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BBenenue

AKTYaJIbHOCTh ¥ Hay4Hasi 3HAUMMOCTb HACTOSILEr0 UCCIEI0BaHUS.

[Ipon3BOACTBO KampojakTamMa — KIIOYEBONO MOHOMEpA Ui CHUHTE3a
MOJIMAMUTHBIX BOJIOKOH MW IUTacTMacc (Hampumep, Mmojimamuaa-6) — sBIiseTcs
BOKHON W pacCIpOCTPAHEHHON OTPACIbi0 XMMHYECKOW MPOMBIIICHHOCTH KakK B
Poccun, Tak u 3a pyOexom. OmHako B MpoIlecce €ro MoJydeHus obpaszyercs
3HAUUTEIHbHOE KOJUYECTBO MOOOYHBIX MPOAYKTOB B PE3yJIbTaT€ CIOXKHOCTH U
MHOTOCTQJUHHOCTH  XUMHUYECKHUX  MPOIECCOB,  HU3BKOM  CEIEKTUBHOCTU
KaTAIUTUYECKUX CUCTEM, a TaKKe HeU30EKHOCTHU BIUSIHUS TEPMOJIUHAMUYECKUX U
KMHETHYECKMX  (akTopoB.  YCTAaHOBKM  NPOU3BOJACTBA  IMKJIOTEKCAHOHA,
pabotatomue o npoekty ['MAIL, umeroT psa HEJOCTATKOB, OAHUM U3 KOTOPBIX
ABJISIETCA  HM3Kash celekTuBHOCTh mporecca (70-80 %) xuakodazHoro
KAaTaJIMTUYECKOTO OKUCIICHUS IIUKIIOTeKCaHa, B Pe3yJibTaTe KOTOPOro 00pa3yroTcs
OOJIBIINE KOJIMYECTBA KHCIOPOI0COAEPKAIMX MTOOOUHBIX MPOAYKTOB.

OnHUM U3 TaKUX KPYIMMHOTOHHAXHBIX OTXOJIOB SIBIISIETCS CIIUPTOBAs (PpaKius
npou3BojicTBa Kanponaktama (CDIIK), mpeacrasistonias codoil cMech CIUPTOB, U
JIpYrUX  KUCJIOpoAOcoAepXk ammx BemectB. Jlo cux mop He HailleH
KBUTM(PUITUPOBAHHBIA  CIOCO0 mepepaboTKH JTaHHOTO TOOOYHOTO MPOayTa
npousBoacTBa. B ocHoBHOM COIIK mpuMeHSIOT B KauyecTBE PaCTBOPUTENS IS
JJAKOKPACOYHBIX MaTepuasoB, (QuioTopeareHTa WM K€ YTWIM3UPYIOT IIyTeM
COKUTaHUSI, 4YTO YKOHOMHYECKH He Y(DPEKTUBHO UITH e IKOJIOTUIECKU HEOE30I1acHO.

3aberas Bepel, MOKHO CKa3aTh, YTO B XOJ€ MPOBEJICHHBIX HCCIIEIOBAHUH B
coctaBe cmecu COIIK, ObuI0 BBISIBICHO MPUCYTCTBUE 3HAYUTEIHHBIX KOJTUYECTB /-
okcabunmkio[4.1.0]rentana (OIII'). Janubiit hakT npeacTaBisieT 0COObI HHTEpeC
C TOYKH 3pPEHMS PAIMOHAIBHOTO UCIOJIL30BaHUS IMOOOYHBIX IPOJIYKTOB
MIPOU3BO/ICTBA IIUKJIOT€KCAHOHA.

7-Oxcabunukio[4.1.0]rentan, ooHapykeHHbI B coctaBe CDIIK, ob6nanaet
3HAQUYUTENBHBIM TMOTEHIIMAJIOM B Kay€CTBE ChIPhS JII OPTraHUYECKOTO CHHTE3A.

HauOonbminii  mpakTUYECKUd  HMHTEpPEC MPEJCTaBISAE€T BO3MOXKHOCTh  €r0
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npeoOpazoBanuss B mpanc-1,2-muknorekcananon (mpawnc-1,2-11I'J1) — ueHHOE
COCIMHEHUE C MIUPOKUMU MEPCIEKTUBAMU MPUMEHEHHSI B Ka4ecTBE CyOcTpaTa B
OPraHMYEeCKOM CHHTE3€ pa3JIMYHBIX BEIIECTB, TaK M MPU TOJYYEHUH €ro
HUKINYECKUX alleTaliel, UMEIOIIUX MIUPOKUHN CIIEKTP MPUMEHEHUS.

Takum oOpazom, mnepepabotka CODIIK, a umenno OLI' B ee cocrase
NPEACTABISACT AKTYyaJIbHYI0O 3HAYMMOCTb, OOBEAMHSIOUIYI0 HKOJIOTHYECKUE
TpeOOBaHMsI, S)KOHOMUIECKUE BBITOBI U TEXHOJIOTHYECKUE HHHOBAITMU. BHeApeHne
coBpemeHHoro wmetona mnepepabotku COIIK mno3Bonmutr TpanchopmMupoBath
POOJIEMHBIE OTXO] B JOXOIHBIN TIPOTYKT.

OOBEKTHI UCCEAOBAHNS: TOOOUHBIE MPOYKTHI MPOU3BOACTBA KalpojJaKkTama
OKHUCJIHUTENIBbHBIM MeTosioM, npeanpustuil «I1AO KyiiosimeBA301» 11exoB Ne22,35
1 «OXK IIlexknHOA30T».

[Ipenmersl uccnepoBanusa: OLIl', HaxomsMIMIICA B COCTaBE TEXHUYECKHX
cMeceil TPOM3BOJCTBA KampojakTama, MPOAYKT €ro BTOPUYHOTO MPEBPAILLICHHS
mpanc-1,2-1IKIOTEKCAaHANOA W [HUKINYCCKUE alleTajad, IOJydeHHbIE Ha €ro
OCHOBE.

enbs wuccraegoBanus: pazpadoTka >(QPEKTUBHOTO MeToAa MepepadOTKU
C®DIIK ¢ ucnonszoBanueM OLII" B ee cocraBe misa cunre3a mpanc-1,2-1I'J1 u ero
[UKIIMYECKUX arleTajield Ui PalMOHATIbHOTO MPUMEHEHHS MOOOYHBIX MPOTYKTOB
MPOU3BO/JICTRA.

st ycnenrHo peanu3anuy e Obutd cHOpMYyITUpOBAHBI CIEAYIONINE
3aJlauu:

— nposectu uccneaoBanue cocrtapa COIIK ¢ ucnonp3oBaHnEM COBPEMEHHBIX
ananmutnueckux  merogoB  (I'X, I['X-MC, wu gp.). Onpenenursb
KoJmuecTBeHHOe conepxkanne OL[l' u npyrux KirO4YeBbIX KOMIIOHEHTOB B
CODIIK;

— pa3pabotath Metonuky rtuaponusza O ¢ momydyenwmem Tpanc-1,2-
HUKJIorekcanauona. MceiaenoBaTe BIMSIHUE YCIOBUN peaklMU Ha BBIXOJ U

CCJICKTUBHOCTD ITpOLEeCCa,



— mpoBecTH aneranuzanuio mparc-1,2-1I'J1 ¢ pa3nunaHbIMu KapOOHUIIBHBIMH
coequHeHusmu. IIpoBecT aHaIN3 pPACTBOPUMOCTH CHHTE3UPOBAHHBIX
HUKIMYECKUX alleTajJeid C UCIOJb30BAHUEM TEOpUM XaHCEHa s
ONpPEACICHUSI WX COBMECTUMOCTH C Pa3JIUYHBIMU PACTBOPUTEISIMU U
MOJIMMEPHBIMU MaTepUaiaMu;

— NPEJIOKUTh TPUHLIMIHUAIBHYI0 CXEMY MPOMBIIUICHHON pealn3aiuu
nporuecca nepepadotku COIIK.

I'unote3a uccnenosanusi: npeamnonaraercs, uro COIIK, conepxamas O,
MOXeT ObITh 3(P(HEeKTUBHO mepepaboTaHa B IIEHHBIE XUMHYECKHUE IPOIYKTHI —
mpanc-1,2-11I'J] u ero MUKINYeCKnue areTaim.

ba3zoBbiMH JISI HACTOSIIIETO WCCIEAOBaHUS SIBUIUCH PaOOThl HAYYHBIX
pPabOTHUKOB B 00JIaCTH MPOMBIIICHHOTO TOJYYEHHUsI ITUKJIOTeKCAaHOHA, OKUCIICHUS
nukiorekcana OpunnaukoBa B.W., Pyuaunckoro B.P, bepesuna U. B., Jlenucosa E.
T., Omanyana H. M., a Takke, paboTa o mpuMeHESHHIO TapaMeTPOB PACTBOPUMOCTH
JUIS. TIPOTHO3MPOBAHUS COBMECTHMOCTH XHMHYECKHUX coeauHeHuii Abbott S.,
Hansen C.M.

MeTo1bl UCCIEAOBAHMUS:

Jlns peanuzanuy TOCTAaBJICHHBIX 3a7ad B paboTe ObLIM HMCIOJIb30BaHbI
COBPEMEHHBIC (DU3UKO-XUMHYECKHE METOJIbl HMCCJASAOBAHHUS, BKJIIOYAIOIIHUE:
ra3oByl0 XpoMarorpadguio, XpoMaTO-MacC-CIIEKTPOMETPHIO, METOIbl H3Yy4YCHUS
pPacTBOPUMOCTH (Teopusi XaHCEHA).

OnbITHO-IKCIIEpUMEHTaIbHAs 0a3a HMCCIe0BaHUs TPOBOJIMIMCH Ha 0asze
TonbATTUHCKOTO TOCYAapCTBEHHOTO YHUBEpcUTeTa, HALl « PU3HKO-XMMUYECKUX U
AKOJIOTHYECKUX HCCIICTOBAHUI.

Hayunast HOBU3Ha ucclieI0BaHuUs

— BIIEPBBIE MTPOBEJICHO KOMILJIEKCHOE HCCIEIOBAHUE COCTaBa CIIMPTOBOM

COIIK ¢ mnpuMEHEHHEM COBPEMEHHBIX  aHAJUTHYECKUX  METO0B

MO3BOJIMBIIIEE OOHAPYXKUTh U YCTAHOBUTH TOYHOE KOJIMYECTBECHHOE

coaepxkanne OLI" B IpOMBIIIIEHHBIX OTX0/1AX;



— BIIEpBBIE NpeasiokeH crocod npespauienust OL B mpanc-1,2-1I'J] meTonom
ruapoiausa ero B cmecu COIIK;

— pa3paboTaHa NpUHIUIIKMAIbHAS CXeMa IpoMblIluieHHoN nepepadbotku CDOIIK
B 0oJiee IIEHHBIN MPOIYKT.

Teopernueckas 3HAYUMOCTHh  HMCCIEIOBAaHUS:  PACHIMPEHbl  HAy4YHBIE
MIPEACTABIICHUS O COCTABE M CBOMCTBAX OTXO/I0B KAPOJIAKTAMOBOTO IPOU3BOICTBA.

[IpakTueckass 3HAYUMOCTb MCCIIEIOBAHUS 3aKIIOYaeTcs B IMepepadoTKe
OTXOJIOB ITPOM3BO/ICTBA B LIEHHBIE BEIIECTBA C IOTEHUUAIBHBIM IPUMEHEHHEM.

JlocTOBEpHOCT, M OOOCHOBAHHOCTH  pPE3YyJIbTaTOB  HUCCJECJIOBAHMS
00€eCIeYnBaIUCh: PE3YIbTATAMH HCCIIEOBAHUM.

JInunoe yuactue aBTopa. B Xoze MaHHOTO HCCIIENOBaHUS aBTOP JIMYHO
BBITOJIHSUT BCE KJIIOUEBBIE 3Tallbl HAYYHOM pabOThl, BKIKOYAs: MOCTAHOBKY II€JIU U
3aJ1ay, aHAJIUTHYECKYI0 paboTy, MPOBEIEHUE SKCIEPUMEHTOB, aHAIIU3 PE3YyJIbTaTOB
U GOpMYJIUPOBAHNE BBIBOJIOB.

Anpobanysi U BHEJPEHUE PEe3ylbTaTOB PaOOTHl BEIHUCh B TEUEHUE BCEIO
uccienoBanus. Pe3ynbrarhl, MOJyYeHHbIE B XOJ€ JAHHOTO HMCCIEIOBaHUSA, ObLIU
npenacrasienbl Ha L Camapckoil 00J1acTHOM CTyIeHYECKOM HayqHOU KOH(pEepEeHIUH,
0 WTOraM KOH(EepeHUHH MaTepuaibl pabdoThl ObLIM  OMyOJMKOBAHBI B
opumanbHOM COOpHHMKE TE3MCOB. Tak K€ pe3ynbTarbl paboThl  ObUIH
onmyOnukoBanbl B cOopHuke Te3ucoB XXVII Bceepoccuiickoit koHbepeHIMN
MOJIOABIX Y4YeHBIX-XUMHUKOB I. Hmwxuuii HoBropon. Pa3zpaborannas TexHonorus
NOJlydyeHus:  TpaHc-1,2-IMKiIorekcaHanona W3  OTXOJOB  KalpoJIaKTaMOBOI'O
IIPOU3BOJICTBA OMNMCAHHAs B JIaHHOM paboTe yCHemHo Mnpouuia (popMaibHYIO
sKcnepTusy PenepanbHOTO HHCTUTYTA MpoMbliiieHHo cooctBeHHOCTH (DUTIC).

Ha 3amury BeiHOCATCS:

— pe3yabTaThl M METOAMKM XpoMarorpaduueckoro M XpoMaro-macc-
cnexkrpomeTpuyeckoro uccieaoanus npod COIIK «ITAO KyitobimeBA30T»
1exoB Ne22.35 u «OXK IllekuHoA30T»;

— pe3ynbTaThl nojyueHus: mparc-1,2-1I'J1 ruaponuzom COIIK;



— pe3yabTaThl  anetanmuzanuu  mpanc-1,2-ITJ1 ¢ xapOOHUIBHBIMH
COCIMHCHUSMU,

— pe3ynbTaThl aHalli3a PACTBOPHMOCTH CHHTE3WPOBAHHBIX IHKIMYECKUX
arieTaleil ¢ MCIIOJIb30BaHUEM MapaMeTPOB PACTBOPUMOCTH XaHCEHa, IS
OTIPEICTICHUS] WX COBMECTUMOCTH C PA3JIMYHBIMA PACTBOPHUTEIISIMA |
MOJIUMEPHBIMU MaTepUATAMU;

— npuHnunuansHas cxema nepepadorku OLI B cmecu COIIK B mpanc-1,2-
LT,

CrtpykTypa Maructepckoi mauccepranuu. Pabora coctouT u3 BBeneHus, 4
pa3zenoB, 3aKII0YEHUs, COJEPKUT 94 pUCYyHKa, 8 TaOIHII, CIIMCOK UCIIOJIb30BAaHHOM

autepatypsl (81 uctounuk). OCHOBHOM TEKCT pabOTHI U3JI0KEH Ha 72 CTPAHUIIAX.



1 JIntepaTtypHslii 0030p

1.1 OkucieHHe HUKJIOTeKCAHA, OCHOBHbIE IYTH 00Pa30BaHMS MO0O0YHBIX

NPOAYKTOB, 00pa3oBanue 7-okcadunukJio[4.1.0.Jrentana

«B mpormecce Mpou3BOACTBA KaIlpoJlaKTaMa KIIIOUEBBIM 3TArloM SIBIISICTCS
KUAKO(DA3HOEC KATAIUTUYECKOE OKHCICHUE IMKIOTeKCaHa. OJTO  IO3BOJISET
MOJYYUTh IMUKJIOTEKCAHOI M ILHMKJIOTEKCAHOH — Ba)XHBIE MPOMEKYTOUHBIC
mpOayKTHI. [[uKIIOreKcaH, HEOOXOIUMBIN JUIsl TOTO CHHTE3a, MIPOU3BOIAT MyTEM
TeTePOreHHOr0  KaTAJIMTHYECKOro TruipupoBanus OeHzoma» [1,2]. 3arem
MOJYYCHHBIA IMKIJIOTEKCAH IMOJBEPraloT OKUCICHUIO KHCJIOPOJIOM BO3/yXa IpHU

yYMEPEHHOU TeMriepaType (pUCYHOK 1).

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

Pucynok 1 — Cxema nostydeHust IUKJIOT€KCaHa U HUKIOT€KCaHOHA

OxkucieHue yrieBoJIOPOJIOB B KUJKOM (paze MPOUCXOIUT MO IEMHOMY
MEXaHU3MY C BBIPOXKIECHHBIM pa3BETBICHUEM, UTO OKa3bIBAaeTCs HamOoIiee
BBITOJIHBIM C TOYKM 3pEHUs] TePMOAMHAMUKHU. B xoae 3TOro mporecca Kaxabli
oOpa3yrolmuica pagukal CrnocoOCTBYET MPEBPALICHUI0 MOJEKYJI HCXOAHOTO
BEILIECTBA B KHCJIOPOJAOCOAEPXKAIINE MPOAYKThL. KIlFOUEBBIM MPOMEKYTOUHBIM
OPOJAYKTOM MPH  OKHUCJICHUHM  IUKJIOrEeKCaHa  SIBISETCS  THAPOIMEPOKCH]
nukiorekcuna (I'TIL). On urpaet BaxHyIO poJib, TaK KaK €ro pacnaj Ha paauKaibl
WHULIMUPYET NallbHEHUININE IEMHbIe PEeaKIluu OKHUCIICHUS IUKiIorekcaHa. Ha Ooiee
ryookux ctaausix okucieHus ['TIL[ BcTynaer B peakiuu ¢ KUCIOTaMHU, CIUPTaMU

U KETOHaMH, 00pa3ys CBOOOHBIE PaJMKabl. ITO MPUBOIUT K TOMY, UTO PEAKITUS



OKHCJICHUS HUKJIOTEKCAaHa 10 HUKJIOTeKCAHOHA U IUKJIOTEKCAHOJIA COMTPOBOKIACTCS
MHO>KECTBOM ITOOOYHBIX MporieccoB [1].

B wuccnemoBanmsix M. H. DOwmanysns [2] npenacrtaBieHa  cxema,
WUTIOCTPUPYIOIIAsi TPOIecC JKUAKO(PA3HOTO OKHUCIEHHUs LuKiIorekcana. OHa
MTO3BOJIIET MIOHSATb, KaKUM o0Opazom oOpa3zyrorcs oOO0YHbIE

KHCIIOPOJOCOIEPIKAIIME TPOTYKThI (PUCYHOK 2).
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Pucynok 2 — I1ytu 006pa3oBanusi TOOOYHBIX MPOAYKTOB OKHCIICHHS ITUKIIOTEKCaHa

CormacHo cxeme, ITII[ 3aHuMaeT I1IeHTpaJIbHOE MECTO B Ipoliecce
BBIPOXKJCHHOTO PA3BETBICHUS LIEMA M BBICTYNAET B KA4Y€CTBE MPOMEKYTOYHOTO
COCIMHEHUS TP OOpa3oBaHUM CIHUPTOB, KETOHOB, KHUCIOT W 3(upoB. BaxHo

IIOAYEPKHYTh, UTO B 3aBUCHMOCTH OT YyCJIOBHM NpoBeneHus peakunu ['TIL moxer



paznaraTbCs Kak 10 MOHOMOJIEKYJIIPHOMY, TaK U IO OUMOJIEKYJISIPHOMY MEXaHU3MY

[3] (cm. pucyHoOK 3).
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Pucynok 3 — Paznoxenue ['TIL] mo MOHO- 1 OMMOJIEKYISIPHOMY MEXaHU3MY [2]

Bo3moxno B3ammoxeicteue ITIL[ ¢ wmonekynoit yrieBogopona U

paaukanaMu (pUCYHOK 4):

CHOOH CO- .
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+ — —00—C

CB0OOIHBIE paguKaJIbI

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

[Tocnenusisi peakiusi CBUETEIbCTBYET 00 YCKOPSIIOIIEM JEUCTBUU KETOHOB
Ha pacnaz [ TIL[ Ha pagukasr.

Boisicaeno, uto ot 25 110 51 % 1nukiiorekcaHoHa Mojy4aeTcs HalpsIMyro 4Yepes
ITUKJIOTEKCAHOJI TIOCTIEAOBATCIIBHBIM METOJIOM, a OCTallbHasg 4YacTh — IyTEM
paznoxxkenust ['TIL[. Tlpum stom OGomee 50 % mmkIorekcanona oOpasyercs u3

LUKJIOT€KCaHa OCPEJCTBOM ONPEEIEHHBIX PEAKIUi (CM. PUCYHOK 5).
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Pucynox 5 — Peakmuu o6pa3oBaHus MUKIOTeKCaHOa [2]

OcHOBHBIC p€aKunn OKHUCIICHUA 06p330BaBIHCFOC$I OUKJIOI'CKCaHOJIa MOXKHO

3anucaTh CISAYIOIINM 00pa3oM (PUCYHOK 6):

OH
_+ROO-_ 70,
[:::T<H “ROOH [:::j/, [:::T<\OO' -
OH 0
—H,0,
— O0H =—==

Pucynok 6 — Peakiiuy okuciaeHus UKIOTeKcaHona [2]

OCHOBHBIM TICPBUYHBIM TPOAYKTOM TIPH OKHCJIICHHH ITUKJIOT€KCaHOHA
SIBIIICTCS O-KETOTHUAPOIIECPOKCH/T ITUKIIOTeKCHIa. ITOT THAPOIECPOKCH/] BEICTYIIACT B
KaueCTBE HOBOI'O PAa3BETBIIAIOIICTO areHTa W NPOSBISIET 0oJiee BBICOKYIO
aKTUBHOCTB 110 cpaBHeHuto ¢ ['TII] [2].

KapOoHOBBIE KHCIIOTBI CIIOCOOCTBYIOT 0oJiee OBICTPOMY Pa3IOKCHHIO O-
KETOTHIPOIICPOKCHIA IMKJIOINSKCHIIA, YTO OOYCJIOBJICHO HOHHBIM MEXaHHU3MOM

peakiuu (CM. pUCYHOK 7).

0)
+RCOOH _+RCOO_ COOH
-H,0; RCOO -H, O CHO
OOH

PucyHok 7 — Peakuust pa3iokeHus 0-KeTOruaponepoKcuaa UKIorexkcuia [2]
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[ToMmuMoO mnpeBpanieHUil MO0 HMOHHOMY MEXaHU3MY, O.-KETOTMIAPOIEPOKCHU
IUKJIOTEKCHIIa MOXKET TMOJBEPraThCsi MOJEKYISIPHOMY U CBOOOJIHOPAIUKATHEHOMY
pacnany. X BusiHuE Ha Ipoliecc yCUIINBAETCS € MOBBIIEHUEM TeMIIEpaTypsl. Tak,
nuKiIorekcan-1,2-nuon obpasyeTcss mpu  MOJEKYJIIPHOM  pacmaae  o-
KETOTUJPONEPOKCHIA, @ KETOCHUPT — B pe3ysibTaTeé CBOOOJHO paJHUKaJIbHBIX

peakiuii [3] (cM. pucyHOK 8).

0]
E— (I + H20
0 0]

OOH - OH-

O- OH

Pucynok 8 — O0pa3zoBanue qukeToHa v kerocnuprta [1], [2]

Ntak, MOXHO BBIIETUTh HECKOJBKO KIIOUEBBIX MCTOYHHUKOB MOOOYHBIX
NpPOAYKTOB NpH  OKuciaeHuu uukiorekcana: [TIL, wuknorekcaHon u
[UKJIOTeKCaHOH. Pa3jokeHne 1UKIOreKCaHOHa TMPUBOJUT K OOpa30BaHUIO
MPOAYKTOB  pachana mnpu  [B-pacmage TMEpPeKUCHOTo  paaukaia W O-
KETOTHIPOTIEPOKCH/Ia IIUKJIOTEeKCHIIA. 3HAYUTENIbHAS YacTh MOOOYHBIX MPOIYKTOB
OKHCJICHUSI BO3HHMKAET B pe3yJibTaTe COMNPSHKEHHOTO JeKapOOKCUIMPOBAHUS
aIMITUHOBOM KUCIIOTHI [2].

Pe3ynbTaThl aHaIM3a IPOYKTOB OKUCIICHUS IUKIJIOTEKCaHa IEMOHCTPUPYIOT,
yto [TIL, mukIorekcaHojd M IMKJIOIeKCaHOH cocTaBisitoT 87.4 % oT oOmiero
00BbéMa. MOHOKapOOHOBBIE KUCIIOTHI C YUCIOM aTOMOB yTIEPO/ia OT TPEX JI0 MECTH
3aHuMaT oo B 4.1 %, Brmoudas 2.85 % BanmepuaHoBod Kuciotel, 1.3 %
OKCUKAIPOHOBOU KHUCIOTHI U 1.2 % amunuHoBo# kucioTel. OOIee comepkaHue
IIUKJIOTEKCUJIOBBIX A(UPOB MYpaBbUHOW, MACISHOW M BaJlePUAHOBBIX KHCIIOT

cocrasiger 0.7 %.
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XoTs o0miasi cxeMa OKHCICHHS UHUKIOTeKCaHa COJIEPKUT HEKOTOphIe
HEOJHO3HAYHBIE W  JHUCKyCCUOHHBIE MOMEHTBI, OCHOBHBIC HANPABICHUS
IIPEBpPAILlCHU MOXKHO CUMTaTb IIOATBEP)KAEHHBIMU. Eciu HE y4uTBIBAThH
MHOTOUHCJICHHbIE TMOOOYHBIE MPOAYKTHI, KOTOpPhIE OOpa3yloTcsi B HEOOJBIINX

KOJIMYECTBAX, YIPOIIEHHYIO CXEMY MOXKHO MPEICTABUTD CIIEAYIOIUM 00pa3oM (CM.

OH
> O/ CrnoxHble 2(upbl
O
s Cﬁ —> [lo6ouHbBIE TPOAYKTHI

Pucynok 9 — YnpolieHHasi cxema OKUCJICHUS [UKJIorekcana [1]

PUCYHOK 9):

Taxoke cormacHo JTUTEpaTypHBIM UCTOYHUKAM TaK U IIPU aHAIIU3€E MPOAYKTOB
OKHCIICHUSI LHUKJIOrekcaHa c mnoMonipio Metojna ['X-MC Obuto 0O0Hapy>KeHO
BemecTBo /-okcabuiukiio[4.1.0.Jrenran (OLI"), koTOpbIii sBISETCS MPOAYKTOM

peakrmu ['TIL] [3] (pucynox 10).

OOH

HC

\i

Pucynok 10 — O6pazoanue OLI’

OLI' ob6pa3yercs B AOBOJIBHO OOJBIIMX KOJUYECTBAX, U MPEACTABISAET
WHTEPEC B X0JI€ HAIIIETO UCCIICIOBAHUS KaK HCXOIHOE ChIPhE JUTSI TOJTYUYCHHSI APYTHX
MOJIC3HBIX BEIIECTB, TO3TOMY Oojiee MOAPOOHO PACCMOTPUM XHUMHUYECKUE

MpEeBpaIleHUs ¥ CBOMCTBA JIAHHOTO BEIIECTBA.
13



1.2 CuHre3 cBOHCTBA W  XMMHYeCKHe  MNpeBpalleHust /-

okcaduuukJo[4.1.0.Jrentana

B cratbe [5] mpencraBieHO HUCCIEIOBAHUE KATATIUTUUYECKOTO OKHUCIICHUS
IUKIIOTeKCEHa, B pe3yibTaTe KoToporo ooOpasyercs OLI. Jlng npoBenenus
peaKIK MPUMEHSJICS KaTalu3aTop Ha OCHOBE TUTaHA, HAHECEHHOTO HA CUJIMKATeJlb

(cM. pucyHok 11).

TiO,/SiO
+ ROOH it I O + ROH

Pucynok 11 — Cxema oOpazoBanust OLI"

DKCIEpUMEHT MPOBOAMICS pu Temmneparype 25 °C B TeueHue 1ByxX 4acos. B
KAa4eCTBE PACTBOPUTENS MCIOJB30BAICA AUXJIOpPMETaH. OKHCINUTEIAMU B pEAKLUU
BBICTYNIAJIM ~ THUJPONEPEKHUCH —  THAPONEPOKCHI  KyMmMolla U mpem-
Oytuiruaponepokcul. Berxoasl peakiu coctaBuiau 71 % u 89 % coOTBETCTBEHHO.

B cratbe [6] Takke paccMaTpuUBaeTCs MPOLECC AIOKCUAUPOBAHUS
nukiorekcena. Jlns storo mnpumensics moHonepdtanar marnus (MMPP), B
pe3ysbTaTe 4ero B CMECH MpOIaHojia-2 U BOJbI KaK pacTBOPUTEINS ObUI MOJIy4YEH

OKCHJI LINKJIOTEKCEeHa (CM. PUCYHOK 12).

MMPP
i-PrOH/H,0

Pucynok 12 — Cxema o6pazoBanust OLII"

HykneopunbHoe packpbhiTHE SHNOKCUIHBIX KOJEI] — 93TO 3HAYUMOE

CHUHTCTHYCCKOC IIPCBPAIICHHUC, TdK KaK OHO ITO3BOJISICT OTHOCHUTCIBHO ITPOCTO M

14



7G()EKTUBHO TONy4aTh pa3IUYHBIE PEruo- U  CTEepPeoCceNeKTHBHBIE 1,2-
TU(YHKIIMOHATIBHBIE COSTUHEHHS C PACKPBITHIM KOJIBIIOM.

B cratbe [8] omnmuceiBaeTCS METOA PETHOCEIEKTUBHOTO PACKPBITHS
ATMOKCHUJIHBIX KOJIEIl C MOMOIIBI0 Pa3iHYHbIX HYKJICO(UIOB, TAKUX KaK CIHUPTHI,
BOJIa, YKCYCHBIN aHTUJIPU U aMUHBI. B pe3ynbrare mojry4aroTcsi COOTBETCTBYIOLIUE
B-amkokcucnupthl, 1,2-guonbl, 1,2-pmaneratel W B-amuHOCTHPTHL.  IIporiecc
IPOTEKAET B MPUCYTCTBUU KaTanu3zaropa N-metunnupponauanna-2-ona (MPHT) (cm.

pucyHok 13).

OAc OH
OAc OH
+ Ac,O + H,0
NH,
OH OH
g - + o + >‘OH - o \<
+ MeOH
OH
OMe

Pucynox 13 — Cxema peruoceneKTHBHOTO pacKkpbiTus koJbiia O[T

TpamuuuoHHBIE METOIBI PACKPBITHS SIIOKCHIHBIX KOJEI[ C ITOMOIIBIO
HYKJICO(PWIOB MpEnoiaraloT MPUMEHEHHWE CHUJIBHBIX KHCJIOT WM OCHOBaHUM.
OpHako y TakuX TOJIXOJIOB €CTh PsA HEJAOCTATKOB, BKJIHOYas 0Opa3OBaHHE
HEXEIAaTeNbHBIX MOOOYHBIX MPOJAYKTOB U HEOOXOIUMOCTH COOIONCHUS KECTKUX
yCIIOBUU  peakiud. B  paccmarpuBaeMOM  Cilydae  BBIXOZbl  IPOAYKTOB
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npubmmxkatotes kK 100%, a peakiuu MpoTeKaroT Ipu KOMHATHOM TeMiiepaType 0e3
WCIIOJIb30BaHUs PACTBOPUTEIIEH.

Onokcu bl 06J1aro/1apsi BHICOKOMY HAIPSKEHUIO OKCHPAHOBOT'O KOJIbIIA JIETKO
pPacKphIBAIOTCA. DTO CBOMCTBO J€JAE€T UX YHUBEPCAIbHBIMH IMPOMEXYTOUHBIMU
MPOJIYKTaMU B OPTaHUYECKOM CHUHTE3€, OCKOJIbKY KOJIBIIO MOXKET OBITh PACKPHITO
pa3IMYHBIMU HyKjIeo(riamMu. Peakiuio pacKphITHs STIOKCUIOB MOKHO MPOBOJAUTD
KAaK CTEXHMOMETPUYECKH, TAK M KaTaIUTHYECKH. B KauecTBe KaTaau3aTopoB MOTYT
UCITI0JIb30BAThCS HYKJIEO(HIIbI ¢ KUcIoTol JIbtonca min TBEPAbIC KUCIOTHI, a TAKKE
METAJIJIbl WJIM METAJUIBI HA HOCUTENIE B IPUCYTCTBUH BOJOPOAA.

B cratee [9] omnmcaHbl BKCIEPUMEHTHI 10 TUAPUPOBAHHUIO OKCHUIA
nukiorekceHa (OLY) ¢ ucnonb3oBaHrEM METHOTO KaTaln3aTopa U KaTajau3aTopoB
Ha OCHOBE NMEPEXOAHBIX METAIUIOB — MAJUIAAUSA U POAMS, HAHECEHHBIX HA JUOKCHT
KpeMHHUs. ['mapupoBaHuEe NPOBOAWIOCH IOJ JABJICHHEM B LUPKYJISALHOHHOM
peakTope M B PEaKkTope IPOTOYHOIO THUma. B crarbe paccmaTpHBarOTCA IYTH
npespaiienuss O B 3aBUCUMOCTH OT TeMIIepaTypbl U TUIA KaTajnu3aropa (CM.

pUCYHOK 14).

T

O/OH
O O

Cporn
\
i .OH

Pucynok 14 — ITponykrsl npeBpamennii OLI, katanu3upyembie MeTalIaMu
16



beuio oOHapyxeHo, uyto OILI' mnOposBIseT BBICOKYIO PEAKIHMOHHYIO
CHOCOOHOCTh B MPUCYTCTBUU KAaTaaU3aTOPOB. Pe3ynpTaThl /Ui BCEX MCHBITAHHBIX
KaTaJIu3aTOPOB OKa3aJIMCh MOXOKUMU. B yClnoBUAX HalM4usl BOJOPO/a BBISBICHO
TPH THUIIA PEAKIUH, KaKasl U3 KOTOPBIX BEAET K PACKPBITUIO OKCHPAHOBOI'O KOJIbLIA:
qyepes JNEe30KCUTCHAIMI0 WM IYyTEM pa3peiBa 0JHOM u3 cBaA3ell C—O mocpencTsoM
U30MEpU3aLU JTUO0 THIPUPOBAHMUSL.

Kak ObulO CKa3aHO paHee, TPEXWICHHOE KOJbLO OKCUPAHOB JIETKO
pPacKpbIBaeTCs IO/ BO3JECHCTBUEM DPA3IMUYHBIX HYKJIEO(QWIbHBIX peareHToB. llpu
TUAPOJIM3E SMOKCUIOB, KOTOPBIN YCKOPSAETCS KaK KHUCIOTAMH, TAK U OCHOBaHUSIMU,
o0pa3yloTcs BHIIMHAIbHBIE JUOJbI, WM TJIUKOIM. MeXaHu3M 3TUX peakuui

MOKa3aH Ha pucyHke 15.

b i i |
|
0] + . 0] . R O , 0O
NN S OBICTPO ™. /O\ .~ HOH 7 \D Ny " 6prctpo \ | A
Y N 7/ \, MemwieHHo | ¢ ( AN 7 I\ 7 I\
5 JON Q
H/ \H H H H

Pucynoxk 15 — Mexanusm ruipoinsa 3MOKCHI0B

B cnydae tuapommza OL[IT oOpasyercst cooTBeTcTByromuii mparc-1,2-

IIUKJIOT€KCaH 1O (PUCYHOK 16):

OH

+ HzO "'1,IOH

Pucynox 16 — Ilpuanunuanbaas cxema noxydeHust mparnc-1,2-11]]

bormee mompoOHO paccMOTpUM  CHHTE3, CBOWMCTBA W XHMHYECKHE

npeBpamenus mpanc-1,2-11T' 1.
17



1.3 CuHTe3, cBOiicTBA M XHMHYECKHe TMpeBpalleHusi mpanc-1,2-

NUKJIOTCKCaAaHIHO0JIa

B skxcnepumente Andreia A. Rosatella [10] onuceiBaeTcst MeTo OKUCIICHUS
LHUKJIOTEKCeHa A0  mpanc-1,2-1MKIIOreKcaHinoia ¢ HCIOJIb30BAHUEM
naparosyosicyib(poHoBoi kucnoTel (P-TsOH) B kauecTBe KaranuzaTopa H
NIEPOKCHJIa BOJOPO/Ia B KAYECTBE OKUCIUTENS B IBYyX(a3HOi crcTteme (pucyHok 17).

DTOT METOJ] TO3BOJIAET JIOCTUYD BbIX01a peakiuu 97.9%.

p-TsOH (1 equiv) OH
H,0,(2 equiv)
H,0, 75 °C, 4 u. “, Ol

Pucynok 17 — O6pa3zoBanue mparc-1,2-1IMKI0TEKCaH A0

TonyoncynboHoBass KHCIOTAa OKHCISETCS TEPEKHUChIO BOJOpOJa C
oOpa3oBaHMeM (parMeHTa Mepcyiab(POHOBON KHUCIOThL, KOTOPBIM BCTyHaeT B
peakiuio ¢ oleduHOM, IEUCTBYS Tak)Ke Kak peareHT s (a30BOro mepexoja.
OO1mas peakius MPOTEKaeT B HECKOJIBKO MOCIEI0BATENBHBIX CTaANiA: 00pa3oBaHue
ATMOKCHJIA U PACKPBITHE AMOKCHIHOTO KOJIbIa C 00pa30BaHUEM KOHEUHOTO MOJIa.

B  wucrounmke [11] mpanc-1,2-uMKIOreKCAaHANON  MONYYAalOT U3
[IUKJIOTEKCEHA  MpEBpalleHUEM €ro B  mpaHc-2-OpOMIIMKIOTEKCAHOT — —
B3auMoencTBueM HukiIorekceHa ¢ N-OpomcykumHumuaom B 50 % BomHOM

pactBope TeTporuapodypana (pucyHok 18).

OH
NBS

1:1 H,O:THF, /6 30 °C “u,
Br

Pucynox — 18 Obpa3oBanue mparc-2-0pOMIMKIOT€KCaHOJIa
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O06paboTka mpanc-2-OpOMIIMKIOTEKCAHOJIA OCHOBAHMEM  TPHUBOIUT K
obopazoBannto  OLII’ B pesymbrare  BHYTPUMOJIEKYJISIPHOTO  Ipoliecca

HYKJIeO(hUIBHOTO 3aMerieHus (pucyHok 19).

OH
5M NaOH

40°C,054.

. ,I//

Br

Pucynox 19 — O6pazosanue OLI"

B nampneiimenm npoBosat ruaponn3 OLI (pucynok 20) katanmusupyemsrii 10

% pactBopoM H2SO4 C 06pazoBanueM mpanc-1,2-nmukiorekcananona.

OH

10 % H,SO,
O >

30°C, 1 .
2 OH

Pucynox 20 — I'maponuz OLI’

B wucrounuke [12] moka3aH MeTOJ CHHTE3a mparc-1,2-IMKIOreKCaHIroIIa
MUHAKOJIMHOBOM KOHIeHcanuei muanpieruga (pucyHok 21). Jlamubli mporecc
MpOTEKaeT B MPUCYTCTBUM TpuOyTmicTanHaHa (BusSnH), koTopseril ucmonb3yercs

Ka4CCTBC PAJUKAJIIBHOT'O PCAI'CHTd U BOCCTAHOBHUTCIIA.

Bu.SnH OH
OV\/\/\ ekl >
@)
20 °C, 15 4. “,,
hv OH

Pucynok 21 — ITluHakoIMHOBAsI KOHJICHCAIUS TUAJIbJICTHIa
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B wucrounnke [13] moka3aH MeTon CHHTE3a mparc-1,2-IMKIOTeKCaHIHoIIa
TUApUpOBaHUEM mHpokaTexuHa (1,2-guruapokcubeH3osia) Ha  HUKEJIECBOM
Kataym3arope rnpu temreparye B 50 °C u qaBjieHUHM BOJ0poaa 5 aTM. (PUCYHOK 22).
B mporecce peakiuu 00pa3yroTcs ABa MPOMEKYTOYHBIX MPOAYKTA THIPUPOBAHUS
— IIMKJIOTEKCAaHOH W 2-OKCHIUKIIOTeKCaHOH. [IpoaykTamMu peakiuu SBISIOTCS
IIUKJIOTEKCAHOJI M COOTBETCTBYIONIMK  mguon.  Peakmus  mporekaer 1o
MoCIeI0BaTeIbHO-IAPAJUICTIbHON CXeMEe C HWHTHOMpOBaHHMEM CyOCcTpatoM U

MPOIYKTaMU THAPUPOBAHUS.

OH OH OH
Ni
+ 3H, - +
50 °C, 5 atm™,
OH

70 % 30 %

Pucynoxk 22 — I'unpupoBaHue NupoKaTeXuHa

Taxke  BO3MOXXHO  NPOBECTH  THJIPUPOBAHUEC  IUPOKATEXWHA W
ucronb3oBanueM  Hukens  Penes  [14].  TlupokarexuH  mojaBepraics
THIPOTCHU3AIMY B pacTBOpe dTaHosia mpu Temmeparype 140 — 160 °C wu
aTMOc(hepHOM JIaBICHUW B TPHCYTCTBHUM HukKens Penes. Jlng monHOTO
THJIPUPOBAHUS TPEOOBAJIOCH OT INECTH JIO JAEBATH 4acoB. [IpomykTamu peakimuu
SBISUICh  YUC- W MPAHC-U30MEPBhl  LUKIOTCKCAHIUOIA B  COOTHOIICHUH

MPE/ICTABIICHHBIX HA PUCYHKE 23.

OH

—

OH  C,H,0H “OH
31, Raney nickel . 87 %

140-160 °C, 9 4

h O:OH
OH

13 %

Pucynok 23 — I'mapupoBanre nupokaTexruHa Ha HUKese Penes
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Taxxe mpanc-1,2-1MKIOTEKCAHANO MOXHO TMOJIYYUTh B pe3ylbTaTe
peakiuu IlpeBo [15]. Peakmus I[lpeBo — ojHa W3 TOJE3HBIX PEAKIUN IS
MOJIYYeHUS MpaHCc-BULIMHATIBHBIX TM0JI0B U3 ankeHoB. @paniry3ckuit xumuk [lapias
[IpeBo mepBbIM cooluma 00 3Tod peakuuu B 1933 romy. Dta peakuusi Takxke
U3BECTHA  Kak Mpanc-AUTUIPOKCUINPOBAHNE [IpeBo WIH aHmu-
rupokcunupoBanre  [IpeBo, TMOCKONBKY JBE  THUJIPOKCUJIBHBIE  TPYIIIbBI
MPUCOEIUHAIOTCS K TPOTHBOIIOJIOKHBIM CTOPOHAM JIBOMHBIX CBSI3€H AJIKEHOB.

Moy cHayana mpucoemuHsAeTCs K JIBOMHOM CBSI3H aJkeHa ¢ 0Opa3soBaHHEM
KaTUOHA MOJIOHUSI, aHAJIOTUYHO OPOMUPOBAHUIO AJKEHA. 3aTeM aleTaTHBIN (WIn
OCH30aTHBIN) HOH HYKJIECOPUIBHO aTaKyeT WOAOHHUEBBIA KaTUOH C 0Opa30BaHUEM
TpaHC-0-HOJaleTaTa, KOTOPBIH HEMEMJIEHHO TepseT a-Hol ¢ oOpa3oBaHHEM

JUOKCOAaHHJIIBHOTO Kap6OKaTI/IOHa. OTOT K&D6OK&TI/IOH JOITIOJIHUTCIIBHO

IMoABCPIracTc:A BOSI[GI\/'ICTBI/IIO BTOPOIr'o ancrar-aHruoHa C O6p2130BaHI/IGM mpch-l,Z-
JuancTara. HaKOHGI_[, mpch-l,Z-z[HaueTaT IIpu TUAPOJINU3C WM BOCCTAHOBJICHHU

naet mpanc-1,2-muon (pucyHok 24).

—I ////—\i/( o—(
_ ) '::((«I P

Y

O. Ph
KOH/H,0 “1/ >/
‘0, "'I/O y /
“OH \W/ "0e
L

Pucynoxk 24 — mpanc-JluruapokcunupoBanue [Ipeso
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CrnenoBaTeNnbHO, MPU MCTIOIB30BAHUK peakinu [IpeBo 00pa3yroTcs: TONBKO
mpanc-auonbl. ECiu Mbl XOTUM MOJIYYUTh YUC-TUOIBI W3 AIIKEHA, CYIIECTBYET
Jpyras peakius, U3BECTHAs KaK yuc-IuruapokcuimpoBanue Byasopaa [16].

Peakuus rugpokcunupoBanus 1no Byasopay — 3To Moaudukanus peakiuu
ruapokcuaupoBanus o [IpeBo, koTopas 3akitouaercs B 00padoTKe alKeHOB HOJI0M
U areTaToM cepedpa B MPUCYTCTBUU BOJABI C 00OPa30BAHUEM YU C-TUOJIOB WM YUC-
ruKosie. MexanusMm nepBbeIX craauii, kak 1mo IIpeBo, Tak u mo Byasopay
OJIMHAKOB, BIUIOTh JO pEaKIHH 3aMelIeHusi ¢ OOpa30BaHUEM MSITHYIEHHOTO

MUKITHYECKOTO IPOMEKYTOUHOTO MPOAYKTa (PUCYHOK 25).

0O
I—I /\o@%
A
~ O g Ph
OH O\C/Ph
7
Oe

NOH H,0 4P
2 .
«7 0 EV 0 P% o

¢ N\ o 7/

0

on |5 on -0 o
HO °H H

Pucynox 25 — yuc-JluruapokcunmipoBanue ByaBopaa

Teneps 37ech MPOSBISETCS OCHOBHOE pasiuuue (pucyHok 25). B cimyuae
peaknuu ByaBopa Bosia IeCTBYeT Kak HyKICO(PHIT U MPUCOSAUHSICTCS K YaCTHIHO
MOJIOKHUTEIIBHOMY aTOMY YTJIepo/ia MATUWICHHOTO TMPOMEXYTOYHOTO COSAMHEHUS,
TaK, 4TO KOJIBIIO pa3Mmbikaercs. [IpuHuMmas Bo BHMMaHHe, 4TO B peakiuu [IpeBo
aleTaT-uoOHbl WM OCH30aT-HOHBI  OTKPBIBAIOT IMPOMEKYTOUYHOE 3BEHO C
MATAWICHHBIM KOJbIIOM. Takum oOpazoM, peakiuu 1o BynBopay maroT

BO3MOKHOCTb CTCPCOCCIICKTUBHO IT0OJIYUaTh TOJIBKO yuUC-AUOJIbI.
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«B pabote roBOpUTCS, YTO HEKOTOPHIE COJIM M OKCHUABI MEPEXOTHBIX
METAJJIOB B  BBICHIMX CTEMECHSIX OKHUCJICHHUA ABIAIOTCA  A()PEKTUBHBIMU
peareHTamMu cuH-TUJIPOKCUJIMPOBAHUS JIBOWHOM CBSI3W  ajlkeHa, Korjga o0e
TUAPOKCUIIBHBIE TPYIIBI IPUCOECAUHSIOTCS ¢ OJHOM U TOW K€ CTOPOHBI JBOWHOU
cBs3u. OKHCIIEHHE alIKeHOB II€PMAHTaHAaTOM Kalus — OJIMH M3 CTapeuImx
METOJ/IOB CUH-TUAPOKCUIUPOBAHUSL JABOWMHOW CBSI3U — TMPOAOJDKAET IIUPOKO
WCIIOJTb30BaThCS B OPraHWMYECKOM CHHTE3e» [17].

«ITOT METO/1 B JAJIbHEHIIIEM MOTYUYUII Pa3BUTHE B pa00TaX PyCCKOT0 yUEHOTO
E.E. Barnepa, mno3TOMy cun-TUAPOKCHWIMPOBAHUE AJIKEHOB TOJA JICMCTBUEM
pacTBOpa InepMaHTaHaTa Kajus HOCHT Ha3BaHHME peakiuu Barnepa (pucyHok 26).
[lepmaHranat kanus SIBJISI€TCS CHJIBHBIM OKHCIHUTENIEM, CIIOCOOHBIM HE TOJBKO
TUAPOKCUIIMPOBAaTh JBOMHYIO CBSI3b, HO UM pacUICIUIATh OOpa3yroluics
BULMHAIBHBIN AUO. I TOro, 4To0bl O BO3MOXKHOCTH M30€XaTh JalbHEUIIETO
paciieryieHus] TJIMKOJIEeH, HEOOXOJMMO TIIATEIbHO KOHTPOJIUPOBATH YCIIOBUS
peakiuu. Beixosl rimkosieit mpu 3toM o0brdyHO HeBesuku (30—60%). Haumydmiue
pe3ysbTaThl JTOCTUTAIOTCS MPHU TUAPOKCHIMPOBAHUHM AJIKEHOB B CIa0OIIETOUHOM
cpene (pH~8-9) mpu 0-5 °C pazbaBneHHBIM 1%-HbIM BOAHBIM pacTBOpoM KMnO4»

[17].

OH
H,0
— + MnO,+ KOH

OH

KMnO,

0-5 °C, pH=7.5-8

37 %

Pucynox 26 — Peakuust Baraepa

[TepBoHauanbHO TPU OKHUCICHUM IMKJIOTEKCEHA I€PMAHraHATOM Kajaus
oOpa3yeTcsi MUKINYECKUd d(PUp MapranieBOl KUCIOTHI, KOTOPHIM HEMEIJICHHO

THJIPOJIU3YeTCs 10 yuc-1,2-1uKinorekcananona (pucyHok 26).
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«Tak e W3BECTEH APYyrol METOJ CUH-TUAPOKCUIMPOBAHHS AIKEHOB IIPHU
nomonu Terpaokcuaa ocmusi OsO, (pucyHok 27) B xome peaknuu TeTpaokcuaa
OCMHsSI C aJKeHaMHd B d3(upe WM JUOKCaHEe o00pa3yercss YepHBIM 0caoK
IIUKJIAYECKOTO d(PUpa OCMHEBOM KUCIOTHI — OCMAT, KOTOPHINA JIETKO MOXKET OBITH
M30JIMpOBaH B MHAMBHAyalbHOM Buie. lIpucoenmnenne OsOs K ABONHON CBSI3U
3aMETHO YCKOpSIETCS B pacTBOpe B NuUpuAuHE. Pa3noxkeHwe ocMaToB N0
BUIMHAIBHBIX  TJMKOJIEM  JIOCTHTAeTCid  JECWCTBUEM  BOJAHOIO  PacTBOpa

THIPOCYIb(HUTA HATPUS WK cepoBoAopoom» [18].

OH HO O
0s0, NaHCO, N 7
- _— + Os
H,0 N

oy HO O

98 %

Pucynok 27 — cun-I'mapokcunupoBanue 1ukiorekcena mop aeicrsuem OsOq4

Beixoapl MpOAYyKTOB TMpU  HCMHOJAB30BAHUM JIAaHHOTO METOAA  CUH-
TUAPOKCUIIMPOBAHUS  TETPAOKCHJAOM OCMHS HAaMHOTO  BBIIIE, 4YeM IIpHU
ucnosas3oBanuu Metona E.E. Baruepa u nocturarot 98 %. Taxxke G0JIbIINM IIITF0COM
WCIIOJB30BaHUs JAHHOTO METoAa SBISICTCS TO, YTO B PEAKIIMOHHOW CMecH
OTCYTCTBYIOT MPOJIYKTHI OKUCIUTEIHLHOTO PACIICIUICHUS aJIKEHOB, CBOMCTBEHHBIX
OKHCJICHUIO TIEPMAHTaHATOM KaJHsl.

B ncrounuke [19] nmpencrasieHa HOBass METOAMKA CEICKTUBHOTO OKHCIICHUS
mpanc-1,2-1I’J[ mo coorBerctBytomero 1,2-gukeroHa 30%-HOW MEPEKHUCHIO
BOJIOPOJIa B BOJHOM pPAacTBOPE AallCTOHUTPWUJIA MPU KUIMSYECHUU B MPUCYTCTBUU
KAaTAIUTHYCCKUX  KOJIWMYECTB  THAPOTPUOpOMHT  N-METHIMUPPOIUINH-2-0OHA
(MPHT). I'maBHBIM IpEeUMYIIIECTBOM JJAHHOTO METO/IA SIBJISTFOTCS OOJIBIIINAE BHIXOIBI

peakmmu 10 91 % (pucynok 28).
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O MPHT O
30 % H,0,

80°C,24

"'I/'OH 0

91 %

Pucynox 28 — Oxucnenune mpanc-1,2-111']]

B craree [20] mpencraBiena meromuka 3((HEKTUBHOTO TaJOrCHUPOBAHUS
mpanc-1,2-IKIOTeKCaHIN0Ia B COOTBETCTBYIOMMN XIopuy (pucyHok 29). 3Ito
MOKHO OCYIIECTBUTh IPH KOMHATHOM TeMIleparype B METHJICHXJIOPUIE C

ucnosb3oBanueM 2,4,6-tpuxiiop[1,3,5 rpuazuna u N,N-qumernndpopmamuaa.

Cl

N~ SN

Pucynok 29 — I'anoreanposanue LI/
B craree [21] ommcan BbICOKO3()PEKTHBHBIN METOA CHHTE3a HHIOJOB H3

AHWIMHOB M JIMOJOB C MCIOJIb30BAaHUEM JOCTYIIHOIO W MPOCTOro B padorte

katanuzaropa Ni/SiO—Al,O3 B mpucyrctBun P-TSOH (pucynok 30).
NH, . .
Ni/S10,-A1,05 (20 mol%)
OH p-TsOH (10 mol%)
+ g \
175 °C, 48 u
OH

Pucynok 30 — O6pa3oBaHue uH0Ja

ZT
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Cmech nmuoina, pP-TSOH, karammszatopa Ni/SIO-Al;O;, a Tarkke aHmiImHA
nepemMemuBaioT B kojoe pu 175 °C B TedeHuun aByx cyTok. [locie peakimmoHHyI0
CMECh pa30aBIISIIOT TUIALETATOM (PHIIBTPYIOT OT KaTaau3aTopa U KOHIICHTPUPYIOT.
B nanpHeiimeM cMech pa3eisiioT METoI0OM (hen-XpoMoTorpaduu ¢ MoTy4eHUEM
y>K€ TOTOBOI'0 MpoyKTa ¢ BeixogaoM 60—70 %.

B ucrounuke [22], onucan meron okuciacHus L[I'J] u3BeCTHBIN Kak peakius
Mananpaga — CEJIEKTMBHOE OKHUCIEHHE MOJHOW KHCIOTOM OpPraHUYeCKHUX
COEIMHEHNI C BULIMHAJIBHBIMU THAPOKCWIBHBIMU IpyInamMu. Peaknunst mpoTekaer ¢
Pa3pbIBOM CBS3U MEXAY COCEAHUMHU THAPOKCWICOAEPKAUTUMU aTOMaMH yriepoaa

¢ 00pa3oBaHHEM auIaibaeruaa (pucyHok 31).

OH O )
NEgE o
/NP o, O
OH 0 “H,0

Pucynok 31 — O6pa3oBanue agunaibaeruaa

B narente [23] roBoputcs o criocoOe MOMYYCHHUS aTUITUHOBOW KHCIIOTHI

okuciacHueM L'/ B mprCyTCTBUU T€TEPOTEHHOI0 KaTain3aropa (PUCYHOK 32).

NiCl,, OH
NaOCIL, CH,Cl, O

-~ o)
0°C. 2
OH e OH

Pucynox 32 — IlonydeHue aqunmuHOBOM KUCIOTHI OKUCIICHHEM
LIUKJIOTeKcanuoia-1,2
[Ipu B3aumopaeicTBUM KoMMepueckoro otdenuBarens (~5% BogHOro
pacTBOpa rUIOXJI0pUTa HaTpHs ) U Xjopuaa Hukess (1) odpasyercs HepacTBopuMast
dbopMa HHUKENSI — THUAPOKCH] OKCHIA HHUKENIS. JTOT KaTalu3aTop OTIUYAeTCs
OOJBITION YIETHHOM TUTOIIAbI0 TOBEPXHOCTH U SBIIIETCS TIOJIE3HBIM T€TEPOTEHHBIM
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KaTaJIN3aTOPOM JIsl OKHCJIEHUSI MHOTUX OpraHUYecKux coeauHenuil. [lpu cunrese
Obu1a B3aTa cMech auactepeomepon L{I'Jl. B pesynbrare paszpsia C—C cBsizu Oblia
nonydeHa R, o-aukapOboHoOBast KMCIIOTa C BBICOKUM BBIX0A0M 90 %.

B cratee [24] mpencraBicHa METOJIWKA TIOJYYSHHUS XHWHOKCAJIMHA
B3auMeNIeCTBUEM opmo-beHuieHauaMuia ¢ mpawnc-1,2-11'’J B mnpucyTcTBUU
pyTrenueBoro katanuzatopa coBMectTHo ¢ KOH B nurnume. ITpoaoKuTeabHOCTD

peakunu 20 yacoB IpH KOMHATHOW TeMIiepaType, Bbixof 10 84 %.

OH H,N N
RuCl, KOH X
+ JOUTIUM =

OH HN N
84 %

Pucynok 33 — [lonydyenne XuHOKCcaTuHa

B mnarenre [25] mpenctaBieHa METOAWKA 0 CHHTE3Y LHMKIONCHTEH—1—

Kap6OJ'IBI[CFI/II[a N3 IUKJIIOICKCaHANOJIA.

H _
NalO.. KOH

25°C
OH

Pucynok 34 — OGpa3oBanue NUKIONEHTeH—1-kapOobpaernaa

PactBop 1,2-11uKIiorekcananosia B 3TaHOJE J100aBIISIIOT K BOJHOMY PacTBOPY
nepuojaTa HaTpus. Jlanee cmech nepeMenBaeTcsl Mpu KOMHATHON TeMIlepaTrype B
TEYEHUU Yaca, oCJie K PEaKIIMOHHOM cMecH 100aBsieTcs ocHoBaHue. [lanee cmech
OKCTPArupyrOT HJTWIOBBIM S(PUPOM, pPaCTBOPUTENL YAAISETCS C TMOJyYeHUEM

IIUKJIOMIEHTEH-1-KapOoJbIeruaa B BUIE JKEJITOI0 Macia ¢ BRIXOJ0M 88 %.
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1.4 Cunre3 1,3-1M0KCOJIAHOB NPH B3aUMOJACHCTBUM AJbAeruaoB u 1,2-

TJIAKOJIeH

«B mpouecce ucciienoBaHus METOAOB IMONy4YeHUs 1,3-TMOKCONAaHOB U UX
MPOU3BOJHBIX OBUJIO YCTAHOBJIEHO, YTO OOJIBIIMHCTBO TMPSIMBIX CHHTE30B
O0aszupyercs Ha KOHJIGHCALIUU TJIMKOJIEW C KapOOHWIBHBIMU COEAUHEHUSIMHU.
HckmoueHrnem SBIMIOTCS JIMIIb PEAKIUU C MCIIOJIb30BAHUEM ASTHICHOKCUAA M
arietwiieHay [26]. Jlns gocTiokeHHs MakcUMalbHOW 3((EKTUBHOCTH Mpoliecca
BKHBIM SIBJISICTCS IPUMEHEHUE KUCIOTHOTO KaTain3aTtopa. B ponu kapOOHMIBHBIX
KOMIIOHEHTOB OOBIYHO BBICTYNAIOT allbJIETU]bI U KETOHbL. BTOpoil peareHt
npeacraBieH 1,2-TIUKONISMU, TaKk U UX MNPUOJIMIKEHHBIMU COEIUHEHUsMU. B
YaCTHOCTH, HWCIIOJIb30BAHUE O-OKCHUKHCIOT TMO3BOJISIET CUHTE3UpoOBaTh 1,3-
JIMOKCOJIaHOHBI-4.

O6mmit merom cuHTe3a 1,3-IMOKCOJIAHOB MOXHO OMHCAaTh CJEAYIOIIEH
cxeMoi (pucyHok 35):

H
+ O:<
-HZO

R, OH

R, OH

Pucynox 35 — Peakuust o6pazoBanusi 1,3-A1M0KCOIaHOB B 00111EM BHJIE

«Ha nepBoi craguu peakuuu, KaTaau3UpPyeMOW KHUCJIOTOM, IPOUCXOIUT
oOpa3oBaHME MOJyaleTalsi Kak MPOMEKYTOYHOTO COeIMHEHUsl. BaXHO OTMETUTD,
4TO JaHHAS PEaKIUs SBISETCS PAaBHOBECHOM. /{751 cMemeHust paBHOBECHS pEaKiluu
MEXIy alleTajieM U IPOAyKTaMu €€ TUPOJIn3a B CTPOHY 00pa30BaHUs IUKIMYECKOU
areTan HEoOXOIMMO YAANATH OOpa3yIoUIyIOCs BOJY M3 PEAKIIMOHHOM CMECH.
Cy1iecTByeT HECKOJIbKO METOJIOB YJaJI€HUs! BOJbI, CPEJId KOTOPBIX 0CO00E MECTO

3aHUMAT JACTUAPATUPYIOINHUC AI'CHTHI. I/IHTepeCHO OTMCTHUTBb, 4YTO HCKOTOPLIC
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BEI[ECTBA CMOCOOHBI BBHITIOJNHATH ABOMHYIO (DYHKIMIO B mporiecce cuHrte3a 1,3-
JTMOKCOJIAHOB: OHHM JICHCTBYIOT OJHOBPEMEHHO KaK KaTajau3arop M Kak
BOJOOTHUMAIOIIMUKA  areHT. B kayecTBe nmpuMepa MOXHO  IPUBECTU
MoHOOyTHATpUXJIOpU ] onoBa (BuSnCls), KOTOphIN ychenrHo mpUMEHSeTCs Tpu
cuHTe3e  2-ankui-1,3-muokconanoB»  [26].  «Takoii  moaxoa  IO3BOJIIET
ONTUMH3UPOBATH MPOIIECC CUHTE3a U MOBBICUTH 3P(HEKTUBHOCTH peakiiuu. B ctaThe
[27] xauecTBe ambTepHATHBHOTO APPEKTHBHOTO BOJOOTHUMAIOIIETO areHTa JUIs
peaKIMy areraiu3anuu npuMensercs tpumetuioprohopmuat (CH(OMe)s)» [26].
«Ero mo6aByiieHre B pEakIMOHHYIO CMECh O0ECIIEYMBACT MOTHOE CBSI3BIBAHUE BOJIBI,
oOpasymonieics B XOj€ KOHJEHCAIMU, YTO CIIOCOOCTBYET YBEIMYEHUIO BBIXOJA
1eaeBoro mpoaykra. Kpome Toro, B mpoiecce peakiuu TpUMETHIOpTopopMuar
mpeBpaimaeTcs B MeTuiahopMuaT ¥ METaHOJI. AHAJIOTUYHBIM JICHCTBHEM 00J1a1aeT
TUAPOXJIOPU]] ITUIIOBOTO d3(Hpa aneTUMUIOBOM KHUCIOTHI (ITUIALETUMUJIATA
TUAPOXJIOPU) TPU CUHTE3e 2,2-TuMeTni-1,3-THOoKCalMKIaHOB ¢ 00pa3oBaHUEM
striihopMHuaTa U THApoXJIopuaa amMmoHus» [28]. «Cpemu meruapaTHpYIOIIHX
areHToB HamboJee SKOHOMUYHBIM BapUAHTOM SIBJIICTCS HCIIONBb30BAHUE XJIOpUJIA
kanpius (CaClz) m 6e3BomHoro cynbdara kanbius (CaSOa4)» [30]. «Omnako ux
CYIIIECTBEHHBIM HEJOCTATKOM SIBIIICTCS HU3Kas CKOPOCTh CYIIKH >KUJIKOCTH, YTO
CYIIIECTBEHHO 3aMEJUISIET MpOTEKaHue peakiuu. s yBelIuueHus CKOpPOCTH U
BBIXOJIa JAHHBIX PEaKIMA HMCIOJB3YIOT JO0ABJICHUE KHCIOTHBIX KaTaJIM3aTOPOB,
Hanpumep $hochOopHOI KHCIOTHI MPH CHHTE3e 2-Tiponui-1,3-auokconana [31], mpu
9ToM BBIXOJ peaknuu gocturaetT 80-85 %. Taxke Ha MPaKTUKE HCIIOIB3YIOT
MPUMEHEHUE Pa3IUIHBIX PACTBOPUTENICH CIMTOCOOHBIX KaK BBITECHATH BOAY, TaK U
o0pa3oBbIBaTh C HEW a3e€0TPONMHBIE CMECH, YTO TMO3BOJSIET BO BpPEMSI CHHTE3a
MPOBOJIUTH TApaJICILHO €€ OTroHKY. [IpuMepaMu TakuX pacTBOPHTENCH MOTYT
ObITh quxsaopMerad [29], auatuinossiid a3¢up [32, 33], 6enzon [34] u ap.» [34].
«OnHaKko, MPU CUHTE3€ IMUKIMYECKUX arleTalield caMbIM ONTHUMAIbHBIM, KaK
YIIOMHHAJIOCh BBIIIIE, SBJISETCS MCIOJb30BAaHUE KUCIOTHBIX KaTaau3aTOPOB, TAKUX

KaK KHCJIOTbI HBIOI/ICEl, OCOJUTBI, MUHCPAJIbHBIC KHCJIOTBI, KaTUOHUTBI, OTUOKCH
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CephI U T.JI. 3TO TPUBOANT HE TOJIHKO K IMOJYICHHIO ONTUMAIBHBIX BEIXOI0B, HO U K
YIIPOIICHHIO CITOCO0a OMYUYSHHS TUKIMYECKUX areranein» [35].

«Haunbonee pacmpocTpaHEeHHBIMH U HEJOPOTMMHU KaTalIW3aTOpPaMH YacToO
CIy’)kaT cepHas cojsHas u dochoprble kucioTel [35-37, 31, 34]». IlpumeHnenue
COJITHOM KMCJIOTHI B KQUECTBE KaTaIN3aTopa sSBIseTCs HedHEKTUBHBIM PEIICHUEM,
TaKk KaK OHa BHOCHUT BOJAY B PEaKIMOHHYIO CMECh, YTO CYIICCTBEHHO 3aMeIsieT
npoTeKaHue peakiuu. B cBoro ouepe/p, HCTOIb30BaHUE COSTHON KUCIOTHI BHOCUT
B CHHTE3 CBOM TPYAHOCTH TaK KaK OHasl SIBISIETCS JETYYHM coenuHeHueM. «B
uctounukax [38,39] roBopuTcs O NPUMEHEHHHM CHPOINO00pa3HOH GdocopHO
kucnoThl. [IpumeHenne ee B OOIBIIMHCTBE CITy4aeB MPUBOANT K MOIYUYCHHUIO OoJiee
YHCTOTO MPOAYKTa HE COACPIKAIIECTO MPUMECH C OJHOBPEMEHHBIM YITyYIICHHUEM
BBIXO1a» [38,39].

«Temmeparypa peakilMOHHON CMECH TIpH TOTydeHuH 1,3 -THMOKCOIaHOB TOXKE
UMEET HEMAIOBAXHOE 3HAYCHNE B 3aBHCUMOCTH OT HCIIOJIH30BaHMSI KapOOHWIBHOTO
coeIMHEHUS (aJTbACTH T UK KeTOH ). OCOOCHHOCTH MPOBEACHUS PEAKITIH 3aBUCST OT
CTPYKTYPBI UCTIOIB3YEMBIX KApOOHUIIBHBIX COeTMHEHUH. )11 HU3KOMOJICKYIISIPHBIX
albJIETUI0OB HAarpeBaHue He TpedyeTcs, B TO BpeMs Kak Ipu pabote c Oonee
TSOKCJIBIMH W Pa3BETBJIICHHBIMH KapOOHWJIBHBIMH COCAMHCHUSMU HEOOXOIMMO
MIOBBIIIIATH TEMIIEPATYpY Tpoliecca. B cioydae BrICIIHX KapOOHMIBHBIX COSAMHCHUN
NPUMEHSETCS METOAMKA HarpeBaHUs ¢ OOPATHBIM XOJIOJWIBHUKOM, ITOCIIE Yero
BBIMOJIHSACTCSL TIEperoHka peaknuoHHoi cmecu» [40]. «Tak B pabote, mnpu
MOJy4YeHUU 2-u30mponii-1,3-11okconana UCIOIb30BATaCh CMECh MPOMaHAMOIA-
1,3, uzoOytupanpaeruja, O€H30Jla W KUCIOTHOTO KaTajau3aropa B KoJOe C
oOpaTHBIM XOJIOAWIBHUKOM U Hacaakoi Juna-Crapka mpu temmnepatrype 121°C
ObUT Mody4eH mpoaykT ¢ BbixogoM 92 %y [40]. «Ilo nmanHeiM mateHTa [41],
MIPOBEJICHUE PEAKIINH TIIMKOJICH ¢ allbJIeTHIaMH B CpeJic MHEPTHOTO PACTBOPHUTEIS
¢ 1o0aBJIeHHEeM KUCIIOTHOTO KaTtaiu3aropa obecrneunBaeT 3(h(PeKTUBHOE MOTyUeHNE
1,3-auokconana u 1,3-muokcana (pucyHok 36). OOpasyroiiascs Boja B XOJeC
peakIuu yaamsieTcss IyTeM a3eOTPOITHOM TEeperoHKW. B poium KaTanm3aTopoB

JAQHHBIX  PEaKUUd  MPEANOYTUTENBHO  HUCIIOJNB3YIOT  CEPHYIO  KHCIIOTY,
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O0eH30JICYyTh()OHOBYIO ~ KHUCIIOTY, CPEAH KOTOPBIX 0CO00  BBIACIACTCS /-

TOJTyOJICYIL(OHOBAS KHCIIOTA OJIarojiapsi CBoek BBICOKOH 3pdexTuBHOCTHY [41].

Pucynox 36 — Cxema peaxiuu TJIMKOJIS C aJIbICTHIaAMHU

«Peakiyss mpoTeKaeT NpU TEMIIEpaType KHUIICHHsS PACTBOPUTEIIS, MPHYEM
ONTUMAJILHBIMU PACTBOPUTEIISIMH SBJISIOTCS aPOMATHUCCKUE YIIEBOAOPOIbI, TAKHE
Kak OCH30J1, TOJIYO0JI U Kcritom» [41].

K gmciny MeTomoB CHHTE3a AMOKCOJAHOB U JMOKCAHOB OTHOCHTCS PCaKI[HSI

obMmeHa (pucyHok 37):

HO OH K
HCHzH * (R3R4)C(OR5)2 - Q o+ 2R’OH
R, "R, )_ccm—k
R, R,

Pucynox 37 — Peaknusi oOMeHa CHHTE3a IUKIMYECKUX areTanei

B crpykType auerans 3amecTtuTelb Rs yaiie Bcero mpeicTaBiieH HU3IIAM
alKWIbHBIM  pagukanoM. «lIpomecc OOMEHHOM peakIMM OCYLIECTBISIETCS B
AHAJIOTUYHOM CPEJIC MHEPTHBIX PACTBOPUTEIICH, UTO U MO METOJAUKE, ONMUCAHHOW B
cxeme Ha  pucynke  37.  Karamuzaropam  mpoliecca  BBICTYNaeT
napaTosyoicyab(poHOBast KUCIOTa. JlaHHBI METOJ CHHTE3a MPEUMYIIECTBEHHO
MPUMEHSIETCS JJI OJIYYeHUS TUOKCOJIaHOB U JUOKCAHOB, Iie 3aMecTuTeNu Rs 1 R4

NpeCTaBICHBI aTOMaMU BO1opoia» [42].
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ABTOpPBI 0JTHOTO M3 HCCieoBanui [42] pa3paboTalii HHHOBAITMOHHBINA METO/T
cuHTe3a |,3-ITMOKCONaHOB, OCHOBAHHBIM HAa NPUMEHEHHH MHUKPOBOJHOBOTO
U3JIYYCHHUS TPOJIOJIKUTEIBHOCTRIO BCEro 2 MHHYTHI (pUCYHOK 38). A Takke ¢
WCIIOJIb30BAaHUEM HECKOJIbKMX BHUJOB KHUCIBIX KaTaau3aTOpOB B TOM YHUCIE II-
TOJIYOJICYIb()OHOBOM KUCIOTHI. JIaHHBIM MOIXOJl MPOJAEMOHCTPUPOBAIL BBICOKYIO
3¢ (HEeKTUBHOCTH Mpolecca, 00eCneynB BIEYATIISIFONINI BBIXO/T IIEJIEBBIX TPOTYKTOB

B quanasone 70-96 % (tabimma 1).

)O]\ HO OH e} O
KaTanuszartop ><
R, R, R, R,

Pucynox 38 — O6mas cxema obpaszoBanus 1,3-1MOKCOIaHOB
KaTaJIM3upyeMasi MUKPOBOJTHOBBIM H3JIYICHUEM

PeaKI_[I/II/I IIpOBOJHUJIIMCE B IIPOTOYHOM PCAKTOPC C KaTaJIHU3aTOPOM,

HarpeBacMbIM MUKPOBOJIHOBBIM U3JIy4eHHeM (Tabuia 1).

Tabnmuna 1 — Beixonas!l 1,3-1HMOKCOJIaHOB B 3aBUCUMOCTH OT BHJIAa 3aMECTHTEINS U
karajausatopa [43]

Hcxonnblil anpaerug Brixon 1,3-auokcoiianoB
n-TCK FeCI3 A|203

3-heHmmpnonaHab 96 96 73
I'entanane 82 75 89
Bensanbnerun 89 94 90
0-METOKCHUOEH3aIbET U/ 87 90 94
n-HUTPOOCH3AJIbICT U] 97 81 93
n-XJIOpOCH3AIIbICT U] 95 95 90

«B uccnenoBannm npeacrapieHa 3GhOEKTUBHOCTh Ta3000pa3HOro JHOKCHIA
cepol (SO2) B kadecTBe KaTanuzatopa. Bmemenue SO: B peakiMOHHYIO MaccCy
ocyImiecTBiIsieTCsl myTéM OapOoTupoBaHus raza. Kak mokaspiBaeT MpakTHUKa, 3TOT

KaTaJm3arop obecreynBaeT Oojiee BBICOKYHO CKOPOCTh PEaKIMM CHHTE3a
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UUKJIMYECKUX alleTaled ¢ JIyYIIWd BBIXOJ MNPOAYKTAa IO CPAaBHEHUIO C

aJIbTEPHATHBHBIMU KaTam3atopamu (cM. Tadur. 2)» [44].

Ta6numa 2 — BeIxopl MOJyUYEeHHBIX alleTalield KaTaau3upyeMble TUOKCHIOM CEepPhl
[44]

Ne | KapOonumnbsHOE Jwuon CrpykTypHas Brixon
COC/IMHEHUE dopmymna (%)
MOJTyYEHHOU
aneTaiu
1 | n-C4H9CHO HOCH2CH20H O 77
H9C4 j
O
2 | CH3CHO CH3CH(OH)CH(OH)CH3 0 84
_<O
3 |HCHO HOCH2CH20H <Oj 85
O
4 | HCHO HO(CH2)40H <0) 87
O
5 |HCHO HOCH2CH(OH)CH3 <Oj\ 91
O
6 | HCHO HOCH2CH2CH(OH)CH3 <O 94
0)

C mnpakTHYecKOM TOYKHM 3pEHHs MPUMEHEHUE [IaHHOTO KaTaliu3aropa
BBI3BIBAET OMpPE/ICTICHHBIC COMHEHUSI B €0 MepCeKTUBHOCTH. OCHOBHAS MPUYKHA
3aKJIF0YAeTCs B HEOOXOIMMOCTH CO3aHMS KOMIUIEKCHOM TE€XHOJIOTMYECKOU JINHUH,
BKJIIOUAIOINICH CIeNUAIU3UPOBAHHbIE 0apOOTaXKHBIE KOJIOHHBI M CHUCTEMbI JIJISI
yJIaBIMBaHUS AUOKCUAA cepbl. Takoe YCIOKHEHHUE aImapaTypHOTo O(pOpMIIEHUS
CYIIECTBEHHO OCJIOKHSIET IPOU3BOJICTBEHHBI TMPOLECC U CHUXKAET €ro

3 PEKTUBHOCTE.
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«CYH_ICCTByeT MHO>KECTBO Pa3JINIHbIX KaTaJmn3aTopoB, KOTOpPBIC
XAPaKTCPU3YIOTCA HWHAWBHUAYAJIbHBIMU CHGI_II/I(I)I/I‘-ICCKI/IMI/I CBOﬁCTBaMH, HO, KakK

NPaBUJIO, OHU MAaJIO U3yYCHBI M UCCIICIOBAHBI B JTA0OPATOPHBIX YCIOBUAX» [44].

1.5 Cunre3 1,3-IM0KCOJIAHOB NPH B3aUMOAEHCTBUM KeTOHOB M 1,2-

rJINKOJIel

«B mponecce cuHTE3a LMKIMYECKUX alETaled KETOHBI, KaK MPaBWIIO, HE
MPOSIBIISIIOT TaKOW BBICOKOM PEaKIMOHHON CIIOCOOHOCTH, Kak anmpaeruisl. Cpenu
KETOHOB, KOTOPBIE IPUMEHSIOT B 3TUX PEAKLMIX, HAMO0JIee pacpOCTPAHEH alleTOH.
Ero ynoOcTtBo 3akmiodaercs e€m€ M B TOM, YTO OH MOXXET BBICTyHaThb B POJIU
pactBopurensi. Kpome aneroHa, B CHUHTE3€ HCHONB3YIOT U APYrHE€ KETOHBI,
HaIpUMep, HUKIOTeKCaHOH, IIUKJIOTIEHTaHOH U MEeHTaH-3-0H. Bee nepeunciieHHbie
KETOHBl XapaKTEPU3YIOTCd CHMMETPUYHOM CTPYKTYpOH, YTO MPEJOTBPAIIACT
oOpa3oBaHue nuactepeomepoB 1,3-nrokcosnana B xoae peakiuu [45]. OmHako mpu
IIPOBEICHUH ACUMMETPUYHOTO CHUHTE3a UCIIOJIb30BAHNE HECUMMETPUYHBIX KETOHOB
MOXXET MPUBECTH K MOSBJICHUIO TUACTEPEOMEPOB, €CIM OAUH W3 HHUX HMEET
BBICOKYIO CEJICKTHBHOCTHY [45].

«PaHee onMcaHHbIE KaTAIM3aTOPBI YCIEUTHO MPUMEHSIOTCS 1) cuHTEe3a 1,3-
JMOKCOJIAaHOB M3 KETOHOB M 1,2-11osoB. B kadecTBe mpumepa MOKHO IIPUBECTH
PEAKLINIO STUIICHTIIMKOJIS € PAa3JINYHBIMU KETOHAMU: allETOHOM, METUIIATHIIKETOHOM
u renrtad-4-onom. [lpu ucnons3oBanuu B kadecTBe karanuzatopa 0,25-1% cepHoit
WIA COJITHOM KHCIOTBI OOpa3yloTcsi COOTBETCTBYyomme 2,2-muankui-1,3-
JTUoKconanbl ¢ Beixogamu 8, 15 u 30 % coorBercTBeHHO. IIpuMeudaTenbHO, 4TO
NPUCYTCTBHE NETUAPATUPYIOUIMX AareéHTOB B PEAKIMOHHOH CMECH TMO3BOJISET
CYILECTBEHHO MTOBBICUTH IPOLIEHT BBIXO/A MPOJTYKTOB.

B pesynbrate peakuuu OyraHauona-2,3 ¢ IUAllETHIOM B TNPUCYTCTBUU
MUHEpaIbHBIX KHCIOT (CEpHOM WM COJISIHOW) MPOMCXOAUT OOpa3oBaHUE JBYX

coeaunenuity [46,47]. X cTpoeHre HArJISIIHO MPEACTaBIICHO Ha pUcyHKe 39,
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Pucynok 39 — BzaumonaeiictBue Oytanaunona-1,3 ¢ nuanetTuinom

[Ipu peaknuu auarneTwiaa C ATHICHTIUKOJIEM BO3MOXHO TOJYyYEHHUE Kak
MOHO-, TaK W JIuIUKiIndeckoro keraias (pucyHok 40). BbeiOop KOHKpPETHOTro
MPOAYKTa 3aBUCUT OT HCIIOJIH3yEMOT0 KOHICHCUPYIOIIETO areHTa, CePHON KUCTOTHI

WM THOKUCH ocdopa [48].

Oa CH
Q HO %; ’
CH, , \ > O
H.C

Pucynok 40 — BapuaHThl B3aUMOJICHCTBUI JUAIICTHIIA C dTUJICHTIMKOJIEM

«Mcnonp3oBanue msATHOKUCH (pochopa TaET BO3MONKHOCTH allETOHY
B3aMMOJICHCTBOBATh HE TOJBKO C PA3IMYHBIMH TJIMKOJIIMH, HO U C caxapamu, Mpu
3TOM O0ecIieYrnBast BRICOKHN BBIX0O[ 1,3-auokconaHoBy [49].

«B cratbe [50] ommcaH MeTOA CHHTE3a IIUKJIMYECKUX  KeTaje
B3aMMOJIEUCTBHEM alleTOYKCYCHOTO 3upa ¢ U30bITKOM INIHKOJIEH (CoOoTHOIIEHHE |
: 1,1 monb cooTBeTcTBeHHO), e R = H i CHs ¢ Beixogom okosio 87 % (pucyHOK

41)» [50].
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Pucynox 41 — IlosmydeHne HUKIMYECKONU KETalld U3 alleTOYKCYCHOTo 3upa

«B mporiiecce peakiuu MPOBOJUTCA a3€0TPOIHAs OTrOHKa oOpasyrolencs
BOJIBI C HCIIOJBb30BaHHEM OCH30JICYIb(OKUCIOTH WA H-TOIYOJICYIb(POKUCIOTHI

npu Temreparype 99,5 — 101,0 °Cx» [50] .
1.6 Cunre3 1,3-1M0KCOJIAHOB NPH B3aMMOEHCTBUH 0-OKHCEil

«B xone uccienoBaHus CBOMCTB OKCUIOB ATHIIEHA OBLIO BBISIBJICHO, YTO 3TH
COEJIMHEHUS BCTYIMAIOT B PEAKIMIO C albJACTHJaMU U KETOHAMH B IPHUCYTCTBHH
XJIOPUJOB METAIOB. DTO NPUBOAUT K 0Opa3zoBaHUIO 1,3-IMOKCOJIAHOB, HO C
HEBBICOKUMH BBIX0AaMH OT 22 % 10 32 %. C TeueHneM BpeMEHHU METOI IIPOBEICHUS
ATOM peaklyy 3HAUUTENbHO YIydIIuiIcs. bputn nogo0pansl onTUMaibHbIE YCIIOBUS,
BbIOpaHbI Pa3IMYHbIE KaTaJIU3aTOPhI U ONpeeSIeHbl KOHIEHTPALlUU PEareHTOB, YTO
MIO3BOJIMJIO CYIIECTBEHHO YBEIIMYUTH BBIXOIBI PO YyKTOB 110 8090 %» [51].

[Tono6HBIC peakiuy B 00IIeM BHUIE MOYKHO 3aIlicaTh TaK:

o R, R,
\W/ N )k Kucnora JIprouca .0 X
9) R, R,
R, R,

Pucynoxk 42 — O01mas peakuusi Noay4yeHus HIUKIMYECKUX aleranei
B3aNMOJENCTBUEM 0-OKHCEN

«/lns1 akTuBarm TpanchopmaIuu 4acTo MPUMEHSIOT PA3TNIHBIC KUCIOTHI
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JIpronca B KauecTBe KaTaanu3aropoB. Cpeu HUX MOKHO BBIIEIUTH:
- tpudropmeracyiabponrar meau (II) ((CFsSOs)Cu) [52];
xmopup muakKa (II) (ZnClz) [53];
— xyuopux osiosa (I1) (SnClz) [54];
KOMILIEKC TpudTOopraa 6opa ¢ mudTuiaoBbIM 3¢upom (BFs-O(C2Hs)2) [55,56].
Taxxe W3BECTHO HCIIOJNIB30BAaHHME KUCIOT bpeHcTena s KaTtaiusa 3TOTrO

nporiecca» [57].

1.7 Cunre3 1,3-1M0KCOTaHOB NPH B3aHUMOJEHCTBHM alleTHIEHA

u 1,2-riiukoJie

«B pabortax [58, 59] omucaHo mOJy4YEHHE JIMHEHHBIX aleTaniel myTém
B3aMMOJCHCTBUS alleTWJIeHAa C OJHOAaTOMHBIMM CIHPTaMH B MPUCYTCTBUU
karanuzatopa — coiau prytd (II) m cepHOM KHCHOTBL. DTOT METOJ TaKke
MpUMEHsIICS B cTtathe [60] mis cMHTE3a NMKIMYECKUX aleTAIed U3 aleTWICHA U
riauKonen. s monydeHust IMOKCOJIaHOB € BBIXOA0M Oosee 75 % MCHOIB3YIOTCS
3 PEKTUBHBIE KAaTAIM3aTOPbl — TPUPTOPHUI OOpa U PTYTHBIE COSAMHEHUS [61—
66].

«CyuiecTByeT MNPEIIoI0KEHUE, YTO JlaHHAas peaklys NpOTEKaeT uepes
IPOMEKYTOUHOE O0pa3zoBaHuEe [-OKCHUATWIBMHHIOBOTO 3¢upa [60]. 3arem, B
MPUCYTCTBUM CEPHOM WU OPOMOBOJOPOJHON KHCIOT, 3TOT 3dup OBICTPO

NeperpynmupoBEIBaeTCs, 00pasys 2-MeTui-1,3-1uokconad ¢ BeIxoaoM a0 90 %»

[67].

HC=CH +H/_\H—>/j ()\CH

Pucynox 43 — CuHTe3 THOKCOIaHa B3aUMOJICHCTBUEM alleTuiieHa u 1,2-TIuKoms
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2 Pe3yabTaThl U 00CYKIEHUS

2.1 HccaenoBanue CcOCTAaBOB 00pa3noB CHHMPTOBLIX (PpaKkuMid
NPOM3BOJCTB KANPOJAKTaMa, a TaKKe MNPOAYKTOB MX BTOPUYHBIX

npeBpalleHun

Hu oxgno mpenmnpusitie 1mo mpou3BOACTBY KalpojakTama He 00xonuTcs 6e3
CTaJIMU BBIACIICHUS] CHUPTOBOM (paKINH, MPEACTABIAIONIEH cO00M CMeCh CIIUPTOB
(B OCHOBHOM aMUJIOBBIN CIIUPT) U IPYTUX OPraHUYECKUX BEIIECTB, 00PA3YIOMIMXCS
B pe3yibTare JKUIKO(PA3HOro Mpolecca OKHUCICHHsS UUKIOIeKCaHa Mpu
IPOM3BOJACTBE LMKIOrekcaHoHa. Ha pucynke 44 mnpezacraBieHa KilaccHuyecKas
cxema pektudukanuu texnonoruu I'MAII o pazneneHuto NpoIyKTOB OKUCICHHUS
nuKiIorekcana, a Takke BbiaeneHnro COIIK  paboraromas Ha <«IIAO

Ky#0bi11eBA30T.

ComnK

Linknorekcad

—+H K-357 » K-350 K-369A

MpogykTe OKMCAEHWA Nocae
OMBIIEHHA

AHoH-ceipey, (npogywT — \*-——-’/
OervMapupoBaHmiA) Ha ombinenme

AHoH

Anon

N Y

K-395
K-405
Macno-No4

Pucynok 44 — Cxema Boienenust COIIK
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3aberast Bmepen, MOXHO CKa3aTh, YTO B XOJI€ HCCJIECIOBAHUN TTOMHUMO
obOmen3BecTHRIX KOMIOHEHTOB C®DIIK Takmx Kak: ITUKJIONeKCaH, aMHJIOBBIH,
HM30aMUJIOBBIN, OYTHUIIOBBIHN, H30MPONUIIOBBIN, N300y THIIOBBIM CIIUPTHI, T€IITAHOHHI,
UKJIONIEHTaHOJI, IIUKJIOTEKCEHOH, IIMKJIONIEHTAHOH, aHOH, aHOJI, IIUKJIOT€KCAHIUOH,
ATUJIIUKIIONEKCHIIOBBINA A(UP U psiZia APYTUX KUCIOPOACOICPKAITUX KOMITOHEHTOB,
ObLIO OOHApPYXEHO JPYyroe Majio OMHCAHHOE BEIIECTBO IO JaHHOW Teme — /-
okcaburukio[4.1.0]rentan OH K€ OKCHJI IIMKJIOTEKCEHA MPECTABIISIOMNNA COOO0M
MHTEPEC KaK ChIPbE JJISI CHHTE3a JIPYTUX MOJIC3HBIX BEIIECTB.

B Tabmmme 3 mpexactaBieHsl oOpasibl cnupTOBBIX ¢pakiui  «I[TAO
Kyli0piieBA30T» pa3HbIX JeT 0TO0pa, TaK Ke sl CPABHEHUSI COCTABOB HA aHAJIN3

obL1a npeacrasieHa npoda COIIK «OXK [lekuHOA30T».

Ta6muma 3 — O6pasisl COIIK, moroHoB 1 KyOOBBIX YacTel KOJOHH

No oOpasma HanmenoBanue [Ipennpusitue o oTbopa
1 COIIK OXK «lIleknHOA30T» 2013
2 COIIK ITAO «KyiiOpiieBA30T» 2015
3 COIIK ITAO «KyiiObImmeBA30T» 2022
Juctunnar komonusl K-

4 369A 10 BBHIIEICHUIO I[TAO «KyiiOpimeBA30T» 2023
COIIK mexa Ne 22
Ky6oBas xuakoctb

5 Kosonnbt K-357 o ITAO «Kyii0bimmeBA30T» 2023
ynapuanuto COIIK nexa
No35

2.1.1 Ilox0Gop ycioBuii pa3aejieHHs] OCHOBHBIX KOMIIOHEHTOB 00pa310B
COIIK

MN3HavanbHO v HCCIIeTyeMbIMU obpasiaMu OBLI MPOBEICH
XpoMarorpauueckuii aHajaM3 COIMVIACHO TexXHUYeckomy ycioBuw <«I1AO
KyiiObimeBA30T». [l 3TOro HUCHOIB30BajICS XpoMmarorpad ¢ TpPeXMETpOBOMU
HACaJ04YHON KOJIOHKOH 3amonmuenHou 20 % Carbowax 20M na xpomartone. I'a3
HOCHUTENh — renuid; Ttemmeparypa kojoHku 110 °C. Pacuer comepykanuii
KOMIIOHEHTOB B CMECH MPOU3BOJWIICS METOJIOM BHYTPEHHEH HOpMaln3aluu

IJIOIAJECH MTMKOB XpOMAaTOTPAMMBI.
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Pucynox 45 — Xpomarorpamma quctuiuiara kojdoHHbl K-369A Ha xpomarorpade ¢
KaTapoOMETpOM

Ucxons u3 xpomartorpammbl (pucyHOK 45), OBLIO ONpENeiaeHo, YTo
MCIIOJIb30BaHUE HACAJ0UYHBIX KOJOHOK Mayio 3(PhEeKTUBHO U HeleaecooOpa3Ho, Tak
KaK JIaHHBIA METOJI HE IMO3BOJISIET MOJHOCTBIO PA3ACIUTh MUKH XPOMATOIPAMMBbI
CJIO’KHBIX MHOTO KOMITOHEHTHBIX CMECEH TeM CaMbIM IMOJIYYEHHBIE PE3yJIbTaThl HE
OyIyT COOTBETCTBOBATh JOCTOBEPHOMY COAEPKAHUIO MPOO.

B cnenyromem ObutM OmpesieNieHbl YCIOBHUSL DPa3leieHHs] KOMIIOHEHTOB
cmecer COIIK ¢ wmcnonp30BaHMEM KalWUIAPHOM KBapLEBOM KOJOHKM THUNA
Carbowax-20M, ocHaleHHON MJIaAMCHHO-HOHHU3ALMOHHBIM IETEKTOPOM, KOTOPBIH
o0nmagaeT  BBICOKOW  YYBCTBUTEIBHOCTHIO K  HHU3KUM  KOHIICHTPAILUSM
aHaJTM3UPYEMbIX BEILIECTB MO CPABHEHUIO C KATAPOMETPOM.

I'a3 HOCUTEND — I'eJTU.

Kononka: kanusuisipHas KBaplieBas, 3allOJHEHHAs MOJSPHBIM COPOEHTOM
(MOIMATUIIEHTINKOIb). OCHOBHBIE MTAPAMETPhI KOJIOHKH: JiIMHHA 50 M, BHYyTPEHHHM

nuametp 0,2 MM, TorHA TIeHKH copOenTa 0,4 MKM.

B tabnuiie 4 npeacraBiieH pexxuM paboThl xpomaTorpada.
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Tabnuna 4 — Pexxum paboTtel xpoMaTorpada ¢ kanuuigpHoit kononkoi u [TU/].

TemMrepaTypa KoTOHKH Haganpnas 50 °C, 3aTeM nmoabeM co
CKOpocThIO 5°/MuH 0 240 °C

Temmneparypa aerekropa 260 °C

TemnepaTypa ucrnapuTess 260 °C

CKOpOCTh IOAa4YM ra3a-HOCUTEIIS 10 mu/mMuH

CKOpOCTh IoAa4M BO3/1yXa 600 mi/MHUH

CKOpOCTh 10/Ia4X BOJOPOAA 60 mi/MUH

JlaBneHnue 2,3 at™m

[Tockonbky komnoHeHThl COIIK uMET MUPOKUK IHAaNa30H TeMIepaTyp
KUICHUS, ¥ MHOTHE BEIIECTBA HMEIOT TeMIepaTyphl KUIIEHUS OJU3KUE I10
3HAYEHHIO, aHAJIN3 MPOBOAWIICA B PEKHUME MPOTPAMMHUPOBAHUA C YBEINYCHUEM
TeMIEPaTypbl KOJIOHKU Ha 5 °C B MUHYTYy. DTO MO3BOJISET MOJHOCTHIO Pa3/I€IUTh
MMUKA CJOKHBIX MHOTOKOMITOHEHTHBIX CMECEN 32 OTHOCUTEIIBHO KOPOTKOE BpeMs

ananmu3a B 20 MUHYT (CM. pUCYHOK 47).

1
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Pucynox 46 — Xpomarorpamma nuctusuista kosloHHBI K-369A Ha kanumispHoOi
kosioHke ¢ [T /]
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Jlnst ananmm3a OoJiee TSHKETOKHUISIINX BEIIECTB BXOMAIMIUX KAaK B COCTaB
COIIK, Tak M BEIECTB NOJYyYaeMbIX B PE3yJIbTaTe BTOPUYHBIX IPEBpALICHUI
KOMITOHEHTOB CMECHU CIUPTOBOM (pakiiuu ObLI pa3paboTaH METOJ X aHalIW3a Ha
HETOJISIPHON KOJIOHKE 3alOJIHEHHOW MOJUANMETHIICHIIOKCaHOM (Tabmumia 4), 9To
MO3BOJISICT CYIIECTBEHHO COKPATUTh BpEMs MX aHaju3a (PUCYHOK 47).

I'a3 HOCUTEIND — renui.

Kosnonka: kanuiisipHasi KBapiieBas, 3alOJHEHHAS] HEMOJSIPHBIM COPOECHTOM
[IIMC. OcHOBHBIE TApAMETPHI KOJIOHKHU: JUIMHHA 25 M, BHyTpeHHU auametp 0,3

MM, TOJIIIIMHA TUTIEHKHU copOeHTa 0,5 MKM.

Tabnuua 5 — Pexxum padbotel Xxpomatorpada, kosioHko# 3anoinHeHHon [T IMC.

TemrepaTypa KOTOHKH Hauanpnast 110 °C, 3aTeM nogbeM co
ckopoctbio 10°/mMun 10 250 °C

Temnepatypa eTekTopa 310 °C

Temnepatypa rcnapures 310 °C

CKOpOCTh IOAa4YM ra3a-HOCUTEIIS 10 m/MuH

CKOpOCTh MO/IaUM BO3/IyXa 600 Mi/MuH

CKOpOCTh IoJa4u BOJ0PO/Ia 60 mu1/MHUH

JlaBnenue 2,3 atm

[
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Pucynox 47 — XpomarorpamMma cMecu aMHJIOBOTO criupTta ¢ TpaHc-1,2-111'/] B
sTaHoJ€e (MepBbIi NUK) Ha KoJioHKe ¢ [IJIMC
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2.1.2 Unentudguxkanusa nukoB KOMNoHeHTOoB COIIK

[locne pa3paboTkm Meroga W BbIOOpa  ONTUMANbHBIX  YCJIOBHIA
XpoMaTorpauyeckoro aHaian3a ObUIM HICHTU(DHUIIMPOBAHBI MUKW KOMIIOHEHTOB
npo6 COIIK, npeacTraBneHHBIX HA aHAINU3, IPUMECH U MUKpomnpuMecH. i 3Toro
MIPOBOTUIICS:

— pacyeT JMHEWHBIX HWHIEKCOB YIEPKUBaHUS MHUKOB KOMIIOHEHTOB
UCCIIETyeMOI CMECH U CpaBHEHHE UX 3HAUCHUI C JIUTEPaTypPHBIMU Oa3aMH TaHHBIX
NIST. Ognako uneHTHdUKAIMA BEIISCTB MPU IMOMOITH HHICKCOB YyACPKUBAHUS
HETOYHA U TPeOyeT MPOBEPKU U YTOUHEHUS UX APYTUMHU HE3aBUCUMBIMU METOIaMHU
aHaIn3a,

— ObLT MIPOBEJIEH XPOMAaTOMAacC — CIIEKTPOMETPUUECKHI aHaIN3 HCCIEAYEMBIX
npo6 COIIK, uro mo3BoiseT Oojee TOYHO ONPENEIUTh KAaueCTBEHHBIH COCTaB
cMecH KOMIIOHEHTOB. Takxke XapaKTepUCTHUKU HOHOB B MacC-CIIEKTPE KOMIIOHEHTOB
aHAJIOTUYHO CPABHUBAIUCH C JUTEepaTypHbIMU Oazamu naHHbiX NIST. AHamuzbl
OBLTH BBITIOJIHEHBI HA Ta30BOM XpomaTto-macc-criekrpomerpe GCMS-QP2010 Ultra
dbupmsr Shimadzu.;

— IUIA JAOTIOJIHUTENBHON Bepu(UKAIMKA PE3yIbTATOB HCIOIB30BAICS METO/]
BHEIIHET0 cTaHAapTa. B paMkax 3Toro Meroja npoBOAUINCH XpoMaTorpaduyeckue
aHaJIM3bl YUCTHIX BEUIECTB, KOTOPHIE MPEAIOI0KUTEIBHO BXOJAT B cOCcTaB Mpob. B
KayeCTBE JTAJIOHHBIX BEIIECTB HCIOJB30BAJINCh OOIIEAOCTYIHBIE OPraHUYECKHE
pacTBOpPUTENM M BEIECTBA, TAKHE KaK IUKJIOTeKCaH, OEH30J, LUKIOTEKCEH,
areTanpAeTh, UWKIOTEKCAHON, ITMKJIONEHTAHOH, IMKJIONEHTAHO], aMUJIOBBIM
CIHPT, U300yTHIIOBBIA CITUPT, N30aMHIJIOBBIA CITUPT U APYyTHE.

[IpuMeHeHne KOMIUIEKCHOTO IMOAX0/1a, BKJIOYAIOUIETO pacy€éT HHICKCOB
yIEpPKUBAHUsI, XPOMAaTOMACC-CIIEKTPOMETPUIECKII aHAIW3 W METOJ BHEIIHETO
CTaHJapTa, [MO3BOJIMJIO JIOCTOBEPHO HWIACHTHU(PHUIMPOBATH KOMIIOHEHTHl B
MpeICTaBICHHBIX Ha aHanu3 nmpobdax CDIIK.

B tabnuie 6 nmpeacTaBieHbl cOCTaBbl aHaTU3UpyemMbix 00pasioB COIIK.
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Tabnuia 6 — CoctaBbl 00pa3oB

Neo obpasma Coneprxanue, % macc

(Tabnmia 3) 1 2 3 4 5
[ukmorekcan 0,87 0,35 0,11 0,27 0,14
I{ukiorekcex 1,18 - - 0,03 -
mpem-byTUI0BBIN cIUpT — — 1,10 — —
Meranon 0,08 0,04 0,10 0,04 —
Benzon 0,12 0,52 - -
x-IIponunanerar 1,92 0,04 0,62 0,39 0,67
Ilenranon-2 - - 0,29 - -
byranos-2 - 0,01 0,89 - -
ITpomanon-1 0,16 0,04 0,04 0,07 0,05
Tomyon 0,07 - 0,14 0,20 0,03
N300yTrIIOBEIN CIUPT 1,76 0,37 2,14 0,80 4,84
I'ekcanaib - 0,18 0,09 - -
[lenTanoi-2 0,39 0,56 0,79 0,65 0,51
I'enranon-4 - 0,28 0,06 - -
byranon-1 0,76 2,37 1,73 2,19 0,46
OTUIOEH30I - - 0,13 — —
I'enranoH-3 2,21 - 0,04 - -
4-MetuniredTad-2-0J1 0,73 — — — —
onr 14,52 0,12 29,65 46,33 55,26
I'errranon-2 — — 0,11 — —
W30amuiioBeIit ciupt 0,04 - 1,16 0,41 0,20
I{MKIOIIEHTaHOH 0,25 0,14 0,59 0,49 0,82
ITenranoin-1 24,85 37,91 33,21 36,28 32,58
L{ukI0neHTaHOI 1,47 4,31 3,95 4,74 2,79
[uknorexcanon 26,91 0,08 11,51 4,28 —
Iekcanomn-1 0,08 — — 0,05 -
[{ukorekcano 0,23 1,39 0,76 0,29 0,23
[{uknorekc-2-eH-1-oH - 15,27 - - —
[{ukorekc-2-eH-1-o1 — 1,15 — — —
mpanc-1,2-11T' ] 9,87 1,49 0,63 0,72 0,24

Takum o00pa3oM, B XOJ€ UCCIEAOBAaHUN, NPEACTABICHHBIX Ha aHaJIU3
o6pa3zoB npod CPIIK 6su10 06Hapy)eHo BemecTBo OLI'. B HekoTOphIX 00pa3mmax
JTAHHOE BEIIECTBO COJICPKUTCS B JIOBOJIBHO OOJIBINMX KOJIMYECTBAaX, a UMCHHO B
poOe ky0oBoit xuakocTH KonoHHbI K-357 o ynapuanuto COIIK mexa Ne35 [TAO
«KyitoprmeBA3or», O’ mpencraBnsieT co60i MHTEPEC KaK ChIPhE TSl TIOTyICHHSI
mpanc-1,2-11I'J1. anee mpencraBiieHbl pe3yJbTaThl SKCIEPUMEHTOB THAPOIIN3A
OLI" B cmecu COIIK
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2.2 T'uapoan3 CPOIIK, nosnyyenue mpanc-1,2-iuKI0reKCAHIHO0JIa

Tpanc-1,2-UMKIOTeKCAHIUON  SIBJSIETCS ~ BAXKHBIM  MPOMEKYTOYHBIM
MPOIYKTOM TIPU CHHTE3€ PA3IMYHBIX OPTaHMYECKHX COCIWHEHWW W HaXOIUT
HIMPOKOE MPUMEHEHUE B XMUMHUYECKON MNPOMBINLIEHHOCTH. OOIIUpHBIE HAYYHBIC
uccieoBaHus ObUIM HaIpaBieHbl Ha H3yueHHue mnoTeHnumana mpaunc-1,2-1TJ B
Oonoxumuu, (papMaKoIOTHH U MEIUITMHCKOW XuMuH. B onoxumun mpanc-1,2-11']]
BBICTYIIa€T B  KayecTBe  cyOcTpara  Jisi  TakuxX  (epMeHToB,  Kak
IKOTOJIBICTUAPOTEHA3a M albJeruaneruaporenasa. Ero dapmakonorndeckuit
MOTCHITHA U3y4ajICs B CBSI3U C €T0 MPOTHUBOOITYXOJEBEIMHU, HEHPOIIPOTEKTOPHBIMU
U TEeMaTonpoTeKTOPHBIMU cBoiicTBaMu. Kpome Toro, mpanc-1,2-11I'J1 cayxut
IIEHHBIM CTPOUTEIBHBIM OJIOKOM B MEIUITMHCKOW XUMUU JJISI CHHTE3a Pa3TUIHBIX
dbapmaneBTUYECKUX IMpenaparoB, B TOM YHCIE€ MNPOTUBOBOCHAIUTEIBHBIX H
MPOTUBOTPUOKOBBIX CPEACTB. B dbapmakonoruu mpanc-1,2-11I']]
MIPOJIEMOHCTPUPOBAT HMHTHOMPYIOIIEE ICHCTBHE HA POCT PAKOBBIX KIETOK M
HEHPONPOTEKTOPHbIE CBOWCTBA. B MEMUIIMHCKOW XHWMHUM OH UCIOJB3YyeTCs B
KaueCTBE YHUBEPCAIBHOTO CTPOUTEIBLHOrO OJioka sl (apMareBTUUYeCKOTO
CHUHTE3a, KaXIbl U3 KOTOPHIX MMEET CBOM OCOOBIM MEXaHU3M JeHCTBHUsA. Takke
mpanc-1,2-11I'J HaXOauUT MMPOKOE NPUMEHEHHE B CHHTE3€ CTaOMIM3aTOPOB
CUHTETHYECKUX KaydyKOB, AYIIUCTHIX BEIIECTB, B KEITATHHHU3AIIUNA OPTaHUICCKUX
KUJIKOCTEH.

«B xope nccienoBanuii Obia pazpaboTaHa METOAMKA MOy9eHUsS mparc-1,2-
LI ruaponuzom OLI Haxopsmerocsa B coctae COIIK no 56 % macc cormacno
JAHHBIM aHAIN30B MPOoO0, MPEJCTaBICHHBIX Ha MCCIEJOBaHUE UX cocTaBa. Kak
WU3BECTHO, THIPOJU3 DIOKCHUIOB KAaTATM3UPYETCSd KakK KHCIOTaMH, TakK |
ocHOBaHUAMMNY [55]. Mi3HauaabHO B X0/1€ SKCIIEPUMEHTA 110 MMOJTydeHHUI0 mparnc-1,2-
LIl nos xaranu3a peakiuu ObLUT MCIOIb30BaH 5%-H BOJHBIM PAacTBOP COJITHOM
kucioThl B cooTHomeHuu ¢ COIIK 1:1 (mepememmBanue Ha BoAsHOM Oane). B xoe
IKCIIEPUMEHTA OBIJIO yCTaHOBIIEHO, uTO KoHBepcus OLII 6mmska k 100% yxe gepe3

20 MUHYT nocje Havasa peakiuu. Beixon mpanc-1,2-1I'J1 Ha nmpopearnpoBaBinii
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OLI paBen 31 %. Takoit HU3KHI1 BBIXOJ] LIEIEBOTO MPOAYKTa O0YCIOBJIEH TEM, UTO
THAPOIIU3 COMPOBOXKIAETCS IMOOOYHBIM IPOILIECCOM, a HUMEHHO 00pa30BaHHEM
MpaHc-NEHTOKCUIIMKIIOTeKCaHoa-2  (BEIIeCTBO  ObUIO  MACHTU(PHUIIUPOBAHO,
BBIJICJICHO U ONHCaHO). [Ipoucxoaut 310 M3-3a MapajuIebHOTO B3aWMOIECHCTBUSA
amuioBoro criiupta ¢ OLI" KOTOpbIN TakKe COACPKUTCS B CIIUPTOBOM (PpaKIIuu.
Ha pucynke 48 npencrasnens! mytu npespaiienus O B cmecu COIIK,

KaTaJU3uPyEeMbI€ KUCITOTOM:

H,0 OH

“OH

o 31 %
HCI, 100 °C, 20 mun
‘\\‘\\OH
B cocraBe COIIK n-C;H,,OH -
/\/\/
O

69 %

Pucynok 48 — ITytu npesparenus OLI" B cocrape COIIK B mpucyrcTBUn
KHUCJIOTBI

B nanpneitmem Ob110 onpeaeneno, uto ruapom3 O MoxkeT mpoTekaTs U B
OTCYTCTBHM KHCJIOTBI, BPEMsI PEaKIMH yBEIWYUBAETCs, a Bbixod mpanc-1,2-11T"J
CTAaHOBUTCSl 3HAYUTENIBHO OOJbIIe (IIPU TEX K€ YCIOBHUIX YTO M YKA3aHHO BBILIE
BBIXO/I peakiuu gocturai 72 %). YHToObl MOJTHOCTbIO MUHUMU3UPOBATH TEHICHIIMIO
o0pa3oBaHusl MpPaHC-IEHTOKCUIMKIIOKECAHOMAa-2 M YBEJIMYUTh CEJIEKTUBHOCTh
peaxkuuu, THAPOIU3 IPOBOAMUIICS B MHOIOKPATHOM M30BITKE BOJIbI H30BITKE BOJBI C
nepuoanyeckum j1o3upoBanueM cbipbsi (COIIK) ¢ moMonipio nepucTaibTUHYECKOro
Hacoca B 30HY peakuuu. Takum 00pazomM, MUHUMH3UPYETCS IPOTEKaHUE TOOOYHOTO
npoiecca 0o0pa3oBaHUSI MPAHC-TIEHTOKCULIMKIIOKECAHOMA-2, BBIXOJ pEakluud B
nepecuere Ha npopearuposasiuit OLI" yBenuuuaercs 1o 85-90 % ¢ yucrtoToit

npoaykTa cBbiie 99% (pucyHok 49).
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H,0 “OH
0 (MHOTOKpaTHBIN U30BITOK) 85-90 %
100 °C, 2 u.
~OH
B cocrae CPIIK n-C;H,,OH |
/\/\/
0)

Pucynok 49 — I'mnponm3 OLII" B 0OTCYTCTBHHM KUCIIOTHI

Y npan”oro cmocoba momydeHusi Tparc-1,2-III'JI ectb MHOXECTBO
MIPEUMYLIECTB IO CPABHEHUIO C TPAAULUMOHHBIMUA METOJAMH ITOIYYEHHS JAHHOIO
COCIMHEHUS, & UMEHHO:

- HE WCIIOJb30BaHNE TOKCHYHBIX KaTAJIN3aTOPOB, PAaCTBOPUTENIEU H
peareHToB Kak B TPAIUIIMOHHBIX METOIaX moixydenus mpanc-1,2-1T'/;

- HET CJOXHOCTeH C yTWinM3auued mNOoOOYHBIX TPOAYKTOB MU
BCIIOMOTATEJIbHBIX BEIIECTB, TAK KAK IPU CUHTE3€ UCHOJIb3yeTCs TOJIbKOo COIIK n
BOJA,;

- JELIEBU3HA U TOCTYITHOCTb UCXOJHBIX PEAreHTOB;

- 0oJiee BBICOKAsi CEJIEKTUBHOCTh M BBIXOJbl PEAKLHUU 1O CPABHEHUIO C
CYILIECTBYIOILMMHU METOAAMU,;

- WCKJIIOYEHHUE CTaJAUMU IOJIYYEHHS] MPOMEKYTOUHBIX IMPOAYKTOB T.K.
CBhIpbE MIPEACTABIISIET COOOM YK€ rOTOBBIN CyOCTparT.

- He Hyk)HO BbiaensaTs OLUT, ruaponu3s npoBoautcs B cmecu COIIK.

Takum o6pazoMm, ruaponau3 OIII' B cocraBe COIIK MoOkeT CIyXUTh
KBATM(HUITUPOBAHHBIM CTIOCOOOM TIEpPEpadOTKH OJHOTO W3 KPYMHOTOHHAXHBIX
OTXOZOB TMPOM3BOJACTBA Karposakrama. Kpome TOro, B mpouecce BBIAECICHUS
mpanc-1,2-11I'J] n3 peakiimoHHONW CMECH OCTaBIIMECS KOMIIOHEHTHI MPEICTABIISIIOT
co00ii cMech CIIUPTOB, TPUUEM C MPEUMYIIECTBEHHBIM COJIEPKaHUEM H-aMUJIOBOTO
CIIMPTa, KOTOPBIN BBIAEISAETCA B BUAE a3€0Tpona ¢ BoAaou. OcTaBuIascs cnupToBas
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dpaxkuus, odorareHHas H-aMIJIOBBIM CIUPTOM 110 82 %, MOKET ObITh BO3BpaIlieHa
B MMPOU3BOJICTBO JAPYTUX MOJIE3HBIX BEIIECTB.

Hcxons u3 npeacTaBieHHOro, pe3ybTaT OT UCIOJIb30BAHUS MPEIIOKEHHOTO
METO/1a 3aKJIF0YAETCS B NOJYYEHUH YUCTOTO COEAMHEHHS U3 OTXOJ0B MPOU3BOCTBA
IUKJIOT€KCAaHOHA U OYMCTKH criupToBoi hpakumu oT OLII" mpeBpaienueM ee Oosee
UEHHBIN npoaykT mparnc-1,2-11T' /1.

Ha pucynke 50 npencrasnen mpanc-1,2-11T'J1, momydeHHbII TiepepabOTKOMA

oanoro nutpa COIIK.

Pucynox 50 — IMonyuennsiit Tpanc-1,2-11T'J1 ¢ ogroro nmutpa COIIK
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2.3 IlosryyeHune MUKJINYECKHUX alleTaIeil mpanc-1,2-nnKiaorekcanaunosa

[{uknudeckre amerald W WX MPOU3BOJHBIC IIMPOKO HWCIIONB3YIOTCS B
OPTraHMYECKOM CHHTE3€ ¢ HaxomAT MPUMEHEHHE B KadeCTBE KOMITOHEHTA
AHTHOKCHUJAHTOB, MHTUOMUTOPOB KOPPO3WH, OMOAreHTOB W JAp. Takke areranu
UCTIONB3YIOTCSl B MIPOU3BOJICTBE JOOABOK K CMAa30YHBIM MaTepHaliaM, PHUCATOK K
TOTUTMBAM, CITy)KaT JUIsi MOAU(UKAIIUIN CBOMCTB JIAKOKPACOYHBIX MAaTEpUATIOB, B
MIPOM3BOJICTBE OMOJIOTUYECKH aKTUBHBIX MPENapaToB — FepOUITIIOB U MIECTUITUIOB,
CHHTE3€ JICKaPCTB, PACTBOPUTENICH IIEIUTION03BI U oTaymiek [68-70].

YHuKaIbHBIE (PU3UKO-XUMHUIECKUE XapaKTEPUCTHKH ITUKINYECKUX areTaneit
OTKPBUIM JJII HUX IIUPOKYID JOPOTY B PAa3jIMYHbIE MPOMBIIUICHHBIE CQEPHI.
OcobGoro  BHMMaHHS  3aCIyXKHUBAalOT WX  TOBEPXHOCTHO-aKTHUBHBIE U
neHooOpa3ylolme KadecTBa, KOTOpbIE CHENaly  aleTald  He3aMEHUMBIMU
KOMITIOHEHTAMHU TPU CO3JIaHUHM TPOMBIIUICHHBIX JUCHEPCUA M B TEXHOJIOTUU
o0paboTkn HepTH. B  YacTHOCTM, OHM YCIEIIHO MNPUMEHSIOTCA  Kak
CTaOWJIM3UPYIOIIME  areHThl Il  AOMYJbCUM M Kak  JIEIMYJIbraTophl,
CIIOCOOCTBYIOIIHE pa3pyHICHUIO YCTONYHUBBIX He(DTSIHBIX dMYIbcuit. [71-73].

B cdepe mpousBosicTBa MONMMEPHBIX MaTEpPUANIOB ITUKIWYECKHUE alleTaju
3aHSUIA CBOIO 0COOYI0 HUIY KakK d(PPEeKTUBHBIC MIIACTU(DUKATOPHI U PACTBOPUTEIH,
YTO 00YCJIOBJICHO UX CITOCOOHOCTBIO YIIYUIIIaTh TEXHOJOTHUECKHUE XapaKTePUCTUKU
HOJMMEPHBIX KOMIO3uIui [74-77].

Hcxons m3 BbIIE MPEACTABICHHOTO 0030pa O MPUMEHEHUH IMHKIMYCCKUX
areTanei, WCIOJb30BaHWE [JIs CcuHTe3a 1,3-muokconaHoB Ttpanc-1,2-111°/1,
MOJIYYEHHOTO U3 OTXOJI0B MTPOU3BOJICTBA KAMpOJIaKTaMa SBIISICTCS] IEPCTIEKTUBHBIM
Y aKTyaJIbHBIM HAIPaBJICHUEM.

[Tocne runposmza COIIK u nonyuenus mpawnc-1,2-111"J] Ob11 OTy4eHBI €70
COOTBETCTBYIOIIME  LMKIMYECKHE  alleTalid  B3auMmojehcteuemM ¢ 1,1-

JUATOKCUMETAHOM M mapadopMoM Mo cxemaM U300paKeHHBIM Ha pUCyHKe 51
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Pucynok 51 — Cxema monydeHust IUKIMYECKUX atetane mpawnc-1,2-11T']]

B mepBom cmydae Ttpanc-1,2-1II'J1 B3ammonmelicTByeT ¢ mapadopMoM C
oOpa3oBaHHEM COOTBETCTBYIOIIEH (opmanu, BO BTopoMm ciaydae ¢ 1,1-
JTMATOKCUMETaHOM. B 00oux ciiydasix B Ka4eCTBE KaTajJM3aTopa HUCMHOJb30Bajaach
napaTonyoJjcyib(oHOBas KuCIOTa. Tak-Kak peakuud paBHOBECHbIE U A
CMEIIEHUSI PaBHOBECHS B CTOPOHY 00pa3oBaHus MPOYKTOB PEAKIIUUA MPOBOJIUAIIHU B
pacTtBope OeH30j7a C ucnojb3oBaHWeM Hacaaku Jluna-Crtapka s yJaajaeHus
pEaKIMOHHOM BOJBI B BUJE a3eoTpora OeH30/1-Boja B ciiydae ¢ mapadopmom. B
ciydyae ¢ 1,1-mUdTOKCMMETaHOM Uil YAQJICHUSl ATaHOJa U3 PEaKIMOHHOM cMmecHu
PEaKUHIO MPOBOJIWIINA C MapajuieIbHOM OTITOHKOW 3TaHosa. B pesyinbrare peakuuii
00pa3yroTCs COOTBETCTBYIOIIME IUMKIMYEeCKUe anetranmu mpawnc-1,2-1IIIJ ¢

BeIxomamMu 68 % u 74 % COOTBETCTBEHHO.

2.4 OuneHka CcOBMECTHMOCTH TMOJIYYeHHbIX amerajeil TpaHc-1,2-

HMUKJOT¢KCaH/INO0JIa ¢ TIOJUBUHUWIXJIOPUIOM

Kak yka3pIBaJIOCh BbIIIE HUKINYECKUE aAllETAIA TPUMEHSFOTCA KaK B KAUYECTBE
pacTBOpUTENIEH, TaK U B KAYECTBE TIACTUDUIIUPYIOMINX TOOABOK K MOJIUMEPHBIM

MatepuanaMm. Onupascb Ha 3T0, OblIa MPOBEAEHA KOJWYECTBEHHAs OIIEHKA
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COBMECTHMOCTH MOJY4YeHHbIX areraneil mparnc-1,2-1{I']] ¢ moNMMBUHUIXIOPUAOM,
YTOOBI MPUBECTH HAYYHO OOOCHOBAHHBIA BBIBOJA O MX NMPUMEHEHHWU B KAa4E€CTBE
MOIU(DULIKPYIOIIUX 100aBOK K MTOJIMMEPHBIM MaTepuaiaM, B JaHHOM ciy4ae Obuia
IIPOBEJEHA COBMECTUMOCTBD ITOJTYYEHHBIX JUOKCOIaHOB ¢ [IBX.

OnHOM W3 KIIOYEBBIX INPOOJIEM, CBSA3aHHBIX C  HCIOJIb30BaHUEM
IIaCTU(UKATOPOB U PACTBOPUTENEH NOJUMBUHWIXJIOPUAA Kak B IpoLecce
IIPOU3BOJICTBA, TAK WM IPU IKCIUTyaTallUH, SBJIAETCS MX OTHOCUTEIBHO BBICOKAs
JETy4eCTh U IUI0Xas PacTBOPUMOCTh B MOJUMEpe. DTH (PAKTOPBI CIIOCOOCTBYIOT
MHUTPALMNA BEMIECTB HA MMOBEPXHOCTh M3JEIIMM, UTO CHMKAET UX JOJTOBEYHOCTh U
SKCIUTyaTallMOHHbIC XapakTepuctuku [81]. B  oTiauume oOT TpaauIMOHHBIX
CII0)KHOA(UPHBIX IJIACTU(PUKATOPOB, TAKUX Kak 3¢upbl (TaneBoil KHUCIOTHI,
OTJINYAIOIINXCS TOBBIIMIEHHOM TOKCUYHOCTBIO, COBPEMEHHBIE aIbTEPHATUBBI
TpeOyIOT THIATENbHOM oneHKU coBMecTUMOCTH ¢ [IBX, uTo 0cOOEHHO BaxHO AJis
o0ecrniedyeHuns: 6€30MaCHOCTH U CTaOUIIBHOCTU MaTepuaa.

«CoBMecTuMoCcTh  Moauduuupyromux aobdasok k I[IBX, cormacHo
JUTEPaTypHBIM JaHHBIM, BO3MOXXHO IIPOBECTH C HCIOJB30BAHUEM I1apAMETPOB
pactBopumMoctu (8.) M3 MHOKecTBa TeOpuil pacTBOPUMOCTH Ha JAHHBI MOMEHT
caMOil JOCTOBEPHOM M HAy4yHO OOOCHOBAaHHOM SIBIIAETCS TEOpHUsS IMapaMeTpOB
pactBopuMoctu XanceHa» [78]. (Hansen Solubility Parameters) ona sxe HSP-
TEOpHs,, Kak Ccrnocod TMPOTHO3UPOBAHUSA TOTO, OyIeT JHM OJUH MaTepuall
pacTBOpATBCA B JpyroM U 00pa3zoBbiBaTh pacTBop. OHAa OCHOBaHa Ha WHJEe,
YTO MOJ00HOE PACTBOPSETCA B MOJAOOHOM, TJI€ OJHA MOJIEKYJIa ONPEIEISIETCS KaK
«mmofgoOHas» JPYrou, €ciu OHa CBA3BIBAeTCS ¢ COOOM aHAJIOTMYHBIM 0Opazom. B
YaCTHOCTH, KKJIOM MOJIEKYJIE IPUCBAUBAIOTCS TPHU IIapaMeTpa XaHCeHa:

— SHEPrus OT JUCIEPCUOHHBIX CHII (Og);
— DHEPrus OT JUIOJBHBIX CHII (Op);
— DHEPrus BOJAOPOIHBIX CBS3EH MEXIy MOJIEKyIamMu (Jp).

«JTH TpU TmapamMerpa MOYKHO pacCcMaTpUBaTh KaK KOOPAWUHATHI TOYKU B
TPEXMEPHOM IIPOCTPAHCTBE, TAK)KE M3BECTHOM KakK IPOCTPAHCTBO XaHCeHa. Yem

OmKe ABC MOJICKYJIbI B OTOM TpéXMCpHOM IMPOCTPAHCTBE, TEM BbIIIC BEPOATHOCTDL
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WX PACTBOPEHHUS IPYT B Jipyre. UTOOBI ONpeAenTh, HAXOIATCS JIH TapaMeTPhl ABYX
MOJICKYJT PAcTBOPHUTENI M TOJIMMEpa B TpenesiaX JOMyCTUMOTO Juara3oHa,
BEIICCTBY, KOTOPOE pacTBOPSCTCS, TPHUCBAWBACTCS 3HAYCHHE, HA3bIBAEMOE
pamuycom B3aumojericteus (R). DTo 3HadeHue ompenenser paauyc chepsl B
IPOCTPAHCTBE XaHCeHa, a €€ IEHTPOM SBISIOTCA TpHU Tapamerpa XaHCEHa
BeIlleCTBa KOTOpoe Oyaet pacTBopsTcs» [78].

«Mcnonp3ys TaHHYI0O METOAMKY pacdeTa, ObUT OMpeeieH MOJISIPHBIN 00beM
(V, M3/MoOIIBb) ¥ cOCTaBISIOIME TAPAMETPa PACTBOPUMOCTH HOIYYECHHBIX aleTaseil

1o hopmynam, peaCTaBICHHBIM HIKe» [78]:

SAV =3nj - AV, (1)
8, =(TNiAVE2 I TAV ) )
Sh =(TNiAVE2 I TAV ) 3)
8¢ =(TNiAVSs? / TAV)?, (4)

e Nj — KOJIMYECTBO i-il (PYHKIMOHAIBHOM TPYIIIEL B MOJIEKYIIE.

3uauenus AV 5,2, AV 8%, AV 8p® u AV 1 COOTBETCTBYFOLIMX TPYIIII AaTOMOB
MPUBECHBI B TAOIUIIE /.

B rtabmuue 2 NpeACTaBIEHBI MONYYEHHBIE PACYETHBIM METOIOM JAHHBIE

PacTBOPUMOCTH NOJYUYEHHBIX COCAUHECHUM.

Tabmuuma — 7/ 3HayeHWE  COCTAaBISIOIIMX  [MapaMeTpa  pacTBOPUMOCTH
(YHKIIMOHAIBHBIX TPy 10 XaHCceHy [78]
OyHKIIMOHATbHAS AV-108, AV 8p2 108, AV 8r2 -10°, AV 8p? 108,
rpynmna M3/MOTTB M/Ix/Momb M/lx/Momnb MJIx/Momb
CHs- 32,4 0 0 4710,15
-CHz- 16,2 0 0 4940,42
-CH< -1,1 0 0 3433,18
-C< -19,1 0 0 1465,38
-O- 37 2092,39 1885,06 0
-O-(1uKm) 3,7 2511,07 18,06 0
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Tab6muia — 8 CocTasstonue mapaMmerpa pacCTBOPUMOCTH MOTYUEHHBIX alleTalIe 1Mo
XaHCeHy

Jp, Sh, op, AV-10°8,
(M JTx/M3) Y2 |(M Do/ M3 Y2 (M /M) Y2 m3/mons

0
Oi > 7,64 6,62 19,15 86,1
0
0
Oi N 70 6,06 18,41 102,5
0

«CormnacHo JIUTCPATYPHBIM JaHHBbIM COCTaBJIAIOIIIUC I[mapamecTpa

Coennaenns

PacTBOPUMOCTH 0 XaHCeHy JUlsl oauBHHMIXIOpUA [78]: 8¢ = 18,40 (M Ix/Mm3)2;
8p = 6,60 (MJIx/M3)Y2; 8 = 8,00 (M Ix/m3) Y2y [78].

«PacTBopsttomas ciocoonocts [IBX onuckiBaercst o6mactbio paguycom R =
3 (MIx/M3)Y2 [78], orpaHMueHHON pacTBOPUTENSMH JAHHOTO moiuMmepa. LleHTp
9TOM 00JIaCTH ABISETCS apaMeTpoM pactBopumoctu [IBX» [78].

«Tak »xe 0003HAUMM TIpeAesibl BEIUYUH JUIsI COCTABJISIONIUX IapameTpa
pPacTBOPUMOCTU BEIECTB, KoTopble OyayT coBmemarbcsi ¢ [IBX. Ilpenenst
COCTaBJISIIONIMX TapameTpa pactBopumoctu 1o Xanceny st [IBX: 64 = 15,39-
21,35 M Tx/M3)Y2; 8, = 3,7 — 9,7 (MIx/M3)Y2; 8n = 4,9 — 10,9 (MIx/M3) Y2y [78].

Jlist 6onee ynoOHOW OLIEHKM MOJIYYEHHBIX PEe3ylbTaToB, ObLIa MOCTpOEHA
IJIOCKOCTHasA MoJielib pactBopuMocTty [IBX, oTpakaromas cpaBHEHUE NIOJYYEHHBIX
BEJIMUMH TlapaMeTpa pPacTBOPUMOCTH BEIIECTB C COCTaBJISIIOIIMM TapaMeTpa
pactBopumoctu [IBX pucynok 52. «IlomydeHHBIE pacyeTHBIM METOJOM JaHHBIC
pPacTBOPUMOCTH COCIMHEHHM U TabIn4yHbIe NaHHbIe pacTtBopuMocTH [IBX nHanecnu
Ha IUIOCKOCTHYIO Mojieib pactBopuMoctu [IBX (pucynok 52). Ilo 3TuM naHHBIM
BUJIHO, YTO TOJIy4eHHBbIC 1,3-THOKCOJIAaHBI, XOPOIIO BIIUCHIBAIOTCS B 00J1aCTh

pactBopumoctu [IBX Tem caMbIM MOXKHO ClI€JIaTh BBIBOJI, YTO OHU OYAYT XOPOIIO

pactBopsrtcs B [IBX» [78].
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«Takum oOpa3oM MaHHBIA METOJ TIO3BOJISIET MPOBOJUTH HAYYHO
OOOCHOBaHHBIM  BBIOOp  MoauduuupyOmUX  A00aBOK K  MOJMMEpam,
IIPOTHO3UPOBAaTh HYKHYIO CTPYKTYpPY BEIIECTBA, OCYIIECTBIIATH HAIPABJICHHBIN
BBIOOP aHTHUMHIPAIMOHHBIX MoauduImpyomux nodaBok mis [I1BX martepuanos,
o0ecrnieunBasi UX MOJHOE PACTBOPEHUE B MOJUMEPE, YTO OOECHEUYUT MX BBICOKUE

NOTPEOUTEITHLCKUE CBOMCTBA U JIOJITOBEYHOCTH B MPOIIECCE IKCILTyaTaruuy [78].
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Pucynox 52 — Ilnockocthas mozens pactBopumoctu [I1BX 1 momyueHHbIX
auerajien
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3 DKkcnepuMeHTAJIbHASA YaCTh

3.1 PeakTUBBI 1 BCIIOMOTaTeJILHBIE BEIIIECTBA

]_IJ'ISI IMPOBCACHUA SKCIICPUMCHTOB B XOC HCCICAOBAHNA OBLIN MCITOJIb30BaHbI

XUMHNYCCKHUC PCAKTUBBI 1 BCIIOMOI'aTCIIbHBIC BCIICCTBA.

OCHOBHBIE peareHThI:

2022;

napadopmanbaerus corjgacio TY 6-09-3208-78;

1,1-musroxkcumeran CAS 105-57-7;

COIIK mpoussoactBa «OXK IlexknnoA3ot», ron otdopa — 2013;
COIIK npoussojactea «ITAO KyitosimeBA301», rona otdbopa — 2015,

TACTUILIAT KOJIOHHBI K-369A otronku C®IIK BTopoii crynenun «I1TAO

KytiosimeBA3om» nexa Ne 22, rog ordopa — 2023;

KyOoBast kuakocTb kosoHHbl K-357 o6e3BoxkuBanus COIIK «ITAO

KytiosimeBA3or» nexa Ne 35, rog or6opa — 2023.

B xauecTBe KaTanmn3aTOpOB NPUMEHSIINCH!

cepHas kucnora o 'OCT 4204-77;
cosstHas kucnota o 'OCT 3118-77;

napaToyoJcyibhoHoBas kuciora coriaacHo TY 6-09-3668-77.

B xaudecTBe pacTBOpUTEINEH I CUHTE30B, SKCTPAKIUI, IEPUKPUCTATUZALUN

IIPOAYKTOB IPUMCHSIINCH.

oensox o 'OCT 9572-93;

nerkuit netposeitnsiii 3pup TY 2631-074-44493179-01,
stunanetat mo 'OCT 8981-78;

tosryon o I'OCT 4698-79;

criupt dtusoBsiil ['OCT 5816-2013;

aup metmin-tper-0yTriiosiid mo 'OCT P 58282-2018.

st ynaneHust BIard u3 0oOpas3IoB WM PEAKTUBOB IEpEJ MPOBEIACHUEM

aHalin3a UK SKCIICPUMCHTA UCIIOJIb30BAJINCh O6H_IGI/13BGCTHBIG OCYLIUTEIIN.
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— 6e3BoaubIi cynbdart Hatpus no 'OCT 21458-75;

— 0e3BosiHbIN KapOoHat kanus o I'OCT 10690-7.

J1J1st OTMBIBKH ITPOO OT OCTATKOB KUCJIOTHBIX KaTaJIU3aTOPOB UCTIOIB30BAJICS

— ruapokap6onat Hatpus o ['OCT 2156-76.

Bce xumuyeckue peakTUBBI, 3a/IeMCTBOBaHHBIE B MCCIEIOBAHUU, HUMEIH
CTENEHb OYUCTKM HE HHUXE «X.4.» M XpaHWINCh B YCJIOBHUSX, CTPOro
COOTBETCTBYIOIIMX pEKOMEHAalusM mnpousBoautenei. Kucmorsr u  ménoun
COJIEp>KAJIUCh B TJIOTHO 3aKPBITHIX KOHTEHHEpPax, U3TOTOBICHHBIX U3 MATEPUAJIOB,
YCTOHYMBBIX K KOppo3uu. OpraHudecKkre pacTBOPUTENIHU XPAHUIUCh B TEMHOM
MeCTe TpU KOMHATHOW Temmeparype. BemecTBa, 4yBCTBUTENbHBIE K BJare,
XpaHWINCh B TEpPMETUYHOM Tape ¢ J00aBJICHUEM OCYIIUTENS, YTOOBI
MUHUMU3UPOBATh KOHTAKT ¢ aTMOC(EPHOM BIIaroi.

[lepen wucnonb3oBaHUEM KaXKAblH pEAKTUB MOJABEPrajcs TUIATEIbHOMY
BU3YaJIbHOMY OCMOTpPY Ha IpEeIMET HaJIuuus NpUMecei, ocajika WM U3MEHEHUs
I[BE€Ta, KOTOPBIE MOTJIHM OBl CBUACTEIHCTBOBATh O HAPYUICHUH YCIOBUW XPaHEHUS
WIM Haydaje XUMHUYECKMX peakuuid. B ciaydae oOHapyeHUS OTKIOHEHUH
IPOBOAMIIACH JOTIOJIHUTEIbHASI OUYMCTKA PEAKTUBOB, YTOOBI 0OECIIEYNTHh BHICOKOE

KadyCCTBO U HaI[é)KHOCTI) OKCIICPUMCHTAJIbHBIX JTAHHBIX.

3.2 MeToa XpoMaTo-Macc-ClIEKTPOMETPUYECKOr0 aHAIH3A

AHammn3 komMnoHeHTOB COIIK u peakIMOHHBIX CMeCEe MpPOBOAWIH C
HCIIOJIB30BaHUEM XPOMATO-MAaCC-CIEKTPOMETPUUYECKOro Komruiekca «Shimadzu
GCMS-QP2010  Ultray, BKJTIOYAIOILIETO razoBplii  xpomarorpad Cc
MpPOrpaMMHUPYEMBIM YIIPABICHUEM MapaMeTpaMu ra30BOro MOTOKA W BCTPOCHHBIN
MacCC-CIIEKTPOMETPUUECKUIN JETEKTOP.

Xpomatorpadudeckoe paszesieHue AHAITU3UPYEMBIX COEMHEHUN
BBITIOTHSIIM Ha KamwuisipHoi kojionke OPTIMA 5 MS npousBoactsa Macherey-
Nagel co cnenyronmmu xapakTepucTUKaMu:

— niavHa - 30 METpOB;
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— BHYTpEHHMI 1uameTp - 250 MKM;

- TOJIIIMHA CTAallMOHAapHOU (ha3bl - 0.25 MKM;

— HernoaBmwkHas ¢aza - 100% nomuaumeruincuiiokcad (ITIIMC).

YcnoBus xpomaTorpaduyecKkoro pasieieHus:

TemriepaTypHbIU PEXKUM:

— HavasbHas Temneparypa: 60°C (BblaepKKa 2 MUH);

— rpagueHT HarpeBa: 10°C/muH;

— KoHeuHas Temnepatypa: 280°C (Beiaepxka 70 MUH)

— temmneparypa: 260°C;

— temrneparypa ucnapurens: 260°C.

[TapameTpbl ra3a HOCUTEIIA:

— ra3-HOCHTEIIb: TeIUil BBICOKON YUCTOTHI (99.995%);

— CKOPOCTb MOTOKA: 1 MJI/MUH (ITOCTOSIHHBIN TIOTOK);

— ko3 dunmreHT pacmerieHus motoka: 1:10;

— JIaBJICHHME Ha BXOJI€ B KONOHKY: 57.4 xIla.

[IpoGonoaroToBka BKIIOUajia pa3daBieHUE OOpas3loB alleTOHOM B
cootHomiennn 1:10.  BBenenwe mnpoObl B Xpomartorpad  BBIIOJHSIOCH
aBTOMATHUYECKH C O0BEMOM MHXKEKITUU | MKII.

Nnentudukaiumio oCymecTBIsIN C MOMOIIBI0 MacC-CIIEKTPOMETPUUECKOTO
JIETEKTOpa KBaAPYIOJIBHOTO THUIA, OCHAIIIEHHOTO TEPMOIMUCCUOHHBIM KaTOJAOM M3
penus. HMoHu3auusi aHaIU3UPYEMbIX COCIMHEHUN BBINOJHAJIACH METOJIOM
AJEKTPOHHOTO yaapa ¢ sueprueit 70 3B.

Pexxum paboThl Macc-CIIeKTpoOMETpa:

- TeMIepaTypa UCTOYHUKA 3IEKTpOoHOB 280°C;

— TeMmrepaTypHbIi pexxum uatepdeiica ' X/MC - 280°C;

- aHaJu3 MPOBOAWIN B PEKUME PETUCTPALIMU MTOJTHOTO MOHHOTO TOKA C
nuanazoHoMm macc oT 30 10 300 aTOMHBIX €AUHUIL PU CKOPOCTH CKaHUPOBaHUS |
CKaHUPOBAHUE B CEKYH]LY;

- yIpaBJi€HUE CUCTEMOM XpOMaTO-Macc-CIEKTPOMETPUH

ocyuiecTBiIsuoch ¢ ucnoibzoBanueM OC Windows 7, co crienuanu3upoBaHHBIM
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OpOrpaMMHBIM  OOECIieYeHHueM Ui KOHTPOJISi IapamMeTpoB  XpoMaTo-Macc-
CIIEKTPOMETPA;

- UACHTU(UKALMIO COCIUHEHUM BBINOJHAIN IIyTEM COMNOCTaBICHMUS
AKCIIEPUMEHTAIBHBIX MAaCC-CIEKTPOB ¢ AaHHbIMU Oubnuoreku NIST, mpu sToMm
JIOCTOBEPHBIM CUHTAJIIOCh COOTBETCTBHE, IIPU KOTOPOM 3HAUEHUS KO3PPHUIIMEHTOB

CXOJICTBA MIPH MPSAMOM U 00paTHOM Tnoucke npesbimain 800 equHul.

3.3 Metoanku XxpoMaTorpagpuueckoro aHajan3a

Jlns  mpoBeneHMsT KOJMYECTBEHHOTO aHalin3a CJOXKHBIX CMecedl U
pPEaKIMOHHBIX CHCTeM Oblla pa3paboTaHa METOJMKA, OCHOBAaHHAs Ha
UCIIOJB30BaHUM Ta30BOM  xpomatorpaduu. HccinenoBaHusi TPOBOAWINCH Ha
xpomatorpadax "Kpucramnokc-4000M", 000pyIOBaHHBIX IJIAMEHHO-
MOHU3ALMOHHBIM JIETEKTOPOM U JIETEKTOPOM TETIONPOBOAHOCTH.

KonnuectBennoe omnpenenenue xommoHeHToB (20-30 BemecTtB B 1pobe)
OCYIIECTBJISUTM METOJIOM BHYTPEHHEW HOpMalM3allid IO IUIOMASM IHUKOB, YTO
O0OYCJIOBJIEHO BBICOKOM CIIOKHOCTBIO aHAJIM3UPYEMBIX CMECEW M MPaKTHUUYEeCKOU
HEBO3MOKHOCTBIO TPUMEHEHUS aJIbTEPHATUBHBIX METOJIOB pacuera.

Hcnons3zyemoe 000pyn0BaHUE U MATEPUAIBI:

— ra3oBblil XpoMaTorpad ¢ KaTapoMeTpoM,;

— ra3oBblil XpoMaTorpad ¢ MmIaMeHHO-UOHU3AIMOHHBIM JIETEKTOPOM;

— HETMOABWXKHBIC (Da3bl: TOJUIUMETUIICHIIOKCAH, TOTUATHIICHTIHKOIIb-
6000 (IT2I'-6000), MmoauduIpOBaHHBINA TOIUITHICHTITHKOIB (Carbowax-20M);

— ra3pi-HocuTenu: renuit Texanueckuit (TY 51-940-80) - qs [TU]], a3or
texanueckuid (TOCT 9293-74) - nyis karapoMeTpa;

— BcrioMoraTesibHbIe ra3bl a1 nutanus [T Bogopoa mapku A (I'OCT
2141-91), cxarsrit Bo3ayx (TOCT 35664-91);

- xpoMarorpaduueckure KoJIOHKU: KanuuiapHblie kBapiesbie (50 m x 0,2
MM, TOJIIIIMHA TUIEHKU copOeHTa 0,4 MKM) HacaJ0OUHbIE CTAJIbHBIE KOJTOHKH (3 M X 3

MM);
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- JOMIOTHUTENbHOE 000pynoBanue: Mukpormpuibkl Shimadzu AOC-14,
Hamilton, mabopaTopHbie BeChbl aHATUTHICCKHE.

ABTOMaTH3aIMS MPOIECCa U3MEPEHUI JOCTUralach 3a CUET UCTIOIb30BAHUS
nporpamMmmHoro komriekca «NetChrom V2.0», koTopslil obecrieunBat:

— yIpaBJICHUE CUCTEMOMN B peaIbHOM BPEMEHU;

— TOYHYIO HaCTPOUNKY pabounux mapameTpoB;

— cOop 1 MaTeMaTHUECKYI0 00pabOTKy XpoMaTorpapuuecKux JaHHBIX.

B paMkax mNoAroTOBKM K aHald3aM OCYHIECTBISUIM TEMIIEPATYPHYIO
crabunmzanuio kojoHok (250°C, 2-3 4), mpomorpkas Mporecc J0 MOMEHTa
BBIPABHUBAHUSI HYJIEBOTO OTKJIMKA JIETEKTOPA.

B cootBercTBuu ¢ Texuuueckumu ycioBusmu [TAO "KyitobimeBA30T" miis
uccinenoBannss COIIK npumeHssn caeayronyr0 METOAUKY M PEKUM aHaau3a Ha
xpomarorpade:

— TAI KOJOHKW: HacamouHas, 3anosnHeHHas 20% Carbowax-20M Ha
WHEPTHOM HOCHUTEJIE;

- HEMOoIBMXHas (aza

- JIETEKTOP: KaTapoMeTp;

- temriepatypa KoJgoHku: 120°C (M30TepMUUYECKHI PEXKUM);

- Temriepatypa aerekropa: 160°C;

- ucnapurensb: 160°C;

- ra3-HOCHUTEJIb: I'€JIUM BEICOKON YMCTOTHI;

~ pacxoj raza-nocutensi: 40 mu/mMuH;

- nogayva Bo3ayxa: 40 Mi/MuH,

- pabouee JaBiICHUE B KOJIOHKE: 2.3 aTMm;

- 00beM BBOJIUMOM MTPOOBI: 1 MKII;

- obmiee Bpems aHanuza: 10 MuH.

«/ns ananuza mpo6 COIIK, naeHTrduKamm KOMIIOHEHTOB BXOSIINX B €€
COCTaB, a TaKXKe JIJIsl aHAJIN3a JIETKO U CPEIHE KHUIIAIIUX BEIIECTB HUCIOJb30BaIach
clenyronias METOJMKAa W PEXUM aHaln3a Ha XxpomaTorpade, odecreunBaroniuit

TIOJTHOE Pa3JIeNIeHUE CII0MKHBIX MHOTOKOMIIOHEHTHBIX cMecei» [3]:
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— TUN KOJIOHKHU: KamwJuIsIpHasi KBapleBas, 3aloOJHEHHAs MOJISIPHBIM
Carbowax 20M;

— JETEKTOP: MJIAMEHHO-UOHU3AIIMOHHBIH;

— HavabHAs Temreparypa kojoHku: 50°C;

— IpaJIueHT HarpeBa KoiaoHKU: +5°C/MuH,;

— KOHEUYHas TemMrieparypa KoinoHku: 240°C;

— TeMIiiepatypa aerekropa: 250°C;

— temneparypa ucnapurens: 250°C;

— ra3-HOCHUTEIIb: TeIUM BBICOKOM YHUCTOTHI,

— pacxon raza-nocutens: 10 mu/mMuH;

— pacxojisl BeroMorarenbHbix ra3zoB s [T Bozmyx - 600 mu/muH,
BOJI0po: 60 MII/MUH;

— pabouee JaBiIcHUE B KOJIOHKE: 2.3 aTwm,

— 00beM BBOIUMOM TTpoObI: 0.2 MK,

— oO1iiee Bpems ananuza: 40 MuH.

JIJist yCKOPEHHOTO OmnpeJiesIeHUs] TPYAHOJIETYUYUX KOMIIOHEHTOB (mparc-1,2-
L', mparnc-nIeHTOKCUITMKIIOTeKCaHOI-2, UKInYecKkue anetanu mparnc-1,2-11T 1)
pazpaboTaHa crenuaigbHas XpomaTtorpauueckas METOJIMKa, MO3BOJISIONIAs
CYILIECTBEHHO COKPAaTUTh BPEMSI MX aHalIW3a MO CPAaBHEHHIO C BBIINICYKa3aHHBIM
METOJIOM:

— tun  KojoHku: Kamumnspuas ¢ Henossipuod  dazorr  (100%
MOJTUIMUMETHUIICUIIOKCAH);

— JIETEKTOP: TJIaMEHHO-MOHU3AIIMOHHBIN;

— HayajbHas Temneparypa kosioHku: 100 °C (nu3otepma 2 MUH);

— rpaaueHT HarpeBa koyoHkH: +10 °C/MuH;

— KOHeuHas Temrepatypa kosuonku: 300 °C;

— temmneparypa aerekropa: 310 °C;

— temneparypa ucnapurens: 310 °C;

— ra3-HOCHUTEJIb: I'€JIUi BEICOKOM YHUCTOTHI;

— pacxoj raza-Hocutens: 10 my/mMuH;
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— pacxosl BerioMorarenbHbiX Ta3oB s [ Bozmyx - 600 mur/muH,
BOJI0po: 60 MII/MUH;

— pabouee 1aBjiIeHUE B KOJIOHKE: 2.3 aTwMm;

— 00BbeM BBOJMMOM NIPOOBL: 1 MKIT;

— oO1iee Bpems ananuza: 10 MuH.

Bce nokazanHbie BBIIIIE METOAUKH MO3BOJISIOT 3(P(HEKTHBHO aHAIM3UPOBATH
KaK CJIOXKHBIC MHOTOKOMIIOHEHTHBIE CMECH C BBICOKOWM TOYHOCTHIO |
BOCIIPOU3BOJIMMOCTBIO PE3yJIbTaTOB, M OOECIEUYMBAIOT IPH ITOM 3HAYUTEIIBHOE

COKpalmCHUEC BPCMCHU aHaJIN3a OJIS1 BBICOKOKHITAIINX COGI[HHCHHﬁ.

3.4 Meroanka ruapoaniza COIIK

Hus  rugponmza COIIK  Owpa  coOpana Js1abopaTtopHasi YCTaHOBKA,
MpE/ICTaBJICHHAs] HA PUCYHKE 53
B kpyrmomonHyo Tpexropiyi konlOy 3 oosemom 4000 mii, cHaGXEHHYIO
MEXaHUYEeCKON Memmaikoii 4, 00paTHBIM XOJIOUILHUKOM D U JJ03aTOPOM BBOJUTCS
2000 My BOABI W HArpeBAKOT €€ J0 KWUIEHHsS. 3aTeM, C [OMOIIBIO
MEePUCTATBTUYECKOTO Hacoca 2, pU MepeMENTUBaHUN MOJAETCS B KOJIOY B T€UEHUE
2 g 1000 mn COIIK, conepxamieir 54,5 macc.% (uiam ke B 3aBUCUMOCTH OT
ucxoaHoro ceipbsi) OLI' (494 r, unmu 5.04 Mosb), MOCIE YEro MPOAOKACTCS
KUIISTYEHUE MPU MEPEMENTUBAHUM O MOJIHOTO OTCYTCTBHUSI B PEAKIIMOHHOW CMECHU
OLTI'. 3aTem, 0OpaTHBIN XOIOJUIBHUK S 3aMEHSIETCS Ha MIPSMOM U U3 PEaKIIMOHHON
cmecu otronsercs COIIK, ortunmennas or OLI, orbupas dpakuuio go 130 °C.
JIaHHBIA JTUCTWILIISAT TPEJACTaBISICT COOOW OOOTAICHHYI) aMUJIOBBIM CITHPTOM
C®IIK no 82 %, B 3aBUCUMOCTH OT COCTaBa ChIpbsi. OCTATOK B KOJIOE IPEACTABISET
coboii CMECh KPUCTAJIINYECKOTO mpanc-1,2-1T']] u mpawc-
MEHTOKCUITUKIIOTEKCAHIN0JIa-2 C COAEP)KaHUEeM OCHOBHOTO BerecTBa 93%.
s OTYUCTKHU mpanc-1,2-11I'J1 OT 0OOYHOTO mpamc-
MEHTOKCUIIMKIOTEKCAHANO0JIa-2 ~ OCTAaTOK  MEPEroHsieTcs €  BO3AYILIHBIM

XOJIOAWJIBHUKOM, OTOMpaeTca (pakiuio ¢ teMmneparypoi kumnenus 234-236 °C. B
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pe3ynbTraTe mosrydaercs 477 r (83% B pacuere Ha moganubii OL) mpanc-1,2-11T' 1
(comeprkaHrie OCHOBHOTO BeriecTBa 97-98%).

Jns  yBemMYeHUsT YKMCTOTHI MPOAYKTa MPOBOAUTCS  JOMOJHUTEIbHAS
NepeKpucTaUIM3alus M3 dTWianerata B pesyibrare nonydaercs 450 r (78% B
pacuete Ha noganHbii OLI) OGenbIx UroNbYaThIX KpUCTAIOB mpanc-1,2-1T1 ¢

T.1u1. 100-102 °C. YucroTa nmpoaykTa cBoiiie 99 %.

(B

[ ]

Y

Pucynox 53 — JIaboparopnas ycranoBka ruapoiuza COIIK:
1 — emkocth ¢ COIIK; 2 — 103upoBOYHBIN HAcOC; 3 — TpexropJas Kojoa; 4 —
Melajaka; 5 — o0paTHBINA XOJIOUIbHUK.
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Macc-cnextp, m/z (I otH. %): 116(3,3); 98(35,1); 83(36,8); 70(100); 69(30,1);
57(64,5); 56(19,1); 55(24,9); 44(28,6); 43(28,6); 42(32,2); 41(36,9); 39(18,1).
Jlanabpie B’MeMeHTHOro aHanu3a. HaigeHo, %: C 62.04; H 10.41. CgH10y;
BbIumciieHo, %: C 62.09; H 10.53. DnemenTHbIil Mukpoanann3 Ha C, H, BermonHsm

cornacHo meroaukam [79], [80].

3.5 MeToauku noJjiyyeHusi MUKJIHYeCKUX anerajeit mpanc-1,2-11T']1

['excarungpobenso-1,3-nuokconan. beciserHas xxuakoctb, T.kumn. 175 °C. B
KpPYTJIOJOHHYIO KOJOY cHabxkeHHOo# Hacaakoil J(una-Crapka 3arpysxanu 0,44 moiib
(51,04 r) mpanc-1,2-11I' 1, 0,4 (12 r) napacdopma u 9 r mapaToyoCcyab(HOKUCTOTHI.
Kunstunu Ha riuiepuHoBoil O0aHe B pactBope Oenzona (150 mur) go momHOTO
MPEKpaIIeHHs] BBIJICJICHUS PEAKIMOHHOW BOJABL. 3aTeM PEaKIUOHHYI0 CMECh
HECKOJIbKO pa3 OTMBIBAJIM OT KHUCJIOTHI HacklmeHHbIM pacTtBopoM NaHCOs,
OKCTpAarupoBail  HempopearupoBaBimii  mpanc-1,2-11I'J1  Bomoil. ITocie
PEaKIMOHHYI0 CMECh TMEPErOHsUIM Ha PEKTHU(PUKAIMOHHON KOJOHKE C OTOOpOM
muctuwiisita go 175 °C. KyOoBblli oCTaToK SIBISETCS MPOAYKTOM pPEaKIHH, C
BeIX010M 68 %. Macc-cniektp, m/z (I otH. %): 129 (7,7); 128 (100); 110 (36,1); 100
(49,9); 81 (26,4); 56 (26,5); 44 (17,8); 42 (14,8); 41 (11,2); 30 (28,3).

2-MeTunTreKcarupoodens3o-1,3-quokconan. becuBeTHas )XUAKOCTb, T.KuMl 184
°C. B kpyriogoHHyl KoJIOy, CHAOXEHHYIO PEKTH(PUKAITMOHHON KOJIOHKOM,
sarpyxanmu 0,15 mons (17,7 r) 1,1-qusTokcusrana, 0,1 mons (11,6 r) mpanc-1,2-
I u 20 mr naparonyosicyiab(OoKUcIOThl. KUnsTHiM B rIuUepuHOBOM OaHe B
pactBope Oenzoma (100 mu1) ¢ mapamieabHOH OTIOHKOW a3eOTPOITHOW CMECH
PEaKIIMOHHOTO ITaHOJIA ¢ OEH30JIOM JI0 PE3KOTO MOBBIIIICHHUS TEMIIEPaTypbl 0TOOpa
nuctuiiaTa. KyooBsrit octaTok Obu1 00paboTan HackimeHHbIM pacTBopoM NaHCO3
OT KHUCIIOTHI W BBICYIIIEH Haj cynbgaToMm Hatpus. Beixox peaknuu 74 %. Macc-
criektp, m/z (I otH. %): 143 (9,7); 142 (100); 110 (35,3); 98 (50,1); 76 (25,7); 56
(26,5); 44 (17,8); 50 (20,8); 42 (12,2); 30 (26,4).
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4 TexHoJoruyeckast 4acThb

B xoze paboThl ObL1a npe/iioKeHa NPUHIMITHATbHAS CXeMa MPOMBIIIIICHHOM
nepepadoTku COIIK nzobpakeHHast Ha pucyHke 54.

Onucanue TeXHOJIOTHYECKON CXeMbI ITpou3BoicTBa mpanc-1,2-111/1:

Bona u3 emxoctu 1 momaercss B peakTop 5 € MOMOIIBIO HEHTPOOEKHOTO
Hacoca 2. PeakTop ocHallleH MEIaakoil u mapoBoii pyOarikoii 1yt HarpeBa. B Hem
BoZa jJoBoauTcs o temneparypbl kuneHus. COIIK ¢ coxepkanuem B cBoeM
cocrae OLI' no 56 %) u3 emkocTH 3 mojaercss B PEakTop S MpU NOMOIIU
IUTYHXKEPHOTo J03UpoBOYHOro Hacoca 4. Ilo 3aBepuieHun peakuuu a3zeoTponHas
cmech Bojia . COIIK (oboraiieHHas aMUIOBBIM CIUPTOM /10 82 % B 3aBUCUMOCTH
OT CBIPbsI) BBIBOJUTCS M3 PEaKTOpa U KOHJCHCHUPYETCA B TEIJIOOOMEHHHUKE O.
OcTaTok BpeakTope MpeAcTaBisieT coboit cmech mparc-1,2-1II'JI u mo6ouHoro
MpAaHC-TIEHTOKCULIMKIIOT€KCAaHIMO0Ia-2 ¢ COJIEPKAHUEM OCHOBHOTO BemiecTBa 93%.
Tpanc-1,2-1II'’/,  (cwIpen) BRIBOMUTCS M3 pPEAKTOpa ©  HACOCOM [ TIOJACTCS
B [IEPETOHHYIO KOJIOHHY 8, rae MIPOUCXOJUT  BBIJEICHUE MPAHC-
MEHTOKCUITUKIIOTeKCaHoMa-2. JIucTuiiar KonoHHHI 8 (¢ cofepKaHneM OCHOBHOTO
BemectBa 97 — 98 %) KOHIEGHCHpPYETCS B TCIUNIOOOMEHHHUKE 9 M HampaBisieTCs
B kpuctaumzatop 11. Kpucrammmszatop o0opyaoBaH MeIIAIKOH | MapOBOM
pybamkoii. Bnauane mpanc-1,2-11I'J] pactBopsiercss B pacTBOpHUTENE TIpU
nepeMenMBaHuy. 3aTeM Iojada mapa B pyOaliky MpekpaniaeTcs, 1 HaunHaeTCs
npolecc pocra KpuctamioB. llocime Kpucramiuzaluu CyCHeH3Hsl IOJAaeTcs
B UeHTpuyry 12, rae OpoUCXOIUT  OTHAEJIEHUE MAaTOYHOIO  PacTBOpA.

Yucterit ToBapHbIi mpanc-1,2-111'J]] moctynaet B OyHKep-cOOpHHK 13.
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Boda

7

CDIK (cboeaueHHasi
amuiosbM

criypnon) +8o0a oo L
L 8

npatc-12- LI7] aopey

0
NPaHC- MNeHIMbKCUUUKTIO2eK CaHO+ 2k

Pucynox 54 — IlpunuunuanbHas cxema npousBoactsa mpawnc-1,2-11I'J] nz COIIK:
1 — emkocth ¢ Bogoi; 2,7,10 — nHacocsl; 3 — eMkocTh ¢ CDIIK; 4 — 103upOBOUYHBIN HACOC; D — pEAKTOP CHAOKEHHBIN pyOaIkou;
6,9 — koHneHcaTopel; 8 — meperoHHasi KoyioHHa, 11 — kpucTamu3arop cHabKeHHbIN pyoOarkoit, 12 — nentpudyra, 13 — OyHkep

IIPUEMHUK.
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3akJIroueHue

B X0I¢C pa6OTBI ObLIN PCHICHBI ITOCTABJICHHBIC 3aa49M 110 U3YYCHHUIO COCTaBa

noOOYHOTO TMPOAYKTa Mpou3BoAcTBa ImkiorekcaHona COIIK u pa3pabotke

MCTOJOB €€ nepepa60TKH B OCHHBIC XUMHYCCKHC IIPOAYKTHI. OcHOBHBIC BBIBObI

pa6OTI>I 3aKJIIOYAIOTCA B CIICAYIOIICM:

1.

Ananutndeckoe uccnegoranue cocrapa COIIK:

METO/JaMH Ta30BOM XpomaTorpauu H XpOMAaTO-Macc-CHEKTPOMETPUU
YCTaHOBJICH KaYECTBEHHBIN U kKonmuecTBeHHbIN cocTaB COIIK;

ONPEAEIECHO COJIECPKAHUE OCHOBHBIX KOMIIOHEHTOB, TpUMeEcel u
mukpornpumeceit COIIK. bpuio 00HapykeHO B cOCTaBe HaJIUYUe
3HAYUTENbHBIX KOHIeHTpauuid OLl', 4TO0 mO3BONMMIO OUEHHUTh MOTEHIIHAI
JAHHOTO TOOOYHOrO0 MPOAYKTa B KaueCTBE CHIpbA IS JabHEHIIeH
nepepadoTKu.

Pa3paboTka Mmeroauku ruaposnsza OLIL:

AKCIIEPUMEHTAJIBHBIM IyTEM MOA00paHHbl ycnoBus ruapoiusza OLI B
cocraBe COIIK B mpanc-1,2-11I'/1, ¢ BbIxomoM 1eneBoro npoaykra 85 % B
nepecuere Ha npopearuposasimuii OLT.

CuHTe3 U uccienoBanue arneraieit mpanc-1,2-111 1

npoBeneHa aneranusanus mparc-1,2-111"J1 kapOOHUILHBIMHU COCTUHEHSIMH;
MOJTyYeHBl HOBBIC ITUKJIMYECKUE aneranu mpawc-1,2-11I"'J1 ¢ moTeHmaisHoi
MIPUMEHUMOCTBIO B Kaue€CTBE MOJAU(PUKATOPOB MOJUMEPOB;

C MCIIOJb30BAHMEM METOJa TEOPUM XAaHCEHA MCCIIENOBAaHA PACTBOPUMOCTD
CUHTE3UPOBAHHBIX COEAMHEHUH, UTO MMO3BOJIUIIO OLIEHUTh UX COBMECTUMOCTD
c [IBX.

TexHonornyeckas pazpadboTka:

MpeIIoKeHa MPUHITUITHATBHAS cXeMa TpoMbITiuieHHON nepepadboTku COIIK.

[TonyueHHble pe3ynbTaThl JAlOT BO3MOXKHOCTH CO3JaHUs A()PEeKTUBHOU

texHosoruu nepepadbotku COIIK ¢ momyderrnem BocTpeOOBaHHBIX MPOIYKTOB JJIs

XUMHUYECKOMN ITPOMBIIIIJICHHOCTH.
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