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TA3OXPOMATOI'PAOUYECKOE HCCIIETOBAHHUE ®PAKIIAH ITUPOJIU3HOTO
JUCTUIIATA, PABIEJIEHHBIX METOJIOM CYXOHU 3KCTPAKIIUH ITPU PA3JIMYIHBIX
TEMIIEPATYPAX

KomoJioBa I'yinopa KomuiioBua, FOcynosa Jlona A3umoBHa

Tawxenmcekutl XuMuKo-mexHon02UYeCKUl UHCIUmym

AnHoTtanus. B mannHoit pabdote ¢ nenbto nonydenus: Qpakuuu Co U3 THPOITU3HOTO AUCTHILIATA CYXYIO
MEPEroHKY MPOBOAMIIM TPU TPEX pa3nuHbIX Temrepatypax (152, 159 u 170°C), u pe3ynbTaTsl OLIEHHBAIH Ha
ocHoBe TazoBoil xpomarorpadun (GC). CpaBHHUTENBHBIH aHANW3 TOKa3all, 4ro pasaenenune mpu 152°C
SIBTISICTCSL ONTUMANIBHBIM, TIpU 3ToM BbIXof ¢pakuuu Co coctasun 11,11%, uro nano Hanbosbliee 3HaYCHUE

(159°C- 4,59%,

¢yakmnoHaneHeiMa - (OH)  mpow3BOTHBIMA,

170°C -4,72%). Ilo cocraBy ¢pakius npu
u3

152°C ©Gorara apoMaTHYEeCKUMU U

KOTOPBIX HaI/I6OJ'ILH_IYIO JOJIIO COCTaBJIAOT

KHCIJIOPOJICOZIEPrKAIIe apOMAaTHYECKHUE COSIMHEeHNS, a Takxke uncTeie C-H apeHsl - CTHpOI ¥ HHIICHH (BCEro
~13-14%). Taxoit npo¢uiib OTKPHIBAET NEPCIICKTUBHBIC HATIPABICHHS NCIIONB30BAHUS B KQYECTBE CHIPhS IS
JIAKOKPACOYHBIX MaTEPHAIIOB, CMOJI M CIIEHMAJIBHBIX peareHToB. s nomydenus Gppaxuun Co MAKCHMaIBHOTO
U MPaKTHYECKU IIOJIE3HOTO COCTaBa ONTHMAIBHBIM SIBIsieTCs pasaerneHue npu 152°C, uro 00OCHOBBIBaET
aIalTHPYEMYIO CTpaTerio (PPaKIMOHUPOBAHUS B TPOMBINUICHHBIX MacITa0ax.

KiroueBsble cioBa: nupoiu3Hblid AucTUAT, ¢pakuus Co, razoBas xpoMarorpadus, apoMaTHYECKUe
YIJIEBOZOPOIBI, CyXasi IEpETOHKa, CTPYKTYPHBIN aHaJIH3, IPOMBIIUICHHOE CHIPHE.

Beenenune. IIpounecc nuponusa — OXHMH H3
OCHOBHBIX METOZIOB TEPMHUYECKOTO Pa3IOKEHUs,
IIUPOKO PUMEHSIEMBIH JJIS1 TOTyYEHUS Pa3IHIHbIX
LIEHHBIX TMPOJYKTOB M3 OPraHUYeCKOro ChIPhbs, B
YacTHOCTH, He(TIHBIX Qpaknuii ©u Ta30BBIX
koHaeHcaroB  [1]. Iluponu3HBIA  IUCTUILIIAT,
oOpa3yroliiics B pe3ysbTare >3TOro Impolecca,
TIPEICTABIISCT coboit CIIOXKHYIO CMECh,
COZIEpKAIyI0 pa3IMYHbIE YIIIEBOIOPOIBI, B TOM
gucne onepursr B gmanazone  Cs—Co  [2],
apoMaTH4ecKne U HempeaenbHble COequHeHus [3].
OTh  cMecHm UMEHOT OONbIIOe 3HAYCHUE B
XUMUYECKOU u HePTEXUMUYECKON
MIPOMBITINICHHOCTH M HCIOJB3YIOTCS B KauecTBE
CBIPBS JUTSE MIPOU3BOJICTBA TTOJINMEPOB,
pacTBopHTENeH, TNIACTU(PUKATOPOB U CTICIIUATBHBIX
XUMUYeCKux peareHToB [4, 5]. B wactHOCTH,
bpaxiyst Co XapaKTepU3yeTCs BEICOKOM
MOJIEKYJISIPHOM MacCoil ¥ HallMYMeM IEHHBIX
apoOMaTUYECKUX KOMIIOHEHTOB [6]. OHa MIHUPOKO
HCTIONB3YeTCs B Pa3IMIHBIX oTpacisix
MIPOMBIIIUICHHOCTH, TIPOU3BOJISTIIINX
JIAKOKPACOYHBIC MaTePHUAIIBI, CMOJIBI, TUTACTMACCHI U
pesuny [7].

OO0bLeKTHI W MeToabl HccenoBanuii. B
Ka4ecTBe OOBEKTa WCCIIEOBaHUS OBLIT BEIOpaH
TACTHUILIST TIAPOIN3a. st OTJICIICHIIS
yreBomoponHor  gpakunu  Co OT  IUCTHILISATA
npuMeHslach  cyxas  meperonka.  IIpouecc
MIEPETOHKH OCYIISCTBIISJICS B JIByTOPIIOBON KoJIOE,
HarpeBacMoOW  TOCIEAOBAaTEIIFHO  TpH  TPEX
pPa3IMYHBIX TEMIEPATypHBIX pexkuMax: 152°C,
159°C n 170°C [8]. Ha xaxmom TeMmnepaTypHOM
peXMMe TIPOBOAMJICS OTIENBHBIA DKCIIEPHMEHT,
BCEro OBIJIO TIPOBENEHO TPH CEPHH HCIIBITAHUH.
[Iporecc ObLT OPraHU30BaH CIEAYIOINIMM 00pa3oM.
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[lapsl NHUPOAM3HOTO MUCTUIUIATA, HarpeTble B
IOBYXTOpJIOBOH  KonmOe,  MpOIyCKaJu  uepes
TPEXTOPIIOBYI0  KoJOy, uepe3 marpyOKu U3

HEepJKaBeIolIe CTaly U KaleJdbHMILY. 3aTeM Mapsl
MPOIYCKAIIN Yepe3 XOJIOAMIbHUK, KOHJICHCUPOBAIIH
n cobmpamm B mpuémHON kombe. IleperoHky
MPOJOJDKANN JI0 TIOJTHOM TEepPeroHKH JWUCTHUILIATA.
3TOT mporiecc MOBTOPSUTH TPU TPEX TeMIieparypax
(152, 159 u 170°C) pgms cpaBHEHHS CBOICTB
MONYYSHHBIX MNPOAYKTOB. B  KOoHIE Kakaoro
JKCIIEPUMEHTA KOHJICHCAT cobupanmn u
XapaKTepH30BaJld OTAEIbHO. METOIOM Tra30BOH
xpomarorpauu U3y4eHbl CTPYKTYpHBIE CBOWCTBA U

Ka4eCTBEHHBIC TIOKa3aTeW  BBIIEICHHBIX  Co-
¢pakmuii. B xome  aHanmm3a  ONpeneNeHbI
OTHOCHUTEIHHOE cojiepKaHre one()UHOBBIX,

apOMaTHYeCKHX W JPYTUX YIJIEBOIOPOAOB BO
(dpakuusax, BpeMeHa UX BBIXOJA, & TAK)Ke OI[CHEHBI
CTPYKTYpHBIE pa3inuus Gppakuuid. JJaHHBIH moaxoxn
ITO3BOJIUII OTIPEJIEIIUTh ONTUMAIILHYIO TEMIIEPaTypy
skctpakimn  Co-ppakmuii, TMOMYyYEHHBIX W3
MUPOJIM3HOTO  JHUCTWLISATA, H  OICHUTH WX
MTPOMBIIIUICHHYO 3HAYUMOCTb.

Pe3yabTaThl 1 UX 00cy:k1eHue. B HacTosIIEM
pasmene  TPENCTaBIEHB W OOCYXIAIoTCS
pesynbrarel  razoxpomarorpagudeckoro  (I'X)
aHanm3a (pakximii, BBLICICHHBIX W3 MHUPOIU3IHOTO
JUCTUWIIIATA METOJIOM CYXOW IeperoHku. B xome
HCCIeIOBaHUS CPaBHUBAJIVCH ¢bpakmu,
MOJTyYeHHBIE TIPU TPEX TEMIIEPATypPHBIX PEKUMaX:
152°C, 159°C m 170°C, u aHamM3mpoOBaIOChH
COOTBETCTBHE JaHHBIX II0 KOMILIEKCHOH CMecH
¢oHoBEIM  nmaHHBIM.  [lepBoHadanbHO  OBUIH
PaccMOTpPEHbI KaueCTBEHHBIE MTOKa3aTesH (HPaKIIwH,
nonyderHorr npu  152°C; Xxpomarorpamma 3TO#
(bpakiuu npeacTaBieHa Ha puc. 1.
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Puc. 1. I'azoxpomarorpadguyeckunii anaau3
¢ppaxnmnu, noxyvenHoit npu 152°C

Ha ocHoBanum razoxpomarorpaguueckoro
aHanm3a (paxuuu, momydenHoi npu 152°C, Obina
coctapmeHam Tabm. 1. B Hell ykazaHel Bpems
amoupoBanus (RT), Ha3BaHHE COCIUHEHHSI M €TI0

o KOJINYECTBEHHOE IPOLEHTHOE coJliepKaHue,
o COOTBETCTBYIOIIEE KAKIOMY IIHKY.
fffffff i, L s
Tabauua 1.
XHMMHYeCKHH M KOJTHYeCTBEeHHBIN cocTaB (ppakumu, noaydeHHoi npu 152°C
Bpems KoummuecTBo
3J10MpoBaHus (MUH) Coenunenun %
7,706 bensoykcycHas kucnora, 4-cuano - (CisH7CiuNO») 40,33
6,492 2- [IponieHonHast KUCI0TA, 3-heHmt-, 2- heHmmTUIoBsH 3dup, (C17H160:) 18,56
4,407 5(4H)- Uzoxkca3oi10H, 3- dhermn - CoH7NO, 7,79
6,686 Benzoi, stunen-CoHg 5,46
9,378 [1,2,4] Tpuazono[4,3-b] [1,2,4] Tpuasun,7-(4-6pombennn)- C;3HI13NsO 4,95
7,121 1H- Uuapen — Ci3Hie 3,63
5,901 1H- I/IHJIGH — C|3H15 3,52
7,019 5(4H)- UzokcazonoH, 3- ¢permnn -CoH7NO, 3,12
6,142 bucuxino[4.1.0] renra-1,3,5- Tpyen- C;He 2,14
8,687 4-Bpomo-3-metunden3zonntpui— CsHsBrN 1,68
8,489 Bbenzodypazan oxkenan— CsH4N2O» 0,98
3,870 1(2H)- HadrranenoH, 3,4-guruapo-Ci3H ;60 0,90
8,952 1H-Unnes— Ci3His 0,86
9,920 1H-Uumon— CsH7N 0,46
7,827 2- [IporieHOBast KACIOTA, |- MeTHIyHIeIIOBEIH 3¢up- CisH30, 0,34
9,571 [pomnas, 1,1'-tno6mc-CgH 3S 0,30
3,699 benzodypazan - CcHsN,O 0,24
9,634 3- Iupupus xkapooruTpmia- Ci4H10CnN4O» 0,22
9,422 1H- Unnen - Ci3His 0,21
5,237 2-metun-3-(2'-aurpobdenzontrno) PR-manens — CoH7NO4 0,20
Ilpu ¢ppaxuuonuposanuu nuponusnozo oucmuanama npu 152°C oowiee cooepicanue gppaxuyuu y2ne6000pooos Cy
cocmaensem 11,11%.

CormacHo  TaOIL. 1, XuMuYecKui U
KOJTMYECTBEHHBIN COCTaB (PpaKIIny, TOTyUYSHHOH 13
MUPOJIU3HOTO AMCTIIIATA Tipu 152°C, cnenyromuii:
¢pakuuss  mpexnctaBiusier  coOOW  CIOXKHYIO
OpPTraHUYECKYIO CMECh, coepKarIyro 20
AIeHTU(UIINPOBAHHBIX ~ COCIWHECHWH,  0OImas
KOJIMYECTBEHHAS JI0JI1 KOTOPBIX COCTABISIET OKOJIO
95,89%. OcraBuinecs 4,11%, BEPOSITHO,
NPUXOJSATCS HAa HEHJICHTU(QHUIMPOBAHHBIC —HIIH
MHUHOpPHBIE KOMIOHEHTHI. ®Dpakuusi oOpaszyercss B
MpoLecce MUPOJIM3a U COCTOMT B OCHOBHOM M3
apOMaTHYECKNX YTIIEBOAOPOIOB, a30TCOACPKAIINX
TeTEePOLHMKIIOB, CIJIOXHBIX a¢upos u
raJlOreHUPOBAHHBIX coeArHeHnH. OOumidi BBIXOA
¢paxmmm Co, BermeneHHoi mpu 152°C, cocraBun
11,11 %. Pesynsrars! ['X mokazanu, 9ro (hpaxius B
OCHOBHOM cocrosuia u3 KOMIIOHEHTOB,
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JNMIOUpyOIMXCcs B TeueHne 7-9 muH. B cocrase
npeobaaany apoMaTHIecKue COSTUHEHUS C SIIPOM
Co u ux dynknuonaneaeie (O/N) IpoU3BOAHBIC: B
YaCTHOCTH, OOJIBIIYIO YacTh (PPaKIUK COCTABIISLIN
4-nmanodennnykcycnas kucmora (40,33 %) u
¢denmmTIIIMEHaMaT (18,56 %).  OcHoBHOM
npeacraBuTenb — ymieBomopompoB  Co,  MHICH,
HaOmormajacs B HECKOJNbKMX THKaxX, a oOmas
tdpakums cocraBmina ~8,22%. Kpome Toro,
CTaOMJIBHO PETHCTPUPOBAINCH CUTHAJIBI CTHPOJIA U
JOpYrUX TeTepoapoMaThieckux coeauHeHuid. Ha
CIIEIYIOIIEM JTale WCCIeN0BaHUs OBLT MPOBEAEH
razoxpomMatorpaduieckuii  aHamuM3  (QpaKIum,
nosmyueHHoH nipu 159°C. Tlony4eHHble pe3yiasTaTsl
TIpEICTABIICHEI Ha pHC. 2.
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Puc. 2. I'a3oxpomarorpadpuueckuii anaansz
¢ppaxuuu, nonydenHoii mpu 159°C

[ns ananusza puUCyHKa 2 Ha OCHOBE JaHHBIX
razoxpomarorpaguueckoro aHamusa  (pakuuy,
noiy4ueHHo# npu 152°C, Oblna cocTaBieHa Taom. 2.

‘ [ ) M\ABA‘M i
Tabauna 2.
XuMH4YeCKHUil H KOJTUYeCTBEHHbIH cocTaB (ppakumu, nojaydenHoii npu 159°C
Bpemst BoinepkKn Coeannenus KoaunuecTtBo %
(MuH)
7,679 1,2,5- Tuamnazoin-3,4-muamus - CoH4N4S 22,81
7,603 1,3- benzonauaneronutpuii- CioHgN» 21,95
6.459 (5-®enun L-terpazon-2)-ykcycHas Kuciora(3-HUTpo- 15.49
i oersmmmneH) -ruapasua- CisHizsN7O; ’
4- (6,7-Aurunpo-5H-6en30[1,2,5]okcnn GeH30HUTpHUIIA-
7,759 C1sHisN3O4 5,71
6,662 Bbenzon, stmiten- (CgHs. CsHe)x 5,68
9,325 1,8-Hadtocynran - C10H¢O3S 5,65
7,105 1H-Nuanen- Ci3His 3,99
6.994 Terpanukio [3.3.0.0 (2,4).0 (3,6)] okra kapOOH KucIOTa, — 3.20
CoH3O
5,883 benzonntpui, 4-metun — CoH7N 2,75
8,656 1H- I/IHJZ[CH C13H16 2,57
8,468 (I-C3H7).S 1,85
6,110 2-Hutpodennn nzonmanar- C7H4N,O; 1,72
4,366 Benzon, n3oruano- CgHeN,O3 1,63
8,930 1H- I/IH}leH - C13H16 1,46
9,892 benzon 1-nponenmn- CoHig 0,68
9,551 benzonutpui, 4-metaokcu - CsH7/NO 0,51
7,810 1-Oxkranon - CH3(CH,);OH. 0,44
8,156 1H- Uunen, 3-metun- CioHio 0,39
9,391 1H-Unpgomn, 1-metwi - CoHoN 0,36
9,613 1H- Unpen -1, 2,3-guruapo- CoHgO 0,35
10,925 1H-Uunon- CsH7N 0,33
Ilpu ¢ppaxuyuonuposanuu nuponusnozo oucmuanama npu memnepamype 159°C ¢ nem cooeporrcumcesn 6 oouieii
cnoxcnocmu 4,59% yeneeooopooos Cs.

B Tabim.

2 TpeAcTaBiICH XUMUYECKUH U

KOHIICHTpAIlUIO  COCTaBa

BOKpYT

HCCKOJIBKHX

KOJIMYECTBEHHBIN COCTaB (PpakKiuu, IOIyICHHON
pu 159°C.  Pesymprarel  Xpomarorpaduu
MMOKa3bIBAIOT, YTO OCHOBHOW BKJaJ (pakiuu
OOYyCIIOBIIEH  YIJIEBOJIOPOJHBIMU  COETNHEHHSIMH
Beime Co. 1,2,5-tmamnazon-3,4-guamud (22,81%),
1,3-6enzonmuaneronutpun  (21,95%) wu  (5-
¢denunnrerpason), (3-HUTPOOCH3WIMIACH) THAPA3UA
(15,49%) Bmecte cocraBisiror okono 60% BKiTana.
Tarxke OOHapyXeHBI CHUTHAIBI Ha(TOCYIBTOHA
(5,65%), crupoma (5,68 %) w wuHIEHa,
3apETHCTPUPOBAHHBIE HA HECKOJIHKUX OCHOBAHUSIX
(cymmapao =8,02%). CymMma mATH KpYMHEHIINX
MUKOB cocrtaBisier ~71,64%, a cymma pecsTu
CaMBIX BBICOKHX MTHKOB ~89,80%, 4TO yKa3pIBaeT Ha
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OCHOBHBIX KOMIIOHEHTOB. Bpems smoupoBaHusi B
OCHOBHOM HaxoJIWJIOCh B auama3one 6,5-8,0 muH,
YTO  COOTBETCTBYET  BBICOKOH  BEPOSTHOCTH
amonpoBanus. Berxox ¢paxiun yresomopomnos Co
B OTOM cedeHuu coctaBun  4,59%, utoO
CBUJCTEIHCTBYET 00 OTHOCUTEIHHO HH3KOH J0Je
YUCTHIX yrieBogopoaoB Cs Bo (ppakuuu npu 159°C
n Oonee BBICOKOH moile  (YHKITMOHAIBHBIX
KOMITOHEHTOB.

Ha crmepyromem nstame uccnenoBaHHsS ObLT
MpOBEJIeH  razoxpomarorpapuueckuii  aHaiu3
(dpakunu, momyaennodt mpu 170°C. PesymbraTh
MIPEJICTaBIICHBI HA PUCYHKE 3.
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Puc. 3. I'azoxpomartorpadguyeckuii anaiu3
¢ppaxuuu, noxydenHoii mpu 170°C

pe3ynbTaToB ra3oBou

170°C ObLIN

o7 6{ ufog MOATOTOBJICHBI TPHU Ta6J'H/IHI)I, MMpEeACTAaBJICHHBIC Ha
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Taoéauna 3.

XHMMHYeCKHH M KOJHYeCTBEeHHBIN cocTaB (ppakmmu, noayyenHoi npu 170°C

Bpemsi BblIep:KKU (MHH) CoenuHeHHs KoaunuectBo %
9,530 1-Ha(1)Ta(I)6HOH— Ci5H240 30,25
7,659 2H-[1,2,4] TpuazuH-3, 2-3THi1-6 17,52
7,556 4-metmn, 6erzonutpmi, -CsH/N 11,07
8,709 1H-Uunen- CisHie 5,19
7,741 4-[2-(4-Amuno-dypaszas-3-3tmn)-6en3oin- Ci1HoNsO3 4,62
11,009 4- (1’-Metunermn) crmpo [2.4] renra — CsHy» 3,23
9,000 1H- HH}ICH - C|3H15 3,16
10,008 benson, (1-metunerenun) -CoHjo 291
8,510 bensodypan - CsHsO 2,80
6,381 buuukno[4.2.0] okra-1,3,5-tpyen — C3oHz, 1,72
9,656 1-®enmn-2-3tunautpuil — CoHoNO» 1,68
6,594 W3zokcazomn, S-amuno-3-p-tonui - CoH7NO, 1,61
7,054 1,4-nadranenauon, 2-metun -Ci1HgO, 1,33
9,834 1H- I/IH}ICH- C]3H16 1,46
10,734 bensoun, 2- nponennsn- CoHio 1,13
11,158 1H-Uunomn, 1-metmin-CoHoN 0,59
10,665 2-®enun anetoHuTpri-CsH7N 0,84
10,351 1- ®enmn-2-s>tumauTpr- CsHgNO, 0,34
10,558 p-OrindensonuTpuia-CoHoN 0,33
10,107 Bbenszon, atuin-CioHig 0,33
9,731 1H-Unnen, 3-metnin-CioHio 0,39
8,851 1-Oxkranon-CH3(CH,);OH. 0,44
-7,835 1,3-N306en30dypananon-CsHiO;3 0,71
5,871 1-cuxnorentan-2,4,6- tpueHOKapOoHat -CsH7N 0,26
4,349 benzonntpun-C¢Hs(CN) 0,30
11,267 2-Metui-1,4-napramunaron-C;1H;oOs 0,34
11,412 1,4- Tnoxcactmpo[4.5] nexan-8-aneran-CgHi,03 0,36
11,742 2H-1,4- bensokcasun -3(4H)-1, 6-x10p0o-Ci7H16CINO4 0,37
12,289 1H- Unpen, -1, 2,3-nuruapo-CoHgO 0,31
12,772 1,4-Hadrammuaanon, 2-metun-Cs Hy NO;3 0,28
13,034 3-(2-I'mapoxcodennn)- manend anruapua-CisHi4Os 0,29
13,502 1,4-nuoxcacrtiupo [4,5] nexan-8-ameran-CoH3NO, 0,35

Ilpu ¢ppaxyuonuposanuu nuponusno2o oucmuanama npu 170°C ¢ nem cooeprrcumces 6 ooweit cnoyxcnocmu 4,72%
y211€6000p000¢ Co.

B T1abn. 3 mpemcraBieH XHMHUYECKHH |
KOJIMYECTBEHHBII COCTaB (pakiuH, MOTYyYCHHOU
mpu 170°C. Ilo mamneiM I'X, ocHOBHas Macca

CMECH COCpE€aOTOYCHA

KPYIIHBIX KOMIIOHCHTOB, CyMMa IISTHU HaHOOIBIITNX

BEpXHUX NHKOB cocTaBmsieT 82,47%. Bpemena
JNIOUPOBAaHUA B OCHOBHOM COCPEAOTOYCHBI B
muamnazoHe 7-11 MWH, 9TO CBHIETEIBCTBYET O

BOKpPYT HCECKOJIBKHX BBICOKOM BEPOATHOCTU DOJIFOUPOBAHUA B OTOM

nmuaria3oHe. Beixon yrneBogoponHoit gppakuuu Co B

muKoB  cocraBisier  68,65%  (1-nadramuHon- JaHHOM TIporecce coctaBuil 4,72%. JTo 03HAUaeT,
30,25%; 2H-[1,2,4] Ttpmasun-3-17,52%; m- gyro ¢paknus 170°C comepXKUT OTHOCHTEIHHO
Metunoer3ouTpui-11,07%:; uHIEeH-5,19%; OoJtbIire apoMaTHU4eCKUX COCTMHEHUMN c

¢ypazan apomaruueckuii-4,62%), a cymma 10 ¢ynkumonaneHeiME  Tpynnamu OH u  MeHbLie
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