H-renTana , % He 6onee 0,01 He 6onee 0,05
3. MaccoBas 1oas cepbl, % He Oonee 0,00015 HE HOPMUPYETCSI

3HaUYECHHE IIOKas3aTessi TPU YCTAaHABIMBAIOT B TOM Clydae, €cClH
ruapupoBaHue  OeH30Jla  NPOBOAWIOCH B MPUCYTCTBUM  CYJIb(UIHBIM

KaTajan3aTopoB.
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Ommnupuueckast  ¢opmyna nukinorekcanona:  CgHpoO.  CrpykrypHas

COOTBCTCTBCHHO:

[{ukmorekcan mMpeACTaBIseT COOOM OpraHMYEecKoe COEAMHEHHE, B pslie
CllydaeB IMpEACTaBIAECT COOON >KMJIKOCTh, HE HMMEIOIIYI0 LIBETa WU OJIEAHO-
KENTYI0. SIBIsieTcss TOKCHYHBIM, UMEET 3arax, NpUOIMKEeHHbIN K aneTony. Mmeer
XOpOLIYI0 pPAacTBOPUMOCTb B OOJIBIIMHCTBE OPraHUYECKUX PacCTBOPUTENSX.
[TpoMbINITIEHHBI CHOCOO TOMYYeHHsI IMKJIOTE€KCAaHOHA SBISETCS OKHUCIICHHE
LIUKJIOTEKCaHa B  IPUCYTCTBUM  KaTaau3aTOpOB  WIM  JIETUIPUPOBAHUE
LUKJIOTeKcaHoa. BaxHeninee ero NpuUMEHEHUE 3aKiarodaercs B TOM. Urto oH
ABJISIETCS OCHOBHBIM IPOMEKYTOYHBIM IPOAYKTOB B IIPOU3BOJCTBE KalpOJIAKTaMa
Y aJUIIMHOBOM KUCJIOTHI.

Cornacao I'OCT 24615-81 ¢pusuko-xumMu4ecKkue CBOWCTBA IUKIOTEKCAaHOHA

JOJKHBI COOTBETCTBOBATH JaHHBIM IPHUBEICHHBIM B TaduIe 4 [41].

Tabnuna 4 — XapakTepucTUKa [IUKJIOI€KCAaHOHA

HaumeHnoBaHue moka3aTens Hopma
MaccoBas 10J1s1 HMKIoreKcaHoHa , %o, He menee 99,8
MaccoBas fons npumeceit , % He 6onee 0,1
Maccosast 1o Boas! , % He 6oxee 0,1

Omnupuyeckass (opmyna nukiorekcanona: CgHpjnOH. CrpykrypHas

COOTBETCTBEHHO:
OH

[{ukaorekcanoa TpeACTaBIseT COO0OM OpraHMYecKoe COCIMHCHUE, He
UMEIOIME IIBeTa. SIBIAETCS TUTPOCKOMUYHBIM W €ro 3amax IMoJ00eH 3amaxy

kamdapsl. Mmeer Xopormnyr0 pacTBOPUMOCTh B KETOHAX, apOMAaTHUYECKUX U
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ATAIUKINYECKUX YTIIEBOJOPOJaX, CHUPTaX, CIOXKHBIX 3¢upax. Temmeparypa

IaBieHus, 0e3 Hammuusa npumeceit coctaBiser 25,15°C. Xapakrepusyercs

pPCaKIuAM BTOPHUYHBIX CIIMPTOM. B IMPOMBIIIIICHHOM Macmradbe ero I[IOJIy4aroT B

mporecce THAPUpPOBaHUS (EHONA WM TPU OKUCICHUW IMKJIOTeKCaHa B

IMPUCYTCTBHUH KAaTaJIN3aTOPOB.

Cornacao TpeboBanusim TY-2423-030-00205311-05 dusuko-xuMuyeckue

CBOMCTBA MUKIIOTCKCaHOJIa AOJKHBI COOTBCTCTBOBATHL AAHHBIM IIPUBCACHHBIM B

tabnuie 5 [42].

Tabnuua 5 — XapakTepuCTUKH LUKJIOTEKCaHOoIa

HaunmenoBanue noka3zareneit Hopma
BBICIIUI COPT MIEPBBINA COPT
ITnotHOCTH NpH 25 °C, r/em® 0,945-0,020 0,945-0,020
MaccoBas 1o HUKJIOTeKcanoa ,%, He MeHee 95,0 85,0
Maccoas noJis npumecei, %, He 6oiee, 5,0 10,0
B TOM YHCIIE: [IUKJIOTeKcaHoHa, % He 0oliee 4,0 9,0
MaccoBast 1011 Boasl , %, He Oojiee 0,1 0,5

B Ta6JII/II_[e 6 IMpCaACTaBJICHBI @HSHKO-XHMH“IGCKI/IG CBOMCTBA IIPOAYKTOB,

00pa3yrouXxcs IpU OKUCIEHNUN UKIIOTeKCaHa.

Tabnuma 6 — OcHoBHBIE (PM3HUECKHE U XUMUYECKUE CBOMCTBA MTPOIYKTOB

[TapameTpsl [{uknorexcan I{uknorekcanoH | I{ukiiorexcanosn
MounekynspHas Macca 84,16 98,144 100,6
ITnotaocts npu 20°C, K/M® 778 948,8 945
Temmneparypa kunenus, °C 80,75 155,6 161,1
Temneparypa nnasnenus, °C 6,2-6,6 -40,2 24
Temmneparypa Bcnbimku, °C -18 40 67
TemnepaTypa KuneHus a3e0TpOHON 68,95 97 97,8
cmecH, °C
PactBopumMocTh B BoJIE [IpakTuuecku 100C - 10,5 %; 11 °C - 5,65 %.

HEPaCTBOPHM 600C — 6 %.
K, mr/m® 1,4 0,04 0,06
Knacc omacHocTn 4 3 3
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2.2 Onucanue TeXHOJOTHYeCKOM CXeMbl

B émkocts 1 BBOAST UHCTBII M UUPKYJSIUOHHBIM LHUKIOTEKCaH,
HaxoJsAIIMiCA 1oj a3oTHbIM AbixanueM P = 0,004ITa. Kowgencatop 2,
OXJIAXKJAEMbIM 3aXOJIOKEHHOM BOJIOM BO BCE€ MEPHOJBI T0JA, PACCUUTAH IS
YBUJIMBAHUS YTEUKH IIUKIIOTEKCaHA.

[{uknorekcan HaxOJSIIMICA B €MKOCTH MOCTYHaeT B BEPXHIOID YacThb
cKkpyOOepa-koHaeHcaTropa 4, mocpecTBOM Hacoca 2. B koHaeHcaTope 4 HaxoAsTCs
konblla «Pammra» wu Temneparypa coctaBiusier 135°C. Takoil Harpes
oOecreynBaeTcs TEIJIOTON CKOHIEHCUPOBAHHBIX PEAKIIMOHHBIX Ta30B.

[ukinorexkcan mociie Oyioka 4, HENpPEepbIBHO TIOMalaeT B E€MKOCTh 8,
MOCPECTBOM Hacoca 7. B eMkocTHm 8 XKUAKOCTH pPa3AeisieTcsl Ha JIBa CIOS:
OpraHU4ecKui U BOAHBIA. B Buay TOro0, 4TO Conep:kaHue BObI NaryOHO BIMSIET Ha
Ka4yeCTBO Mpollecca U CIOCOOCTBYET 00pa30BaHUIO OOJIBIIOTO KOJIMYECTBA CMOJ,
BOJIHBIN CJIOW yHANsAETC U3 EMKOCTH.

Jliist Toro 4ToObl U30€XKaTh HAIMYUE OCKOJIKOB B Hacocax 5 U 7, B cUCTEMeE
uMeroTed rpsaseoraenurenu 9 u 10.

OcylieHHbI OT BOJHOTO CJOSl LIMKJIOTEKCAaH M3 €MKOCTH 8 MOJAeTcs B
HarpeBatenb 11, rame ero pasorpeatror no 140-160 °C. JlanHoe Temmeparypa
JIOCTUTAETCA 3a CYET TeIUla CKOHJEHCUpOBaHHOTO mapa. B ToMm uwucie Ha
oporieHre abcopbepa 12 momaercs 4acTh IUKIOreKCaHa.

Harpetsiit nukiorekcan wu3 11 Onoka mnepexomutr B peaktop 13(1).
OKUCIUTENBHBIN MPOLIECC OCYIIECTBISETCA B TaHJIEME JABYX peakTopoB. Kaxkiblii
U3 ATUX PEAaKTOPOB OCHAIIEH JBYMS CEKUUSAMH, B KOTOPbIE€ HWHIWBHIYaJbHO
MOCTyMNaeT BO3AYX.

[Iponiecc  okuCHEHUST SBISETCS  DHAOTEPMHUYECKUM,  CIIEIOBATEINIBHO,
BBIJICTISIETCSI MHOTO TeIla. JTO TEIUIO YIANAeTCs C PEaKIMOHHBIMU Ta3aMH.
PeakimonHble ras3bl MOAAIOTCS B HUKHIOW 4YacTh ajacopoepa 12. Drto omnepanus

BBIIIOJIHACTCA  [IJII  MU3BJICHCHUA  IMOJIC3HBIX  IIPOAYKTOB. O‘-II/IH_[eHHIJﬁ oT
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JOTIOJTHUTEHHBIX COCTMHEHHH ITUKIIOTEKCaH TIOCTYIAI0T B CKpyOOep KOHAEHCATOP
4, nyis HarpeBa IUKJIOTEKCaHa-ChIPIA.

OkcumaToM Ha3bIBalOT PEAKIIMOHHYIO CMECh, OHA HEMPEpPHIBHO KadaeTcs
HacocoM 12 w3 uerBeproil cekiuu peaktopa 13(2). Tam onHa moaBepraercs
HEUTpaJIU3aLUU.

Peakimonnsie ra3pl U3 HIOKHER yacTu abcopOepa 16, KoTopbie OCTYIUIIA B
HEero u3 Oyioka 4, TOABEPrarOTCSd OYUCTKU I[HUKIOT€KCaHa OT MOCTOPOHHMX
coenuHeHuid. Tak ke Kak U KOHAEHcaTOp-CKpyOOep 4, OH 3alOJIHEH KOJbIlaMU
«Pammray, ero padota ocymectsiserca non nasieauem 0,85-0,96 Mna (8,5-9,6
krc/cM?). BimsiHIE BBICOKOTO IaBIICHHE BIIHSET Ha COAEPKAaHHUE IUKIIONEKCAaHA B
OTXOJISIIIUX Ta3aX, U CIIOCOOCTBYET €ro YMEHBIICHUIO.

AOcopbenToM  siBiIIeTCSL  cMech  nukiorekcaHoHa (50  -70%) wu
nukiorekcanona (50-30%). MMeHHO TakoW COCTaB OTJIMYHO CIOCOOCTBYET
abcopOIMK IUKJIOTeKCaHa MPU HEBBICOKUX TeMIIepaTypax.

CBexuil M BOCCTaHOBJICHHBbIM aOCOpPOEHT MOCTymaeT B €MKOCTh 17, B
KOTOpoM a30THOe nbixaHue coctabisier P=0,004 MIla. 3apanee OXJa)JICHHBIM
a0CoOpOEHT B XOJIOAWIbHUKE 18 ¢ 3aX00XKEeHHOM BOJOM, U3 eMKOCTH 17 momaercs
B BEPXHIOIO YacTh abcopOepa 16. Baxxno, uToObl TemriepaTypa abcopOeHTa Oblia
ne Bbime 20°C a pacXof pereHepHpOBAHHOTO COCTABIISIET He Gonee 63 M™/d.

Temnno, BeIAEIsIEMOE B TIporiecce abCOpOIMU, OTBOJAT YEPEX XOJIOIUIbHUK
20 mocpenctBoM Hacoca 19. Jlna um3bexaHuwe momagaHUs OCKOJIKOB OT KOJell
«Pammuray u3 abcopOepa B Hacoc 21, mpenycCMOTpEH TpsI3eOTACTUTEND 22.

[Tocne abcopOepa 16 oTxonsume ra3pl HANPABISAIOTCS HA KaTATUTUYECKYIO

OUYHCTKY.
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Pucynok 3 — TexHonorunyeckas cxema
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2.3 AHAJIMTHYEeCKUIl KOHTPOJIb

Kak u Ha Bcex MNpeAnpHusATHSIX MO BBINYCKY pa3iHMYHON MPOIYKIIMH Ha
«KyiObIIeBA30T» OCYIIECTBISIOT AHAIMTHYECKUH KOHTPOJIb PEaKIIMOHHBIX
ra3oB, & IMEHHO HaJM4H€ B KOMIIOHEHTaX KUCJIOpoJa. TOYHOCTh 3TOU onepauuu
OYEHb BaXXHAa, TAaK KaK CMECh KHUCJIOpPOJa M LHKJIOreKCaHa OOpa30BBIBAET
B3PBIBOOMACHYIO KBUHTACCEHIMIO. M3MepeHus OCYIIECTBISIOT Ha BBIXOJE
peakTopa, MpeIHa3HAaueHHOTo JUIsl OKHCIIEHUs, B CKpyOOepe-KoHaeHcaTopa 4 1 Ha
BbIXOJIe abcopOepa. JlaHHble 00 aHAIMTUYECKOM KOHTPOJIE MPEACTABJICHBI B 7
Tabnuipbl. B Tabnune 8 mpencTaBieHbl YMCIOBBIE 3HAUYEHUS OMPEEIsieMbIX
BEILECTB.

CocTtaB KOMIIOHEHTOB ONPENEISAIOT € IOMOIIBK  Ta30KUIKOCTHOM
xpoMarorpaduu, 310 OOYCIOBWIO T€M, YTO (EHOJ, LHUKIOTeKCAaHOH, OEH30I,
LIUKJIOTEKCAHOH U COOTBETCTBEHHO LIMKJIOTEKCAH HE KOHKYPHUPYIOT C APYT APYroM
B pa3JIeJICHUH ¥ YE€TKO BBIPAKEHBI HA XpOMaTOrpaMMax.

[Ipn ananu3e TrpyNmoBOr0 W HWHIAMBUIYAJIBHOIO COCTaBa MPOJYKTOB
OKHUCJICHUSI ILMKJIOTE€KCaHa BHJIHO, YTO MPUCYTCTBUE KHCIOPOIAOCOAECPAKIIUX
KOMIIOHEHTOB B OKcujaTe (peakiuoHHOM cmecu), cocrtaBisieT 95%. Jlons
TUAPOINIEPEKUCH LUKIOTEeKCUIa, aHOHa M aHosa cocrasiser 87,4%. MoHo- un
nukap6oHoBbie KUCIIOThl C, — Cg momyyarot ¢ Beixoqom 4,1%. BogopactBopumbie
cnupThl o0pasyrorcs ¢ Beixogom 0,05%. B mporecce cuHTe3a OJHOW TOHHBI
KanpoJsiaktama ocyuiectsisiercs oopazoanue: 200-300 kr MOHO- U TUKAPOOHOBBIX
kucinotr (C, — Cg) B OCHOBHOM aaumnuHOBas kuciota v 50 Kr amudaTudecKux

CIUPTOB B OCHOBHOM aMMUJIOBBIH criupT [43].
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Tabnuna 7 — AHUIUTHYECKUM KOHTPOJIb

Ne HammenoBanwme cragnm, KonTponupyemsbiit Enununa Yacrora Hopma MeTtoq ucObITaHUA Kto
n/n nporecca, MecTo oTbopa napameTp U3MEpEHUs KOHTPOJIS KOHTPOJIHPYET
po0.
TpyOonpoBoa HHMKIOTreKCaHa MaccoBas J10JIs % o 0,5-0,7 xpomarorpaduueckuii | madopant OTK
1 | mocne Pa3AETUTEIBHOTO | IIMKJIOTEKCAaHOHA U TpeOOBaHUIO
cocyna 8 IIUKJIOTEKCaHOJIa
MaccoBast 10715 % o HE MeToJ a3eoTponHoi | labopanT OTK
BOJIbI TpeOOBaHUIO | HOPMHUPYETCS MEPErOHKHU
(AunaCrapka)
TpyOonpoBoa peakIMOHHBIX o0BeMHas 101 %. 00 o He 6onee 3,0 xpomatorpaduueckuii | nadopant OTK
2 | razoB mocie 1,2,3,4 cexuuii KHCJIOpOJIa TpeOOBAHUIO
peaktopa 13(1), 13(2) 0o0BeEMHAs 101 %. 00 o He Oosee 3,0 xpomarorpaduueckuii | smadopant OTK
OKHCH yTlIiepoja TpeOOBAHUIO
CO
MaccoBas J10JIs % o HE TATPUMETPUYECKUI nabopant OTK
3(pHpoB TpeOOBaHUIO | HOPMHUPYETCS
MaccoBas 10JIs % o HE TATPUMETPUYECKUI nabopant OTK
KHCIIOT TpeOOBaHUIO | HOPMHUPYETCS
MaccoBas J10JIs % o HE TATPUMETPUYECKUI nabopant OTK
THIPOTIEPEKUCH TpeOOBaHUIO | HOPMHUPYETCS
Tpy6ompoBon MaccoBast 10JIs % o He 6onee 30,0 | xpomarorpaduyeckuit | madopant OTK
3 | otpaboranHOTO abcopOeHTa [IUKJIOTeKCaHa TpeOOBAHUIO

u3 abcopbepa 16
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Tabmuua 8 — Pesynbrarthl XpomaTorpaMyeckoro M XHMHYECKOTO aHaiu3oB okcuaatoB 1mexoB Ne 22 u 35 ITIAO
«KyitopimeBaA3or» (CocTaBbl MPOAYKTOB MPEACTABICHBI B % Macc.)

AHOH Anon | Cymma anonau | Odupsr | Kucnorsr | 'mapomepexucn Kucnots
aHOJIa
= 5
s | £ | g | 8| 8| & | 2| | =z | %
£ S T = S o g T g S
3 = R = = o ) o < =
> | 5 v o =] o < & =
2 2 g 5 5) g g = 23 g
=8 = = 3 g 5 = = - =
S
2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17
1,80 2,38 4,18 0,69 0,65 0,84 0,003 | 0,007 | 0,025 | 0,148 | 0,076 | 0,149 0,033 | 0,168
1,79 2,54 4,33 0,69 0,85 0,73 0,008 | 0,007 | 0,037 | 0,213 | 0,089 | 0,113 | 0,004 | 0,007 | 0,039 | 0,290
1,48 2,39 3,87 0,46 0,70 0,86 0,003 | 0,008 | 0,018 | 0,123 | 0,051 | 0,105 0,025 | 0,171
3,30 0,70 0,44 1,10 Cn. Cn. | 0,009 | 0,083 | 0,035 | 0,084 0,016 | 0,093
3,40 0,54 0,51 1,19 0,003 | 0,003 | 0,010 | 0,063 | 0,030 | 0,027 | 0,005 | 0,004 | 0,022 | 0,151
3,73 0,55 0,43 0,92 0,003 | 0,002 | 0,005 | 0,007 | 0,061 | 0,021 | Cu. Cn. | 0,002 | 0,041
3,66 0,66 0,38 0,63 0,007 | 0,005 | 0,013 | 0,088 | 0,032 | 0,016 | Cu. Cn. | 0,005 | 0,025
3,27 0,99 0,41 1,10 0.004 | 0,004 | 0,009 | 0,068 | 0,037 | 0,127 Cn. | 0,024 | 0,58
1,60 2,88 4,48 0,77 043 0,50 0,004 | 0,004 | 0,018 | 0,122 | 0,046 | 0,021 | 0,003 | 0,002 | 0,007 | 0,063

2.4 BIBOABI 10 pa3aeny

B nanHOM paznene ObLIM ONUCaHbl XapaKTEPUCTHKH ChIPhsl U TOTOBOM MPOAYKLMH, ObUIa OMMCAHA TEXHOJIOIHUECKas cxema
1 ObUI TPENCTaBIIEH AHAIMTUYECKHM KOHTPOJb. BbUIM mpeacTaBieHbl Pe3ysbTaThl XPOMATOrpauuecKoro W XHMMHYECKOIrO

aHanu3oB okcuaaToB 11exoB Ne 22 u 35 TTAO «KyiiObieBaA30m.
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3 JKkcnepuMeHTAIbHS YacTh

Jlist Toro 4ToOBI OMpENEIUTh COCTaB OCHOBHBIX KOMIIOHEHTOB, a TaKXKe
YCTAaHOBUTh HMX KOJMYECTBEHHOE COJIEP)KaHWE B CMECH CHUPTOBOM (pakiuu
MOJYYEHHOW TMpU OKHUCIICHUHM IUMKIOI€KCaHa, KCIOJIb30BaJd METOJ Ta30BOM
xpomarorpaduu. Tak kak cocTaB MpuMeceid B MPOAYKTE HHUKJIOINEKCAaHOHIIA
JIOCTaTOYHO pa3HooOpa3zeH, MetoJ, ['X mMo3BOJNsSET ONpEeNeuTh MHOTHE
KOMITIOHEHTHI. [IpuMecu MOryT OBITh MPEACTABJICHBI CICAYIOIMIUMH KJaccaMu:
CIHPTBI, YTIICBOOPOJIBI, KETOHBI, CJIOXKHBIC U TIPOCTHIE 3PUpHI [46].

B Buay Toro, 4ro pasHooOpa3ue HpUMECEd BEIMKO M K TOMY XK€ HX
COJIEp’)KaHHE XapaKTEPU3YeTCs HU3KUMHU KOHUEHTPAUUSIMH, 3TO 3aTPYIHSET HX
UAeHIM(UTHPOBAHUE.

AHanmu3 ocymiecTBIsUIM Ha Tra3oBoM xpomarorpade: Kpucramn 4000 c
MJIaMEHHO-MOHU3AIIMOHHBIM JIETeKTOpOoM. BpIOOp merekTopa OOBSCHSAETCA €ro
YyBCTBUTEJIBHOCTBIO K HU3KUM KOHIEHTpalusM. B kadecTBe Tra3za HOCHUTENs
BBICTYIIAJ ['€JIUM.

B kadecTBe HemoaBMXKHON (a3bl HCMONIB30BAIU XpomaTorpaduueckyro
KaMWUISIPHYIO KOJIOHKY ¢ COPOEHTOM, MMEIOIIHUM BBICOKYIO moJisipHocTh DB-WAX
(ITomuytunenrnukons (I131)). Pasmep kononku 30 metrpom Ha 0,32 MM, TONIIIMHA
MJIEHKU COPOEHTA COCTABIISIA 3 MKM.

DU3NYECKUE YCIOBUS:

- nasieHue rasza — 0,55 atm;

— temneparypa: 60 °C.

Taxoxe OblTH onpeaenensl uHAeKeh (MY) yaepxxuBanus. 1Y xapaktepe3yet

yIEPKUBAHKE BEIIIECTB U PACCUUTHIBACTCS 1O (hOpMYyJIe:

trx) — tr(n)

[ =100n+ 100p
tRn+p) ~ tR(n)

I'ne N 1 p — KOJIMYECTBO aTOMOB YIJIEPOJia B IBYX H-aJIKAHAX.
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B Tabmume 9 mnpencrtaBieHbl BpeMeHAa YIAEPKUMBAHUS M MHIEKCHI

YACPKUBAHUA KOMIIOHCHTOB, BXOIAINX B COCTAB (bpaKI_[I/II/I

Tabmuma 9 - Bpemena yaepKuBaHWsI W WHICKCHl yIECPKUBAHUS KOMIIOHCHTOB,
BXOJISIINX B COCTaB (paKiiuu

Ne /it BemectBo tRy vun Rlken Rlsuen
1 [ukmorexkcan 3,02 734 722
2 [ukmorexkcex 3,45 820 808
3 2-MetunmponaHod-2 4.03-4,10 894 900
4 MeTtaHom 4,15-4,18 905 911
5 N3onponuioBeiid ciupT 4,51 929 932
6 DTaHoa 4,63-4,64 937 937
7 [Tponanon-1 6,63 1044 1022
8 byranoin-2 8,05 1101 1022
9 2-MeTtwimpornanoi-1 8,17 1101 1094
10 Ileuranon-2 9,02 1126 1118
11 I'entanon-4 9,53 1139 1118
12 | byranon-1 9,98 1151 1143
13 I'entanon-3 10,57 1167 1163
14 AMMINUKIOTEKCaH 11,44 1190 -
15 I'errranon-2 11,72 1197 1184
16 [uknonenranox 12,18 1207 1202
17 ByTrokcunukinorekcan 14,57 1255 -
18 Ilentanon-1 14,87 1262 1250
19 [uknorekcanon 17,47 1312 1311

20 [uknonenranon 18,07 1323 1300
21 | I'ekcanon-1 20,52-20,53 1368 1360
22 [ukmorexcanon 23,81 1422 1403
23 2-1IuKI0orekcaHoH 25,97 1457 -

24 2-Ortrirekcason-1 28,73 1503 1499
25 | Okranon-1 32,97-32,99 1573 1560
26 | Hdexanon-1 45,07-45,13 1777 1771
27 2-11UKIIOreKCUITITUKIIONEKCAaHOH 56,18 1976 -

28 denon 58,35 - 1987

Jlns 6osiee TOUHOM MACHTU(UKAIIMA KOMIIOHEHTOB, BXOIAIIUX BO (hpaKIIMIO,

HCIIOJB30BaJIM METOA BHCUIHCT'O CTaHAApTa. KOTOpBIﬁ 3aKJII0YaJICa B OTACIIBHOM
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XpoMOTOrpapOBaHUM KOMIIOHEHTOB, KOTOpBIE MPEATNOIOXKATEILHO MOTIIN
conepkathCsi BO (pakiuu. st Toro, 4T00bI TOBBICUTh TOYHOCTH aHAIN3a ObLIH
MPUTOTOBJICHBl KAIUOPOBOYHBIE PACTBOPBL. DTH PACTBOPHI MPEJCTABISIIM COOOM
CMECh KOMIIOHEHTOB, COJIEPKAIMMUXCA BO (DpaKIHMK, CMENIAaHHBIX B Pa3TUIHBIX
KOHLIEHTpalUsAX. OTH  ONepaly  IO3BOJIMIM  ONPEACNIUTh  MOMPABOYHBIC
KO3 dULIEHTHI.

[TonpaBouHble KOA(PPUITMEHTH TOMYYAOT TPH aHAIW3E CTaHAAPTHBIX
cepuit. [lnga cranmaptHoro komrmoHeHTa Kn mnpunsat 3a emununy [47]. Kn

pPacCcUuTHIBAIOT O (OpMyIIE:

PGBYJ'IBTaTI)I OIIPCACICHUA OTHOCHUTCIIBHBIX ITOIIPABOYHBIX KOB(i)(i)I/II_[I/IeHTOB

1151 HeKOoTOphiX komnoHeHTOB COIIK npusenens B Tabaunax 10-15.
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Ta6JII/IIIa 10 — PCBYJIBTaTLI dHaJIn3a HNCKYCCTBCHHBIX cMmecen IMPOAYKTOB OKHCJIICHHUA NUKJIOICKCAHA MW JCTHAPHUPOBAHUA
OUKJIOICKCaHOJIa

Kommnonent tr, Cwmecs 1, macc. gomu, %  [lnomaau | Ko Cwmecs 2, macc. goiu, %  [lnomamu | Ko [Cmecs 3, macc. | Ilimomaau Kn Kn CrangapTHoe CKO Kn
MUH noinu, % cpenHee oTkioHeHne Kn
IPUTOTOBIICHO PIIPEAENICHO [IPHTOTOBJICHO IPEAENICHO TIPHTOTOBJICHO  |OTPEIETICHO
[ukaorekcan 3.00- 1,40 1,88 22,90 ,8454 8,02 10,20 133,10 ,7868 2,34 3,17 37,30 0,7586 0,7887 |0,053991189 |6,84571
302 1,84 26,00 ,7386 10,29 129,80 ,7657 3,18 38,00 0,7492
1,83 21,97 D,9073 10,31 123,70 ,7786 3,13 39,80 0,7679
byranon-1 9.90— 0,98 0,86 10,40 1,3031 13,62 12,01 156,60 [1,1357 36,46 34,21 402,30 1,0959 1,1588 |0,10395953 |8,971561
1010 0,84 11,90 {1,1297 12,04 151,80 [1,1119 34,75 415,80 1,0669
0,86 10,20 [1,3680 12,06 144,70 [1,1303 34,38 437,90 1,0875
[Menranon-1 14.80— 84,50 83,73 1015,70 {1,1505 22,40 21,49 278,20 11,0514 4,71 4,54 54,30 1,0489 1,0717 |0,066184794 [6,175834
1510 84,18 1188,50 p,9753 21,36 267,70 11,0369 4,54 54,30 1,0553
83,57 1001,30 11,2015 21,30 254,90 11,0553 4,52 57,50 1,0699
[lMKITOreKcaHoH 17.30— 2,69 3,06 37,20  [1,0000 24,79 24,74 323,70 [1,0000 52,66 54,15 636,80 1,0000 1,0000 0 0
17.50 2,61 36,90 [1,0000 24,50 307,20 [1,0000 53,60 640,70 1,0000
3,20 38,30  [1,0000 24,80 297,70  1,0000 54,04 687,80 1,0000
[lMKITOreKCcaHo 23.60— 10,43 10,41 126,40 ([1,1411 31,17 31,29 408,10 00,9973 3,83 3,88 45,60 1,0157 1,0345 |0,07654069 |7,398763
2390 10,31 145,60 0,9826 31,59 398,10 p,9703 3,88 46,30 1,0064
10,41 124,80 [1,1899 31,30 375,60 0,9966 3,89 49,50 1,0106
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Ta6muma 11 — Ipoepka k03¢ HUITMEHTOB TOITPaBKU

Kommonent tr, MUH Cwmecs 1, macc. momu, % Cwmecs 2, macc. monu, % Cwmecs 3, macc. nonu, % K
cpemHee
MIPUTOTOBIICHO | OTIPEICIICHO |ONPEIEIIEHO C [IPUTOTOBICHO |OMPENEIEHO |OMPENEICHO C [IPUTOTOBICHO |OMPEIEIEHO |OMPEIeNICHO C
yuerom Kn yuerom Kn yuerom Kn
[Tnksiorexcan 3.00— 1,40 1,88 1,40 8,02 10,20 7.89 2,34 317 2,38 0,7887
3.02 1,84 1,37 10,29 7.97 3,18 2,38
1,83 1,36 10,31 7,97 3,13 2,34
Byranon-1 9.90— 0,98 0,86 0,94 13,62 12,01 13,64 36,46 34,21 37,66 1,1588
10.10 0,84 0,92 12,04 13,70 34,75 38,28
0,86 0,93 12,06 13,60 34,38 37,88
Menranon-1 14.80— 84,50 83,73 84,60 22,40 21,49 22,41 471 454 4,70 1,0717
15.10 84,18 85,17 21,36 22,34 454 4,62
83,57 84,52 21,30 22,31 452 4,60
[Tukorexcaron  |[17.30— 2,69 3,06 2,89 24,79 24,74 2433 52,66 54,15 51,45 1,0000
17.50 2,61 2,47 24,50 23,02 53,60 50,01
3,20 3,02 24,80 2431 54,04 51,35
[uxtorekcanon  [23.60— 10,43 10,41 10,16 31,17 31,29 31,73 3,83 3,88 3,81 1,0345
23.90 10,31 10,07 31,59 32,07 3,88 3,81
10,41 10,17 31,30 31,73 3,89 3,82
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Tabmuma 12 — PesynpTaThl aHanm3a

HCKYCCTBCHHBIX cMmecen

IMPOAYKTOB OKHCJICHUSA MNHUKIOICKCAHA W JCTHAPHUPOBAHUSA

IMUKIIOTCKCAaHOJIa
Cwmech 1, Macc. Cwmech 2, Macc. Cwmech 3, Macc.
nmonu, % nmonu, % nonu, %
o o CrangapTHoe
KommonenT tr, MuH % 2 IInomanu K % = IInomann K Z z [Lromanu Kn K cpennee OTKJIOHCHHE CKO Kn
Q
| 2 | g s | E
S = = E S S
& | ¢ g | ° 3
11.89- 2,49 31,76 0,9756 4,71 57,27 0,8655 4,83 53,26 0,8380
[{uKI0TIEHTAaHOH 2,91 5,23 5,34 0,8829 0,068839843 | 7,797084
11.95 2,51 | 31,43 |0,9639 474 | 52,61 |0,8298 479 | 54,39 |0,8247
it - 91,38 | 1164,43 | 0,8252 88,02 | 1069,53 | 0,7655 87,00 | 958,70 | 0,7448
AAMUIIOBLLi 14.99-1 94 94 86,39 85,44 0,7700 | 0,042993287 | 5,583202
CIUPT 15.02 91,35 | 1144,58 | 0,8208 88,11 | 977,00 | 0,7381 87,13 | 988,62 | 0,7259
17.18- 2,42 30,88 1,0000 4,25 51,65 1,0000 3,97 43,71 1,0000
[IuKITOreKCaHOH 2,90 5,45 5,23 1,0000 0 0
17.24 2,41 | 30,19 | 1,0000 410 | 4549 | 1,0000 3,87 | 43,93 | 1,0000
17.60- 2,74 34,86 0,8889 0,99 12,03 0,7878 1,77 19,46 0,7430
LMK TOnIEHTaHOT 2,91 1,00 1,73 0,7974 0,069248789 | 8,684054
17.63 2,75 34,51 0,8778 1,00 11,05 0,7554 1,75 19,86 0,7317
Menon 558é335§ 1,04 | 0,95 12,11 0,9145 | 1,93 | 2,02 24,56 0,7447 | 2,26 | 2,43 26,80 0,7048 0,7737 0,100170907 | 12,94718
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Ta6muma 13 — Ipoepka k03¢ HUITMEHTOB TOTPaBKU

Kommonent [r, MUH Cwmecs 1, macc. momu, % Cwmecs 2, macc. monu, % Cwmecs 3, macc. monu, % K cpennee
Ipuroroeneno |Ompeneneno [Omnpenencuo |[Ipurotosneno |Omnpeneneno Pmupeneneno |[Ipurotosieno |OmpenencHo DmnpeaencHo
c yuetom Kn c yuetom Kn c yuetom Kn
[{ukmonentanon |11.89- 2,91 2,49 2,82 5,23 4,71 5,30 5,34 4,83 5,43 0,8829
11.95 2,51 2,84 4,74 5,34 4,79 5,39
AMUJIOBBIH 14.99- 90,24 91,38 90,32 86,39 88,02 86,29 85,44 87,00 85,32 0,7700
CIIUpPT 15.02 91,35 90,28 88,11 86,41 77,90 85,48
[uknorekcanon |17.18- 2,90 2,42 3,11 5,45 4,25 541 5,23 3,97 5,05 1,0000
17.24 2,41 3,09 4,10 5,22 3,87 4,93
[{ukmonentanon |17.60- 2,91 2,74 2,80 1,00 0,99 1,01 1,73 1,77 1,79 0,7974
17.63 2,75 2,82 1,00 1,01 1,75 1,78
(Denon 58.35— 1,04 0,97 0,94 1,93 2,02 1,99 2,26 2,43 2,40 0,7737
58.39 0,98 0,97 2,05 2,02 2,45 2,42
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Ta6JII/IIIa 14 — PCBYJIBTaTLI dHaJIn3a HNCKYCCTBCHHBIX cMmecen IMPOAYKTOB OKHCJIICHHUA NUKJIOICKCAHA MW JCTHAPHUPOBAHUA
OUKJIOICKCaHOJIa

Kommonenrt tr, Cwmecn 1, ITmomamu | Ko CmMmecs 2, ITnomamn | K CmMmecs 3, Mnomamn | Ko | Ko cpemnree | CranmapTHOE CKO K
MHH Mmacc. Mmacc. Mmacc. OTKJIOHEHHE
nmoau, % nmoau, % o, % Kn
g o 2 o 2 o
5 £ 5 2 5 z
2 | 5 2|5 2|5
[ = = = = =S¢
|2 |2 : |z
£ | B £ | 8 & | 3
E E =]
byrokcunmkiorekcan [14,55- |1,14 1,28 15,32 0,8893 (4,98 |5,63 71,50 0,9315 (16,80 19,06 | 214,76 [1,0596 0,9601 0,088673863 9,2358391
14,68
[[uKI0TeKCaHOH n7,53- 98,86 (98,72 | 1181,42 {1,0000 95,02 (94,37 | 1270,80 {1,0000 (83,20 80,94 | 1126,91 [1,0000 1,0000 0 0
17,58
Tabnuua 15 - [TpoBepka K03 GUIIUEHTOB TOTPABKU
KomrmoneHnT 1R, Cwmecsh 1, macc. o, % Cmecn 2, macc. gonu, % Cmecn 3, macc. moau, % K
MHH cpemHee
o o o Qo o o
& o T o T o
o 2 22 2 2 22 o 5 22
M = o M = o @ = Q
o 3] = = o 3] = o 5 = =
= = Lo o & = L o = = o o
o [5) = & =) 1) H = o) %) =H =
= o o O = o o O o o 0o O
= = S = = S = = & E
g °© S = °© S = ° S
Byrokcumukiorekcan | 14,55- 1,14 1,28 1,23 4,98 5,63 541 16,80 19,06 18,30 0,9601
14,68
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Jlanmee MBI TeEpelUIM HEMOCPEACTBEHHO K aHanuszy oOpasma COIIK ¢

IMPOU3BOACTBA HHUKJIIOI'CKCAHOJIA

Ha pucynke 4 npezacrasiena xpomarorpamma ananuza COIIK.

3692,499 ]

3225721 —---

—nuaA
viua-2

2758944 —---

2292166 -~

1825388 —---

1358610 ---

891,833 ---

..........

.....................................................................................................................

42505515

~HiHH-

41,723

e e e e S
56.12 65.47

Pucynox 4- XpomaTorpamma npoyKTOB OKHUCJIEHUS [IUKJIOreKcaHa 1
JEruApPUPOBAHUS IUKJIOTE€KCaHOIa

[TonmpaBounbie K03 GUIMEHTHI TPEICTaBICHbI B Tabuie 16

Tabnuma 16 — [TonpaBounbie KOIPPUITUEHTHI

Komnonent Ko
uxaorekcan 0,7887
IluknoneHranox 0,8796
[{uxronenTanon 0,7944
IlerTanon-1 0,7672
denon 0,7669
AMMJIOBBIN CIIHPT 0,7700
[ukmorexkcan 0,7892
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[Tponomkenue Tabnuipt 16

byranosn-1 1,1596
[{uKII0reKCaHoH 1,000
[ukmorexcaHom 1,0352
byTokcunukiorekcan 0,9601

Jlamee MBI TEpENIIN HEMOCPEACTBEHHO K aHajiu3y CHUPTOBOM (paKIUH
NPOM3BOJICTBA KampoJsiakTama Ha kanmwuripHod kononke DB-WAX (Carbowax
20M). TlonydyeHHble [aHHBICE CpPAaBHHBAIM C JaHHBIMA O COCTaBe oOpasla,
nojsydeHHBIMH MeTogoM ['X aHanmm3a Ha HacaJoyHOW XpomaTtorpaduueckoit
koonke mo TY 2499-017-00205311-99. CocrtaB oOpasiila Ha KanWUIAPHOU
KOJIOHKE OBlT B3SAT M3 JaHHBIX [POU3BOACTBEHHOHN sabopatopun I[IAO
Kyi0pimieBA30T

KoniienTpaiuyu KOMIOHEHTOB BBIYUCTUIN IO (hopMyJIe:

Si*IQ>k100
a) =
e Ki * S

N cpaBuunu cocraB COIIK Ha Hacago4yHOW KOJOHKE M Ha KaNWUIIPHOU

KOJIOHKE. Pe3ynbTaThl BEIYMCIICHUS TTpEACTaBlIeHbI B Ta0uIe 17

Tabmuna 17 — CpaBHEHHE KOHILEHTpPAlM Ha HACAJOYHOW W KaNWJUISIPHOU
KOJIOHKax
CocraB COIIK Ha HacagouyHoi CocraB CDIIK Ha
Has3panne xommnoneHTa N
KOJIOHKE KaITWISIPHON KOJIOHKE
[{uxnorexkcan 0,009 0,005
[Tponanon-1 He onpenensincs 0,055
Ilenranon-1 He onpenensincs 0,980
[TenTanon-2 He onpenensincs He obnapyxen
Byranon-1 4,688 4,338
Byranon-2 He onpenensincs He obnapyxen
AMMIIOBBIN COUPT 49,292 42.169
I'enranoH-2 He onpenensuics 0,061
I'enrranoH-3 He onpenensincs He o6napyxen
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[Tponomkenue Tadbmwmibt 17

I'excanon-1 He onpenensncs He o6napyxen
L{KIIOTIEHTaHOT 5,926 4,963
I{ukIoneHTaHOH He onpenensincs 0,429
L{uKIoreKcano 0,789 0,670
I{ukorexcaHoH 6,045 6,248
byrokcunmkiiorekcan He onpenensincs He oOHapyxeH

> HEeUJAEeHTU(HUIIUPOBAHHBIX
aerkosieryunx Ha HacamouHoi
kojoHke X1-X5

Ha xanunsapaoit kononke X1-
X12

1,059

0,784

Y. HEeUACHTU(UIIMPOBAHHBIX
JIETKOJIETYYHX

Ha nacanounoit kosnonke X6-X17
Ha xanunsapHoii kosonke X 13-
X31

32,043

39,298

denon

He onpenensncs

He obnapyxen

JlnaHnoH

0,147

He oOnapyxen

3.1. BeiBoa nmo pa3jaeny

JUis crnupToBOM (pakiuM Kak OJHOTO M3 KOMMEPUECKH-pean3yeMbIX
NO0OOYHBIX MPOAYKTOB JI@HHOTO IIPOM3BOJCTBA OBUIO IPOBEIEHO CpPABHEHHE
COCTaBa, IOCPEICTBOM  METOJa Tra30-)KUJAKOCTHOM  Xpomarorpaguu  Ha
KamWUISIPHOM U HAacaJ0uHOM XpomaTorpaduyecKkux KoJoHKax. Pe3ynbrar mokasai,
yto npu aHamu3ze COIIK MerogoMm KanwuisspHOW Ta30Boi XpomaTorpaduu
MO3BOJIAET MJEHTU(PUIMPOBATHL Tropazao Oojbllle KOMIIOHEHTOB JIaHHOU

AHAJIM3UPYEMOU CMECH, UEM ITPU UCIOJIb30BAHUU HACATOYHOM KOJIOHKHU
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3akJIroueHue

Takum o0pa3oMm B JaHHON paboTe ObLI MOBEJIEH TEOPETUYECKUM aHau3
CTaJlM OKHCIEHUS IHUKJIOrekcaHa. PaccMoTpeHbl (DHU3MKO-XUMUYECKHE OCHOBBHI,
OCHOBHBIE CTaJUH, KaTaau3aTopbl U (aKTOPHI, BIUSAIONIME HA BBIXOJ IIEJEBBIX
MMPOAYKTOB B JAHHOM ITPOU3BOJCTBE.

Yame Bcero B poJid KaTaJIM3aTOPOB IPOLIECCAa OKUCIEHUS LMKIOIE€KCAHOHA
BBICTYNAIOT COJIM METAJIOB TEPEMEHHOM BaJCHTHOCTH TaKue Kak KoOalbT,
MaprasHei, BoJb(ppaMm kene3a, aTIOMUHHUH, CBUHEI, XpoM © aApyrue. Jlms
COUPTOBOM (pakiMu Kak OJHOTO M3 KOMMEpPYECKHU-PEaTN3yeMbIX MOOOYHBIX
MPOJYKTOB JAHHOTO TMPOU3BOJACTBA OBLUIO TIPOBEICHO CpaBHEHHUE COCTaBa,
MOCPEJICTBOM METO/Ia Ta30-)KUAKOCTHOW XpoMarorpaduu Ha KanwUISIpHOW U
HACaJI0YHON Xpomarorpauueckux KoOJOHKax. Pe3ymprar mnokasai, 4YTo Mpu
ananu3e COIIK MerogoM KanmwuisspHOW Ta30BOM XpomMarorpaduu MO3BOISET
UACHTU(ULIMPOBATh TOpa3fno OoJbIle KOMIIOHEHTOB JaHHOW aHaJIU3UpyeMOu
CMECH, Y€M IIpU MCIIOJIb30BAHUM HACATOYHOM KOJOHKHU. biaromaps meronmy
KaMWUISIPHOW  Tra30BoMl  XpoMarorpagud Mbl CMOTJIM  UACHTU(PUIIUPOBATH
CIeIyIONIMe BEIIeCTBA: IUMKIOTeKcaH, mnponaHoi-1, Ilenranon-1, Bbyranon-1,
AMMIOBBIN CIIUPT, I'entanoH-2, [MuknoneHTaHoI, [{ukaonmeHTaHOH,
[{uknorekcanomn, LlukimorekcanoH.

ITo pesyapTaram mpoBeAecHHON paObOTHI, BUIHO, YTO KOJUYSCTBO HAMICHHBIX
HE WACHTU(UIIMPOBAHHBIX KOMIIOHEHTOB Ha XpOMAaTOrpamMme TMOJy4YeHHOW C
ucrnosib3oBanueM mnossipHod kojoHkn DB-WAX (Ilonmustunenrnukons (I101)),
YBEIIMYUBACTCS BABOE.

JlanHast paboTa MOKET MOCIYXKUTh IMEPBBIM 3TaOM K pa3paboTke Oosee
TOYHOTO MeTojla KOHTpoJisa coctaBa mnpoaykra COIIK. Tak kak B mpouecce
JAHHOTO UCCJENIOBAaHUS, K COXKaJ€HWI0, HaM HE YJaloCh HJECHTU(UIMPOBATH
OCTaJibHbIE KOMIIOHEHTHI. [lpu mpomomkeHun paboThl BO3MOXKHO —CIEAYET
npuOeTHYyTh K  OOJNBINEH  BapwalM  XpoOMaTOorpapuUYecKuX  KOJIOHOK U

HCIIOJIB30BAHHUIO AOIMOJHUTCIIBHBIX MCTOA0B, TAKNX KAdK MACC-CIICKTPOCKOIIK .
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