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CuHTe3UpOBaH JUHEHBIN CI0KHBIN NOIU3(GUp Ha OCHOBe heHoI( TaIeHA U TUXJIopaHruapuaa [2.2]ma-
parukiodaH-4,16-1nKapO0HOBOM KUCIOTH. KM ccaemoBaHa BO3MOKHOCTE 00pa30BaHUsI U3 HETO CETYAThIX
CTPYKTYP MPU TEPMHUIECKOI 00pabOTKe B IIMPOKOM MHTepBasie TeMnepaTyp. M3ydeHbl ¢huzndeckue cBo -
CTBa TOJyYeHHBIX TToJInMepoB. [TpoBeneHO KOMIBIOTEPHOE MOIEJIMPOBAHUE HEKOTOPBIX (DU3NUECKUX Ma-
paMeTpoB (TeMIIepaTyphbl CTEKJIOBAHUS, IUBJIEKTPUIECKOM MTPOHUIIAEMOCTH ) KaK JIJIsl JIMHEMHOTO TTOJTMMe-
pa, Tak M JJI1 BO3MOXKHBIX CETYAThIX CTPYKTYP, M TOKa3aHa XOpolliasi KOppeJsIius MeXay 3KCIepUMeH-

TaJIbHBIMU U paCYCTHBIMU JaHHBIMMU.

[2.2]Tapamukiodan mpencTaBiasgeT co0Oi Mak-
POLIMKJI, B KOTOPOM [IBa apOMaTHYECKMX KOJIbIIa
JKECTKO 3aKpeIUIeHbl JTUMETUIEHOBBIMU MOCTUKAMMU.
DTO co3maeT 3HAYNTEJIbHOE HAaMPsSIKeHNE B MOJIEKY-
JIe, CIIOCOOCTBYIOIIEE PACKPBITUIO IIUKJIA MO OeH-
3WJIbHBIM (pparMeHTam B TeMIIepaTYpPHOM UHTepBasie
250—600°C [1]. B 3aBUCHMMOCTH OT TeMIIEpaTyphl MO-
KET IMPOUCXOIUTDH PACKPBITHE OTHOTO JTUOO NBYX MO-
CTUKOB ¢ 00pa3oBaHUEM Pa3INYHbIX HU3KOMOJEKY-
JIIpHBIX  (TTOJIMMEPHBIX) MOpPOAYKTOB. OCHOBHBIM
TPOIIeECCOM, TJie TIPON3BOAHBIE [2.2]|mapannkiiodana
BBICTYITAIOT B KAU€CTBE MOHOMEPOB, SIBJISICTCS TIMPO-
JIMTUYeCcKas TToJTuMepu3anus B Bakyyme ipu 600°C,
MNPUBOISIIAS K TIOJIN-A-KCUJIWJIEeHY [2].

CuHTEe3 IOJIMMEPOB, B KOTOPLIX MNapalukioda-
HWIBHBIIT (parMeHT COXpaHsET CBOIO CTPYKTYpY,
npencTaBieH HEeCKOJNbKMMM puMepamn [3]. Takne
ITOJIMMEPBI MOTYT OBITh pa3ieiieHbl Ha YeThIpe KaTe-
TOpUU: MOJUMEPHI ¢ IapanuKiIoGaHWIbLHEIM (par-
MEHTOM B OCHOBHOM 1IeTTH; TOJIUMEPHI C HapaluKIO-
daHUIBHBIM (PparMeHTOM B OOKOBOM 1IEIU; COMPSI-
KEHHBIE TIOJIMMEPBI, IIPEACTABIISIIONIE COOOM
KECTKHE CTEPXKHHU C TOABEIICHHBIMM apoMaThuye-
CKMMU KOJILIAMHU; CJIOMCTBIEC TTOJIMMEPHI, BKIIIOYAIO-
1IYe apoMaTH4YecKue Kojbla [2.2|mapauukiodaHa.

Panee ObUTO mOKa3aHO, YTO B psie TMHEHHBIX TTOJIM -
MEpPOB, coepKallluX TMapaluuKiIodaHWIbHbIE 3BEHBS,
MpU TepMUUecKoii 00padboTke cBbiIie 250°C mpoucxo-
JIUT PacCKpHITHE MOCTHUKOBBIX IIMKJIOB C MOCCAYIOIICH
MEKMOJIEKYJIIPHOM peKOMOMHAIINEH, TIPUBOOMIIee K
00pa30BaHMIO CETYATHIX CTPYKTYD [4—6].

E-mail: ineos-ghkl@yandex.ru (AntoHoB JAMutpuii FOpseBuu).

B HacTosiee BpeMst UMeeTcsi BO3MOXKXHOCTD pac-
yeTa pa3IudHbIX (PU3NIYECKUX CBOUCTB JMHEWHBIX U
ceTyaThbIX MOJIMMEPOB Ha OCHOBE XUMUYECKOTO CTPO-
€HMSI ITOBTOPSIOIIETOCS 3BeHAa JIMHEIHOTO IToJIMMepa
WU MTOBTOpsiolierocs gpparmeHTa cetku [7—9]. Me-
TOJ, 3aIPOrPaMMUPOBAH, U UMEIOTCSI KOMITbIOTEPHbIE
IpOrpaMMEbl, KOTOpBIE MO3BOJISIIOT B aBTOMaTHU4E-
CKOM pEXMME PacCUYMUTHIBATh CBOMCTBA IOJIUMEPOB
M0 UX XMMUYECKOMY CTPOCHUIO, 3aHECEHHOMY Ha
askpaH auciies. (ITociemHsist yirydieHHass BEPCUsT —
OBM-miporpamma “Kackan”, mcrionb3oBaHHaAs Ha-
MU I pacueTa (pU3NYECKUX CBONCTB JIMHEHHBIX U
CeTYaThIX MMOIUMEPOB, COAECPKAIINX IapanuKioda-
HUIbHBIE (DPAarMEHTHL. )

B mannoO#t paboTe CHMHTE3NPOBANIU JTWMHEHHBIN
CJIOXKHBIN TToMaup Ha ocHOBe ¢eHoNdTaIenHa 1
nuxyopanTuapuaa [2.2|mapanukinodan-4,16-nukap-
OOHOBOIT KMCIIOTHI, UCCIEIOBAIIM BO3MOXKXHOCTL 00-
pa3oBaHUS U3 HETO CeTYAThIX CTPYKTYP TPU HArpeBa-
HUM, U3YYWIN (U3MYEeCKUe CBOMCTBA TOJYyUYEHHBIX
COCAMHEHWI W TIPOBEIM CpaBHEHWE C NaHHBIMH,
MpencKa3aHHBIMUA  TTOCPEACTBOM  KOMIIBIOTEPHOTO
MoJeJMpOBaHus (Kak [Jisl TMHEHOTo IoJiuMepa, Tak
¥ JUTST BO3MOSKHBIX CETYATBIX CTPYKTYP).

PE3VIJIBTATBI 1 UX OBCYXIEHUWNE

IMommapumnar 3 GBI CUHTE3MPOBaH (BBIXOH 95%)
MOJIMKOHAEHCAIINEeN 9KBUMOJILHOTO KOJIMJecTBa 3,3-
ouc-(4'-ruapokcudeHmn)prammaa  (benondranen-
Ha) 1 u nuxyiopanruapuaa [2.2napamukiodan-4,16-
INKAapOOHOBOM KHMCJIOTHI 2 B OpUCyTCTBUM 1,2,4-
TPUXJIOPOEH30J1a
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[TomyyeHHEBIII ITOJIMMEP XOPOIIO pPacTBOPUM B
xja0podopMe U JaeT MPOo3pavyHylo IJIeHKY (Tadi. 1,
obpa3zelr 3-1), cBoiicTBa KOTOpPOI OBLIM MCCJIEAOBa-
HBI QU3NKO-XUMINYeCKUMU MeTogaMu. CTpyKTypa mo-
JuMepa TOATBEpXkIeHa crekrpockonueiit AMP 'H.
I1o naHHBIM 3JIEMEHTHOIO aHajM3a, B MOJy4YeHHON
IUIEHKE COAEPKaJIoch OKOJIO 5% XJiopa, 4TO CBUIIE-
TEJIbCTBYET O MPUCYTCTBUM B IJICHKE Topsimka 6%
xsopodopma nociae BeicymmBaHus mpu 100°C Ha
Bo3ayxe B TeueHMne 10 4.

Hanuuue ocratouHoro xiaopodopma Takxke IMo-
TBEPKIAEHO AaHHBIMU MAacC-CMEKTPOCKOIUU, MO-
CKOJIbKY OH SIBJISIJICSI OCHOBHBIM MPOAYKTOM, J€COp-
OUpYIOIIUMCSI U3 MOAMMEPHON TJIEHKU B BaKyyMme
npu ee HarpeBaHuu ot 200 o 500°C (6a30BbI NOH
HCCI, c m/z =83 u 85; monexynsipubiit utonH HCCl; c
m/z= 118 u 120). B aToM Xe nnana3oHe TeMIeparyp
Hapsiny ¢ xJIopochopMOM 00Pa3oBbLIBAJIOCH HE3HAUYN -
TeIbHOE (OTHOCHUTEJIFHO XJI0podopMa) KOJIMYECTBO
WHIWBUIYaJbHOTO BellleCTBA C 0a30BbIM HMOHOM
m/z= 267, GparMeHTHBIMU WOHAMU ¢ m/7 = 222,
239, 255, 283, 295 1 BEpPOSATHBIM MOJIEKYISIPHBIM
HOHOM ¢ m/zZ = 296, KOTOPOE MPeNnoONOXUTETHLHO
SIBJISIETCSI TMKApOOHOBOU KUCIOTON [2.2]mapanuk-
nodana (C3sH (O, MonexynsapHbIil Bec 296, 1 6a30-
BbIii noH M-CHO ¢ m/z = 267).

Cygsi 110 pOCTY MHTEHCUBHOCTU MOHA C m/7 = 44,
MpY HarpeBaHUHW aMITyJibl OCHOBHBIM MPOIYKTOM Jie-
CTPYKLMU 1oJiuMepa B nuara3oHe 350—550°C gis-
ercst CO,. B 3Tux yciioBUSIX MPOUCXOAUT YACTUYHOE
JleKapOOKCWIMPOBaHUE TToJIMMepa U TIpU TeMIieparty-
pe Boie 500°C Hapsny ¢ BeimeiaeHueMm CO, Hab0-
JaeTcs obpa3oBaHUE ABYX MPOIYKTOB C MOJEKYJISIP-
HbIMU MoHaMu 318 u 302, mpuyeM IMPOAYKT C MOJe-
KynsspHbIM BecoMm 302 oOHapyXeH B MUHUMAaJILHOM
KOJIMYECTBE Kak MpuMech. Macc-cnekTp NpoayKTa ¢
m/z = 318 XOpollo coIacyeTcss ¢ Macc-CIIEKTpOM
denondranenna CyH,,0O4 3T0 MoO3BOISIET Npeano-
JIOXKUTb, YTO HAPSILy C HUM 00pa3yeTcsl TakxKe U MO-
HocnupT: 3-(4-ruapoxkcudennn)-3-deHnn-2-0eH-

BBICOKOMOJIEKVJIAPHBIE COEAUHEHWA Cepusa b

3odypaHn-1(3H)-oH, coctaBa C, H,,0; c Monekysp-
Hoit Mmaccoir 302. IIpomyKTel TepMOACCTPYKIINU
moJimMepa, cofepxaline TUuKIIohaHoBbIe pparMeH-
ThI, TaKue Kak [2.2]mapauukinodaH (MOJIEKYISIpHOMN
maccoit 208, 6a3oBblii MoH 104), a Takxke 4-dop-
muii[2.2]napauukiodadH (MOJEKYJIsIpHOM Maccoi
236, 6a3oBbIif 1oH 104) 1 gudopmrn|2.2|mapaluk-
nodaH (MoJieKyJIsipHOM Maccoit 264), ipu 550°C He
o0pa3yloTcs.

TTA o6pa3zua 3-1 mokasai, 4To TepMHUUYECKHE MTpe-
BpallleHUsI, COMPOBOXIAIOIINECS TOTEPE MACCHI,
MPOTEKAOT B IIMPOKOM WHTEpBajie TeMIIEpaTyphbl 1
HaymHaroTcsd 1mpu nposeneHnn TTA Kak Ha BO3Iyxe,
Tak U B atMocdepe aproHa B obactu 180°C (puc. 1).

Taomuma 1. VYciaoBust MOydyeHUS] pas3IUYHBIX 00pas3LiOB
noauMmepa 3
O6pa- Buzn Croco06 moydeHust

3el; | obpasua

3-1 |Ilnenka BrinapuBaHue pacTBOpa UCXOJHOTO

noaumepa B CHCIl; u BbicylIMBaHue
npu 100°C Ha Bo3ayxe

3-2 |Ilnenka HarpeBanue obpaszua 3-1 mo 1000°C

B UHEPTHOI aTMoc(depe

3-3 |IInenka Orxur obpasua 3-1 pu 170°C

B BaKyyMe¢E

3-4 |ITopowok |IIepeocaxkaeHue oopasua 3-1 us
CH,Cl, MeTaHO/IOM U BBICYLLIMBaHUE

npu 100°C B Bakyyme

4-1 |Ilopomrok | Otxur obpa3siia 3-4 mpu 250°C

B BaKyyme

4-2 | Ilopomok | Otxxur obpasua 3-4 npu 300°C

B BaKyyme

4-3 |ITopomok | OTxur obpasua 3-4 npu 375°C

B BaKyyMe

5 |Ilnenka BrinapuBaHue pactBopa obpasua 3-4
B LIMKJIOTEKCAHOHE U BBICYILLIMBAHKE

npu 100°C Ha Bo3nyxe
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Puc. 1. Kpusie TTA Ha Bo3ayxe (1, 3, 5) u B atmocdepe aproHa (2, 4) mist obpastos 3-1 (7, 2), 3-2 (3) u 3-3 (4, 5).

B TemnieparypHoMm untepBaie 180—390°C Ha Bo3my-
xe (kpuBas /) u B uHepTHOI aTMocdepe (KpuBas 2)
MOTEPsI MacChl OJMHAKOBA U COCTaBJISIET BEJIUYUHY
nopsiaka 7 mac. %. Mcxons u3 JaHHBIX Macc-CIIeK-
TPOMETPUYECKOTO aHAIN3a TaKue MPOLIECCHl MOTYT
OBITH CBSI3aHHBI C yaaJleHUEM XJaopodopMa, coaepka-
merocst B tieHke. [Ipyu manbHEWIIEM ITOBBIIIEHUN
TeMIIepaTypbl XapakKTep TEPMUYECKOTO TTOBEICHUS
Ha BO3IyXe M B MHEPTHOI aTrMocdepe CTaHOBUTCS
paznuuHbIM. B aTMocdepe aproHa Tepmuyeckas ae-
CcTpyKuus mipotekaeT B uHTepBaie 400—610°C u npu
3TOM obGpasell TepsieT 10 37 Mac. %. Tepmookucian-
TeJibHasl JECTPYKIIMsI Ha BO3AyXe pa3BUBAeTCsl CTYy-
IEHYATO, B SIBHO BBIpaXKeHHbIC IBa 3Tama. [loteps
Macchl 00pa3lioM Ha IIePBOM 3Tarle 0JM3Ka K Ha0JIro-
JaBIIIelicsl B aproHe, a BTOPOI 3Tan pacIoyioXeH He-
CKOJTBKO BBIIIIE MO TeMIIepaTypHOIA IIKaJjie, B 00J1acTh
450—620°C, 1 conpoBOXKIAETCS ITOJHBIM Pa3JIoXKe-
HueM obpasua 3-1. MHTepecHO, YTO B 3TOM K€ TeM-
repaTypHOM MHTEpBaJie pa3jiaracTcsl Halejlo Ha BO3-
JIyxe TBepAblii octraToK (Tabin. 1, oOpaser 3-2),
o0Opa3oBaBIIviicsl B pe3yjbTaTe TEPMUUYECKON Jie-
CTPYKLIMU NMPUY HarpeBaHuu oopasua 3-1 1o 1000°C B
MHEPTHOI aTMocdepe (puc. 1, Kpusas 3).

C uenblo ynajeHus pacTBopuTesis (xaopodopMma)
IUIeHKa nojuMepa 3-1 Oblia BaKyyMMpOBaHa IIpuU
170°C (ta6u. 1, obpa3zen 3-3). Ha kpusoit TTA aToro
o0pa3sliia MpakTUYEeCKU TTOJHOCTbIO OTCYTCTBYET IO-
Tepsd MacChl B TeMIlepaTypHOM WHTepBayie 180—
320°C, ogHaKO B OCTaJIbHOM XapaKTep TEPMUUECKUX
U TEPMOOKMCIUTEIbHBIX TTPEeBPaIlleHU, CBSI3aHHbIX
C ToTepel MaccChl, aHaJOTUYeH HaOJII0JaBIIUMCS B
ucxoaHoi reHke 3-1 (puc. 1, kpusble 4 u 5). [Ipak-
TUYECKU OJIMHAKOBO U KOJUYECTBO TBEPIOrO OCTaT-
Ka, HabJIromaeMoe Mpu pa3IoxKeHU B atMocdepe ap-

BBICOKOMOIJIEKVJIAPHBIE COEIUHEHWA Cepusa b

roHa (tabj. 2, oopasen 3-2). Bo3amoxxHast mpuuamHa
TMTOJIOOHOTO TOBEAEHUST O0CYKIaeTCs HITXKE.

[MpencraBisamo WHTEpeC WCCIEIOBaTh TEpMUUIE-
CKoOe TToBeicHUE NoJiuMepa 3 B OTCYTCTBUE MpUMeceit
(octaToyHOro pacrBoputeiss — xjaopodopma). Cie-
IyeT oOpaTWTh BHUMaHWE Ha TOT DKCIIEpUMEHTAThb-
HbI (aKT, 4YTO U3 TAKUX CUCTEM, KaK CJIOXHbBIE apo-
MaTUYeCKHUeE MoJIMA(UPHI, Ype3BbIYAHO TPYIHO yaa-
JINTh ~ OCTAaTOYHBIL  PacTBOPUTENIb,  KOTOPBIM
VICTIOJIB3YIOT MPHU TTOJYUYeHUU TIJIEHOK W TTOKPBITHIA.
Jaxe mpu TeMIiepaType Bblllie TeMIlepaTypbl CTEKIIO-
BaHMSI PAaCTBOPUTEIb YIAINTL OYeHb TPYIHO, U M30a-
BUTBHCSI OT HETO MOKHO TOJIbKO TIepeocaxkiIcHreM B
HU3KOKUMsIIKUe pacTBopuTesiv. C 3TOil LieJIblo HaMU
TOJTyYeH TIepeocakIeHneM 13 MeTHJICHXIOpUIa Me-
TaHOJIOM MMOPOIIIKOOOpa3HbBII 00Opa3ell rmojauMepa 3-4
(taba. 1), KOTOpBIM OBUT BHICYIIIEH B BaKyyme IIpU
100°C. JaHHbIe 2J1eMEHTHOro aHaau3a (Tabi. 3) 3To-
ro obpasiia COOTBETCTBOBAJIM PACYETHBIM 3HAYEHU-
sIM, YTO CBUJIETEJIbCTBYET 00 OTCYTCTBUU PACTBOPHU-
Tes.

Ilo pesynabraraM Macc-CIIEKTpOMETpUU oOpasiia
3-4, OCHOBHBIM MPOIYKTOM, IECOPOUPYIOIINM U3
nojrMMepa B BaKyyMe MpU €ro HarpeBaHWUM B Auaria-
30He 50—200°C, sBnsgercss Tojyoda (0a30BbIli HMOH
C,H; c m/z =91 u MoneKkyasipHblii MOH ¢ m/z7 = 92),
KOTOPBIN, BEpOSITHO, OOPa30BLIBAJICS U OCTAJICS B
noJrMMepe B XoJe Tipoliecca cliuBKU. Kak u B ciyyae
oOpasua 3-1, OCHOBHBIM HPOIYKTOM IECTPYKIIUU
nonuMepa 3-4 B auanazoHe 350—420°C sasigercs
CO, (noH ¢ m/z = 44). B 3TUX yCI0OBUSIX TPOUCXOAUT
JacTUIHOE JIeKapOOKCMIMPOBaHKE TTOJIMMepa v, Ha-
psany c BbiaenaeHuem CO,, HabmomaeTcss obpa3oBa-
HUE MPOAYKTa C MOJIEKYJISIpHBIM MOoHOM 318 u 6azo-
Ne 3
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Ta6muna 2. Hekotopble mapamMeTpbl TEPMUYECKON U TEPMOOKUCIMTEIBHOM NeCTPYKIIMU TUIEHKHA 00pa31ioB IojuMepa 3,

IMMOJTYYCHHBIX B pa3HbIX YCJIOBUAX

Temneparypa T; ,°C TBepmplii ocTaToK (Mac. %) TIpu HarpeBaHUU
O6pas3el; 5
otxura, °C
Ha BO3IyXe B aproHe Ha BO3IyXe B aproHe
3-1 100 302 302 4.5 63
3-2 1000 483 - 4.1 —
3-3 170 403 403 2.1 66

* TemriepaTypa 5%-HOli IMOTEPU MacChl.

Taomuna 3. TepMuueckue XapakKTepUCTUKM TTepeocakIeHHOTO 00pasiia moimMepa 3-4 v moJydeHHBIX U3 HETO OTOXKEH-

HEBIX 00pa31oB 4

05 Temmeparypa HMaHHbIe TF,°C KoOKCOBHIiT ocTaTtok, Mac. % | TerutoBoii adbekT
paset | - o e oC | IEMEHTHOro
’ aHanu3a, % | Ha BO3[yxe/B aproHe Ha BO3IIyXxe/B aproHe T °C |AH, xIX/T
3-4 100 C78.92 359/401 0/48 293 1.59
H5.15
4-1 250 C77.88 366/454 5/55 314 1.26
H 4.99
4-2 300 C81.04 378/461 6/62 334 0.89
H 5.20
4-3 375 C 87.30 436/470 1.7/71 338 0.35
H5.14

* TemriepaTypa 5%-HOl IMOTEPU MacChl.

BbIM MOHOM C m/Z = 274, 4TO XOPOIIIO COIJIACyeTCs ¢
macc-crniektpom peHondranenna C, H,,O04;. [Mpu-
MEpHOE COOTHOIIIEHWE KOJIMYECTBA MPOMYKTOB Tep-
Moaecopouuu (Toiyost) u tepmoaectpykuuu (CO, u
deHonpraenH), HaliIeHHOE ITyTeM WHTErpHUpOoBa-
HUS TUTOIIAIN TePMOMACC-CIIEKTPOTrpaMMBI, COCTaB-
sstet 10 1 90% coorBercTBeHHO. [1pOoayKTHI TEpMO/IE-
CTPYKIIMH TTOJIMMEpa, coiepxKaliue ITUKIIohaHOBEIE
dparMeHTHI, ¥ B 9TOM ClIydae OOHapy>KEeHBI HE OBITH.

CootsetctBytoie TTA u JITA KkpuBble a1 00-
pa3ua 3-4 npuBencHEI Ha pUC. 2, a HEKOTOPHIE YKC-
JIOBbIE TMapaMeTpbl TEPMUYECKOU U TEPMOOKHUCIIU-
TEJIbHOU NECTPYKIUU — B Ta0OI. 2.

BupHo, yTo TepMudecKue IIpOLIECCHI, pa3BUBaIO-
IIMecs B TIEPeOCaKICHHOM oOpa3slie 3-4 mpu HarpeBa-
HUU B MHEPTHOI aTMocdepe, 0JM3KKU K UMEBIIIMMCS B
TUIeHKe, cofepxaBieii xjiopogopm (3-1). [Morepst mac-
ChbI 00Opa3IloM TakKe HabiromaeTcs B MHTepBaie 400—
610°C (puc. 2a, kpuBasg 2), HO KOJUYECTBO TBEPIOIO
OCTaTKa HECKOJILKO HIKE U paBHO 48 Mac. %.

OJHaKO TEpMUYECKOE OKUCIEHUE MepeocaxieH-
Horo obpa3zia 3-4 mpoTeKaeT COBEPIIEHHO MO UHOMY
MexaHu3My, ueM nonumepa 3-1. BugHo, yto B obia-
ctu 300°C Ha TepMOIpaBUMETPUYECKON KPUBOU
MIPUCYTCTBYET 00J1acTh Habopa Macchl 0Opas3loM (10
2 Mac. %), mocJie 4ero HaYMHaeTCsl eT0 MHTEHCHUBHOE
paznoxenue (puc. 2a, kpuBasg I). Ha xkpusoit ATA
Takoro oOpasla MNPUCYTCTBYET 3K30TEPMUYECKUIA

BBICOKOMOJIEKVJIAPHBIE COEAUHEHWA Cepusa b

addekT (puc. 20, kpuBas /), BeIMYMHA KOTOPOTO
orpeesisieTcsl TepMUUYECKO TTpeibicTopueii oopasiia.

CorylacHO JUTepaTypHbIM JaHHBIM, B TTOJUOEH3-
uMuaasonax [4], apomMaruyeckux mojaudcpupax, Mmo-
JucyibdoHax M TIOJMKETOHAX, COAepKallluX Iapa-
nuKJIohaHWIbHBIE [5] 1 PTOp3aMenIeHHbIe 0 OeH-
3WIbHBIM  TOJIOKEHUSIM  MHapaiukiodaHuIbHbIE
3BeHbsI [6], MpU TepMUUYECKON 00OpabOTKe CBEIIIE
250°C mpoucxXoauT pacKpBITHE MOCTUKOBBIX TPYIIII C
MOCJIeAYIOIIEed MEXMOJIEKYISIPHOI pPEeKOMOWHAIIM-
e, 4TO MPUBOAUT K 00pPa30BaHUIO CEeTYAThIX CTPYK-
Typ, OHA U3 KOTOPBIX IIpUBEIeHA HIXKE Ha TTpUMeEpe
noJIMOEH3UMNIa30J1a, COAepKaIllero Imapamnkioda-
HOBBIC (pparMeHTHI [4]:

S
OO
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Puc. 2. Kpusbie TTA (a) u ATA (0) njs nepeocaxaeHHoro rnojumepa 3-4 (7, 2) v nosy4eHHbIX U3 HEro oopas3uos nocie
orxura npu 250 (monumep 4-1, kpusast 3), 300 (moaumep 4-2, kpubas 4) u 375°C (nonumep 4-3, kpusast 5). KpuBbie CHITHI

Ha Bo3nyxe (1, 3, 4, 5) u B aproHe (2).

Hawmm mpoBeneH oTKUT TIepeocakIeHHOro oopas-
I1a mojamMepa 3-4 B BaKyyMme TIpU pa3TuIHOMN TeMITepa-
Type: 1ipu 250°C — obpasernr 4-1; ipu 300°C — obpazer
4-2; ipu 375°C — obpaselr 4-3 (Tad:. 1) ¢ LEIbIO BhIsIC-
HEHUSI BIVSIHUSI TEPMUUYECKON MPEIbICTOPUN Ha €ro
CBOICTBA, B aCMEKTe BO3MOXKHOTO PACKPBITUS MOCTH-
KOB, TIPMBOMSIIETO K OOpPa3’0BaHUIO ITMKINIECKUX
CTPYKTYp. BBIIO YCTaHOBJIEHO, YTO Y3Ke TOCTe OTKUTa
pu 250°C obpaselr TepsieT paCTBOPUMOCTb, YTO CBUIC-
TEJILCTBYET 00 00pa3oBaHUM CeTYAThIX CTPYKTYP U CO-
IJacyeTcsl ¢ INTepaTypHbIMU JaHHBIMU.

Ha puc. 2 u B Tabn1. 3 mpuBeaeHbI pe3ysisraThl TTA
n A TA niist ucxogHoro oopasiia 3-4 v 1ojrydeHHBIX U3

BBICOKOMOIJIEKVJIAPHBIE COEIUHEHWA Cepusa b

HETO OTOXCKEHHBIX 00pas3noB cepuu 4-1—4-3. Bun-
HO, 4YTO OJisI OTOXZ KEHHBLIX 00pa3loB B 00JaCTU
300°C npouCXOaUT YBeTUUEHNE MacChl (AHAJIOTUYHO
UCXOJHOMY IlepeocaxkaeHHOMY o00pas3ily), COMpO-
BOXIammieecsT B3K30TepMHUYeCKMM 3(p@PEeKTOM Ha
kpuBoil JITA. IMonoxeHne MakcuMyMa 3K30TEPMU-
yeckoro 1mMka Ha kpusoit JITA a1t oopasnoB 4-1—4-3
CMeIlaeTcs 110 CPaBHEHUIO ¢ HAOIIOAABIIMMCS IS
MCXOIHOTO obpa3ia 3-4 B 00acTh 00jee BHICOKOM
TeMIIepaTyphl, COOOpPa3HO C YBEJIMYEHUEM TeMIIepa-
TypbI TEpPMUYECKOI 00padboTKM B BakyyMe. [1pu npo-
BeneHuu TTA Kak Ha Bo3ayxe, TaK MU B MHEPTHOM aT-
Mocdepe NoBhIIIAeTCs TeMIteparypa 5%-Hoii morepu
Ne 3
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Ta6muma 4. Hekotopble (hr3nyeckre XxapaKTepUCTUKYU TToTuMepa 3 1 TTPeAIoaraéMbIX CETYAThIX CTPYKTYP

° % o Hwusnekrpuyeckast
Oo6o3HaueHne T, °C Ty ,°C [POHHMLIAEMOCTb, €
TMOJTUMEPOB

9KCIEPUMEHT pacyer SKCIMEPUMEHT pacyer SKCIEPUMEHT pacyer

3 210 208 420 421 3.10 3.01
3.06%*

3a — 204 424 — 3.01

36 - 199 427 — 3.01

* TemrepaTypa Hayajla MHTEHCUBHOM TEpMUYECKOI AeCTPYKIIMM B MHEPTHOM cpefe.
** BenunHa € pacCYMTaHa 10 COOTHOIIEHUIO (4) C yIeTOM MPUCYTCTBUS B TIEHKE XJiopodopMma.

MAacChl, CYIIECTBEHHO BO3pacTaeT U KOJMYECTBO
TBEPIIOTO ocTaTrKa B aproHe (Tadi. 3). OTKur B BaKy-
yMme 1ipu 375°C IpuBOAUT K 00pa30BaHUIO MPOIYKTa,
OJIM3KOr0 MO TEPMOOKUCIUTEIBHON CTOMKOCTU K
“TBepmoMy” OCTaTKy, 0Opa30BaBIIIEeMYCS ITOCJIE Tep-
MUWYECKOM AEeCTPYKIMHU TJIEHKM TToauMepa (puc. 1 u
Tab1. 2, obpaserr 3-3).

OTMEeTUM TaKKe U YMEHbIIeHUE BeJIMYUHBI 9K30-
TepMuueckoro 3ddexra B obpasnax cepuu 4, moay-
YEeHHBIX MOCJe TePMUYECKON 00pabOTKM MpHU pas-
JIMYHBIX TEMITepaTypax, 110 CpaBHEHUIO ¢ HAabI01aB-
IIMMCSI B ICXOTHOM IepeocakIeHHOM oOpasiie 3-4.
OueBUAHO, YTO IIPU TEPMUUIECKOI 00pabOTKE B BaKy-
yMe TTPOUCXOJUT YaCTUUHOE PACKPBITUE MOCTUKOB C
nocJieaylollei HUK/IN3alueil, M 4YeM BhIIIe TeMIlepa-
Typa OTXura, TeM ¢GopMUpyercss Oojee IUIOTHas
ceTyaTasi CTpyKTypa (moaumMmepsl 4). DK3oTepMule-
ckuit adekT nmpucyrcTByeT Ha KpuBoil I TA maxe
LTSI TTOJIMMepa, oToxkeHHoro npu 375°C (puc. 206,
KpuBas J).

IIpu comocTaBIeHUU TEPMUUYECKOTO TTOBEACHUS
IUIeHKU 3-1, mony4deHHo u3 xjaopodopMa, 1 odpa3s-
1a 3-4 (CBOOOTHOTO OT PaCTBOPUTEIISI) OBLIO BBHIIBU-
HYTO TPEAIOJI0XKEeHNUE, UTO TPOLECC CIIMBKU, UIY-
LU C paCKPBITUEM MOCTUKOB, UMEET He TOJIbKO Tep-
MUYECKHMII XapakKTep, HO MOXET OBITh TaKXe
KaTaJIU3MPOBaH OCTAaTOYHBIM XJI0podopMoM (Haxe
ero CJaeI0BbIM KOJUYECTBOM), TPUCYTCTBYIOIIMM B
oOpaslie 3a CYeT JIETKOCTU 00pa3oBaHMs 3TUM pac-
TBOpPUTEJIEM CBOOOIHBIX pamukanoB. Ilpum sTtom B
MPUCYTCTBUU XJIO0pOodopMa pacKpbITUE MOCTUKOB C
MOCJIEAYIOIIMM O0Opa3oBaHUEM CETYATBIX CTPYKTYP
MPOMCXOAMIIO OoJIee TTOJTHO MIPH ropas3ngo doyiee HU3-
Koii Temrieparype. IlineHka, OTOXKeHHass MpU
170°C, 6bu1a HepacTBopuMa, a Ha KpuBoii TTA uc-
XOIHOM TUIEHKHM OTCYTCTBOBaJIa 001acTh HAbopa Mac-
ChI 00pa3LIoM.

Bo3M0OXXHO, IMEHHO 3THM U O0YCJIOBJICHO paBeH-
CTBO TBEPIBIX OCTATKOB MPU TEPMUUIECKOM Pa3IoKe-
HUM KCXOAHOM IUICHKM 3-1 M OTOXKEHHOIO IIpu
170°C o6pasua 3-2. Tak, B McxogHO# ruieHKe 3-1
dopMHpOBaHNE CETIATON CTPYKTYPHI MPOUCXOIUIIO
B JOCTATOYHO ILIMPOKOM TeMIIEpaTypHOM MHTepBaJe
B MPOLIECCEe HarpeBaHUsI OMHOBPEMEHHO C yIaJleHU -

BBICOKOMOJIEKVJIAPHBIE COEAUHEHWA Cepusa b

eM xjaopodopMma. B oToxkKeHHOM IUIeHKe 3-2 IUIOT-
Hasl ceTKa c)opMUpoBaach B IIpoliecce TepMooopa-
00TKM OJaromapst KaTaIuTHIeCKOMY MEHCTBHIO XJIO-
podopMa TIpH CpaBHUTEILHO HU3KOHN TeMIlepaType
(MeHblLIel, YeM TemIieparypa crekiaoBaHus T, moau-
Mepa 3, Kak OyIeT ImoKa3aHo HIKe). DTOo Aej1aio He-
BO3MOXXHBIM yHajleHUEe OCTaTOUYHOTO PacTBOPUTENS
MPY HarpeBaHUM IO TEMIIEPATYPhl HIDKE TeMITepaTy-
pBl Hayaja TEPMUYECKOU HEeCTPYKIIMU OCHOBHOM
MaKpOMOJIEKYJISIPHO 1M1, KOTopasi, OUeBUIHO, Jie-
XuT B obmactu 400°C.

OnHako xapaKTep TepMUYECKHUX MIPEeBpallleHU i Ha
BO3IyXe W B aproHe NpUd HarpeBaHWU obpasua 5
(Ipeacrapisioniero codoil IUIEHKY mojimMmepa 3-4,
OTJIUTYIO U3 LIMKJIOT€KCAHOHA, He CKJIOHHOTO K 00pa-
30BaHMIO CBOOOIHBIX paINKAJIOB, M BEICYILIEHHYIO Ha
Bozayxe npu 100°C B TeueHue 10 4; Tabj. 1) aHamo-
TMYeH HaOJIOJAaBIINMCS IS TJIEHKH 3-1, moydeH-
Hoi1 u3 xiopodopmMma (puc. 1, kpusie I u 2). Beposr-
HO, TIPUCYTCTBUE JIIOOOTO OCTATOYHOTO PACTBOPUTE-
JIsT obJierdaeT MaKpOMOJIEKYJISIPHYIO ITOJBMKHOCTh
MpY MOBBIIIEHHBIX TEMIIEpATypax, KOTopasi, B CBOIO
ouepelb, CIIOCOOCTBYeT OoJjiee paHHEMy oOpa3oBa-
HUIO TPEXMEPHBIX CIIUTHIX CTPYKTYP.

Takum o6pa3zoM, HaTMYME PAaCTBOPUTEIST B 000OMX
cyJasx KaTaJdu3upyeT IMPOIECC CIMUBKU, C OTHOI
CTOPOHBI, 32 CYET OTHOCUTEJILHO JIETKOI OKUCISIEMO-
CTH TIPUCYTCTBYIOIINX PacTBOPHUTENEit, a ¢ Ipyroit
CTOPOHBHI, 3a CYET 00pa30BaHUS “IIOPUCTON” CTPYK-
TypHI TIOJIMMepa B TIpoliecce yaaJeHUsI pacTBOPUTE-
JIei.

N3mepeH psa pusnyecKux XxapaKTepUCTUK TTOTY-
YEeHHOTO CJIOXHOTIO nojuadupa 3 B BUIe iieHKu 3-1
W MTPOBEJICHBI paCYEThl XapaKTePUCTUK KaK UCXOTHO-
ro noaumepa 3, Tak U BO3MOXHBIX CETYATBIX CTPYK-
Typ 3a u 30, KOTOpbIe MPEACTABJISIN COO0M Uaeanb-
HbIC MOJIMMEPHBIE CETKU, NU300pakKeHHbIE B COOTBET-
CTBUM C MEXaHU3MOM, TMPEIOXKEHHbIM IS
o0pa3oBaHMsI CeTOK B pabotax [4—6]. [ToxyyeHHBIC
JIaHHBIE TIPEJCTABICHEI B Ta0JI. 4.
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DKcnepuMeHTanbHO T, OTIPEEIsuIN 110 TEPMOME-
XaHUYECKON KpMBOM, MOJYYEHHOM Ha IUIEHKax B
YCIOBHUSIX OMHOOCHOIO pacTskeHusl. Mi3MmepeHus
MPOBOAMIM Ha phIYaXKHOM IIpHOOpE, KOTOPHIil 00ec-
MeYnBaeT TOIAepXKaHUE CTPOro MOCTOSTHHOTO Ha-
IpsEKeHMs B IJIeHKe npu ee aedopmanuu. [TocTossH-
Hoe HarnpsikeHue coctasiisuio 1.13 MIla, ckopocTts
HarpeBaHUsI Obla 4 Tpag/MuH. TepMoMexaHUUYecKas
KpuBasi, HOJydeHHas IJIs1 JMHEWHOTO MoJuMepa, mo-
KazaHa Ha puc. 3. Temrieparypa CTEKJIOBaHUS, Cyds
110 TepMOMEXaHUYECKOI KpuBoii, coctaniseT 210°C,
4TO XOPOIIIO COBITAAET C PACYETHBIMU TAHHBIMU.

TemrmepaTypy CTeKJIOBaHUS JUHEAHOTO ITOJIUMeEpa
T, pacCYMTHIBAIOT 11O COOTHOLIEHUIO [7—9]

San

Y E— (1)
Y INEDY)
i J
€, %
141
10}
6_
2_
~ 200 300 T, °C

Puc. 3. TepmoMexanuueckast Kpuas obpasua 3-1.
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30

rac ZAV, — BaH-ICp-BaalbCOB o0bbeM IIOBTOPAIO-
i

11Ierocs 3BeHa; a,— Habop KOHCTaHT, XapaKTepU3ylo-
IX DHEPrUI0 CJIA00ro JUCIIEPCUOHHOIO B3anMMOOCH-
CTBMSI KaK CpeIHMIA BKJIaa KaXKJI0ro aToMa B 3TO B3au-
MozeiicTBue; b, — HabOp KOHCTAaHT, KOTOpbIE
XapaKTepPU3YIOT SHEPTUIO CUJIBHOTO CIeLIM(pPUIECKOro
MEXMOJIEKYJIIPHOTO  B3aMMOIEUCTBUS  (JIUTIOJNb-AM-
TI0JIbHOE B3aMMOJIEICTBUE, BOJIOPOIHBIE CBSI3U U IIP.).
TeMnepaTypy CTEKJIOBaHMsI CETYATOTO ITOJIMMEpa
PacCYUTHIBAIOT IO COOTHOIICHUIO [7—9]

S
~— @)

DAV, + Db |+ D KAV,
i J i

3necn (z, A V,.)rf — BaH-ep-BaaIbCOB O0BEM I1OBTO-

T,

g

Lch crl.p

psrolierocst bparMeHTa CETKU; (z aGAV, + z b j) —
4 J l.ch
Ha0Op KOHCTAHT 151 IMHEWHBIX LIeTIei, BXOASIIINUX B

TMOBTOPSIOIICICS (PparMeHT CETKU; (ZK ,AVi) T
i crl.p

HabOp KOHCTAHT JJIsI y3Jia CETKU.

st TMHEeHOro CJI0XHOro Moauadupa pacyer-
Has TeMItepaTypa crekiioBaHus paBHa 208°C. Temrie-
paTypa Hayajla ”THTEHCUBHOM TEPMUYECKOM AECTPYK-
11U, KOTopasi OTpeaessieTcs U3 TepMOTrpaBUMETPU-
YEeCKOM KPUBOUW B MHEPTHOM Cpeae, COCTAaBISIET IS
JaHHoro noauMepa 420°C, 4To XOpOILIO COBIIAAAET C
PacyeTHOM BEIMUYMHOM, UMEIOLLUEH TO XX€ 3HAUECHUE
(tabn. 4, monumep 3).

JAV3aeKTprUIeCcKyIO IIPOHUIIAEMOCTD € TOJIMMEPOB
PACCUYMTHIBAIOT MO YPaBHEHUIO [7—9]

kag| D R+ D AR,
i J
NSa 3)

B KOTOpOM R; — MosibHas pedpakiius i-ro atoMa uin
rpyNnbl; K,,, — CPEIHUI KOI(DOULIMEHT MOIEKYIISAP-

8—1:
e+2
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HOW yIakoBKHU; AR; — BeJIMYMHA KOPPEKILUU, CBS-
3aHHOW C opueHTauuen numnonei; Ny — yucio ABo-
raapo.

JunsIexTpuuecKyo ITPOHUIIAEMOCTh [Jisl OIHO-
POIHOI cMecH TToJIuMepa C SKUIKOCTBIO OTIPEAeIsSIIOT
0 COOTHOIIIEHUIO

e—1_
c+2

a +2[ZAV] +oc2
(3o ez

e € U & — OURJEKTPUYECKUE MPOHULAEMOCTH
KOMITOHEHTOB | 4 2; 0| U 0L, — MOJIbHBIE J0JIM KOMIIO-

HEHTOB 1 u 2; (ZIAV,-)1 " (Z,AV")Z — BaH-IEep-
BaajibCOB 00bEM KOMITOHEHTOB 1 1 2.

Jns paccMaTpuBaeMOIO CJIOXHOIO Tmojmadupa
(Z{AV,)z =520 A3 mis xnopodopma (ZI,AV[)2 =
=732A%

JusnexTprudueckasi MPOHULIAEMOCTb JJIsI TIEHKU
3-1, comepxateii 5.5% xmopodopma, paBHa 3.10, B
TO BpeMsI KaK pacuyeTHasl BeJIMYMHaA JJIsl YUCTOro Mo-
numepa coctapisget 3.01. Eciu onpenenuts Beauuum-
HY IMBJICKTPUUYECKON MPOHUIIATEIbHOCTH JIJIsl CMECHU
noan3dupa ¢ xiiopoopmom o popmyite (4), TO IMO-
Jydaercsa BenuunHa 3.06, GaM3Kasg K OKCIEPUMEH-
TaJIbHOM.

CBoCTBA TUITOTETUYECKUX CETIATHIX CTPYKTYP 3a
1 30 TakKe ObUIM pacCUMTaHbl, B pe3yJIbTaTe 4Yero
TeMmriepaTypa CTeKJOBaHUSI CETKM 3a cocTaBuJia
204°C, a cetku 36 — 199°C. 3HauuT, nepexoI OT JI1-
HEUHOUN CTPYKTYpbl K CETYATOM B JNAHHOM CJjy4dae
MPaKTUYECKU He U3MeHseT T, Tak Kak IMpH TpaHC-
dopMaLy LUKIa 00pa3yroTCs JIMHEHHbBIE 1IEITOYKU
—CH,—CH,—, KoTopble TOHWXAIOT TeMIeparypy
CTEKJIOBAHUSI, HECMOTPSI HA TO, UTO CaMU Y3JIbl CETKHU
MOBHIIIAIOT €¢.

TepMorpaBuMeTpuyecKre KpPHUBBIE IT0KA3bIBAIOT,
YTO MIPU UCOBITAHMU B MHEPTHOM cpeie (aproH) KOK-
COBOE YMCJIO JOCTUTAET BeJTMIMHEI 6ojiee 60%, KOTo-
past coxpaHsieTcs ripu HarpeBaHuu 1o 1000°C. Takum
0o0pa3oM, JaHHas UCXOQHAasl CUCTeMA, SIBJISISICh XOPO-
III0 PAaCTBOPMMOI1 B TOCTYITHBIX OPraHUYECKUX pac-
TBOPUTEIISIX, MOXET CJIYXXUTh BEIMKOJCHHBIM IIO-
KPBITUEM JJIS1 allllapaToOB, UCITOJIb3YEMBIX B pesKUMeE
9KCTPEMaJIbHBIX TeMIEPaTypPHbIX BO3ACUCTBUIA B OT-
cyrctBue Bosmyxa. OOpamiaeT Ha ce0s BHUMaHUE
TakKe TOT GakT, 4yTo Iocjiae nporpeBanus g0 1000°C
B BaKyyMe JIaHHasl CUCcTeMa IIpy ITOBTOPHOM Harpe-
BaHMU Ha BO3MyXe HAYMHACT MHTEHCUBHO pa3jiaraTh-
cs mpu 6oJiee BBICOKOI TemrepaTtype (okoso 500°C)
o cpaBHEHMIO ¢ ucxoaHoi (10 400°C).

TakuM oOpa3oM, NepBOHAYAIBHO MOIYyYeHHBIN
JIMHEeWHbIH noauadup 3, comepxkaliuid MOBTOPSIIO-

{ZAV} @)

bl
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Iyecs napauukiIo@aHWIbHbIE 3BEHbsI, IIPU TEPMMU-
YyecKoli 00paboTKe B pa3INYHBIX YCIOBUSIX 00pa3yeT
CeTYaTyIO CTPYKTYPY 3a CUET CIIMBAHUS, IIPUYEM Ha-
JIMYME OCTAaTOYHOIO PacTBOPUTEIISI KaTaJu3MpyeT
3TOT Ipouecc. Odpa3zoBaHUE CETKU TTO3BOJISIET U3ME-
HSITh MEXaHNYCCKHE, TEPMUYSCKUE U APYTUE BaXKHbIC
(PU3UKO-XMMUIECKIE CBOMCTBA KOHEYHBIX ITOJIME-
poB.

DKCIepUMEHTAIBHO TTOJTy4eHHbIe 3HaYeHUs 1, 1
T, B UHEPTHOU cpene, a TakKXKe AUIIEKTPUYECKOU
MPOHUILIAEMOCTHU JJIsI TToJMMepa 3 XOPOIO Coriacy-
IOTCSI C paCYeTHBIMU 3HAYCHUSIMMU.

OKCINEPUMEHTAJIBHAA YACTb

Huxnopanruapun [2.2|napaumnkiodan-4,16-gu-
KapOOHOBOI KHUCJIOTHI 2 MOJydalu CICAYIOIIMUM 00-
pasoM. K cycniensnu [2.2]mapanukinodan-4,16-mm-
KapO6oHoBoM KucaoThl (5.50 1, 18.58 MMou1s1) B TONTyO-
Jie (53 mn) nipu nepemeniuBanuu npudasuwiu SOCI,
(5.43 M1, 74.32 mmonst) u IM®DA (3 karuin). Peakiiy-
OHHYIO CMECh KMITITIIN 3 4 M OCTaBUJIM HAa HOYb ITPH
Temiieparype 13—15°C. BpinaBiunii ocanox oTuib-
TPOBAJIU U MEPEKPUCTATIIN30BATIN U3 CMECU TOTYOJI—
SOCI,. TTpo3pauHble KpUCTaUIbl AUXJIOPAHTUAPUAA
[2.2]mapauukiiodan-4,16-1uKapOOHOBOM KHUCJIOTHI
oTduibsrpoBanu u npoMbuin cmecbio SOCI,—T1oiyon
(2 x 50 mu1). Ocagok cymuiau B Bakyyme (1 MM pT. CT.,
8 1). Bexom 3.7 1 (70%). Temmiepatypa pastosKeHUsI
cocraBmuia 294—330°C.

Haiineno, %: C 6445, H4.27, Cl122.37
HHH C18H14C1202
BbIYMCIIEHO, %: C 64.88, H 4.23, Cl121.28

Macc-cnexrtp [m/z, (I, %)1: 334 [M]* (5); 332
[M]* (10); 299 [M—CI]*(10); 298 [M—CI—H]* (31);
297 [M—CI]*(30); 296 [M—CIl—H]*(74); 268 (16);
267 (16); 261 (11); 252 (14); 247 (20); 233 (12); 205
(25); 203 (11); 202 (11); 191 (13); 189 (14); 166
[M/2—H]* (18); 131 [(M—C1)/2]* (100). Cnextp
SAMP'H (CDCl;, 88, M.1., J, Tir): 2.85—3.00 (m, 2H,
—CH,—CH,—); 3.01-3.23 (M, 4H, —CH,—CH,—);
3.96—4.12 (m, 2H, —CH,—CH,—); 6.55 (m, 2H,
3J=17.8,2 H, H(7), H(12)); 6.66 (a.1, 2H, 3/ = 7.8,
47=1.8, H(8), H(13)); 7.15 (u, 2H, 4J = 1.8, 2 H,
H(5), H(15)).

CnoxHplli moauagup (roauapuiar) 3 CUHTE3U-
poBanu IO clenylolleil MeToauke. B Tpexropiyio
KOJIOY, CHaO>KE€HHYIO TMIPO3aTBOPOM (B 3aTBOP 3aJIM-
au 1,2,4-tpuxyiop0eH30J1), TpyOKoit Ajisl TTogauu ap-
TOHa Y OTBOJOM T'a30B CO CUETUMKOM ITy3bIPHKOB, 3a-
TMOJIHEHHBIM  1,2,4-TpnXJTOpOEH30JIOM, BBITTOJTHSIIO-
M OJHOBPEMEHHO (PYHKIIMIO TMAPO3aTBOpa, Iocje
npoayBKU aproHoMm 3arpyxaau 3.18 r (10 mMMoJib)
3,3-6uc-(4'-ruppoxcudpenmn)praaumga (peHondra-
JeuHa), 3.33 r (10 MMoJb) AUXTOpaHTUAPUIA
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[2.2]napauukiiodpan-4,16-1uKapOOHOBOI  KHUCJIOTBI
2u 15 M1 1,2,4-TpuxnopbdeH3osna. CUHTE3 OCYyIIEeCTB-
JISLTA TIPU MIOCTETIEHHOM TOBBIIIIEHUM TeMIepaTyphl
B 6aHe B TeueHue 2 4 10 200°C u nipu 310# TeMmepa-
Type B TeuyeHue 10 4. PeakumoHHyiO0 Maccy mocie
oxJIaxIeHUs1 pacTBopsiiu B S0 M1 xaopogopMma, pac-
TBOp OT(MUIBTPOBBIBAIN W TTOJIUMEDP BBIOEISIIA TIe-
peocaxaeHueMm B MmetaHo (300 mut). BeinaBiumii mo-
JuMep oT(UIBTPOBBIBAIN 1 IMTPOMBbIBaIY TTOCJIeI0Ba-
TeJTbHO HECKOJIPKO pa3 METaHOJIOM, 3aT€M allecTOHOM.
Cy1iky nojimMepa oCyIleCTBJISIJIU TP MOCTENEHHOM
noabeMme Temmnepatypsbl ot 80 1o 120°C u nipu 120°C
B TeueHue 12 4. Beixon noaumepa 3 coctaBuit 95%.

W3 nonumepa 3 Obula MoJjiydeHa IUIEHKA IyTeM
pacTBOPEHMST €ro B XJIOpodopMe ¢ ITOCIeAYIOIMINM
WCITapeHNEeM PaCTBOPUTEINSI TP KOMHATHOI TeMIle-
paType Ha TUIOCKOM TIOMJIOKKE W BBICYIIMBaHUEM
npu 100°C B Teuenue 10 u (o6paszels 3-1).

C73.15,
C 78.88,

C15.29
0 16.59

Haiineno, %: H4.13,

Boraucneno, %: H 4.53,

Crnekrp AMP 'H (CDCl,, 88, Mm.a., J, T1x): 2.85—
3.03 (M, 2H, —CH,—CH,—); 3.05-3.30 (M, 4H,
—CH,—CH,—); 4.02—4.20 (M, 2H, —CH,—CH,—);
6.57—6.68 (M, 2H, apom. H mapanukinodaHmIsHOTO
¢parmenra — ILD); 6.77—6.87 (M, 2H, apom. H
IMu®); 7.10—-7.22 (a, 2H, apom. H I ®), 7.30—7.53
(M, 6H), 7.53-7.65 (M, 2H), 7.70-7.77 (M, 1H),
7.92—8.10 (M, 1H).

BbUH TT0JTyd4e HbI 00pa31bl MOJIMMEPOB, IIPEICTaB-
JICHHBIC B Ta0JI. 1.

Macc-crekTp 2/1eKTpoHHOTO yaapa (DY) auxiop-
anrugpuga  [2.2|mapanukiiodan-4,16-gukap6oHO-
BOI KHUCJIOTHI 2 PETUCTPUPOBAIN Ha CIIEKTPOMETpE
Kratos MS 90 (70 »B).

CpeMKy TepMoMacc-CleKTporpamMM IJIEHOK I0-
numepa 3-1 nmpousBoaUSIu B Macc-crieKrpomerpe VG
ANALYTICAL 7070E (9Y, 709B) B mpouecce CTy-
neH4vaToro (uepe3 50°C) HarpeBaHus amiryia ot 50 1o
550°C. CbreMKy TepMOMacc-CIeKTporpaMM 0o0pa3-
11a noauMepa 3-4 oCyIlecTBJISIM B MacC-CIIEKTPO-
metpe Finnigan Polaris Q (3Y, 709B) B mpoiiecce
HarpeBaHust amMmyJibl oT 50 10 420°C co CKOPOCThIO
60 rpag/mMuH. B 060X cirydasix oGpasiibl 3arpyKalii
B KBapleBble MUKPOAMITYJibl, KOTOPbI€ BCTaBISIU B
oborpeBaeMblii HAKOHEYHUK IITAHTU MPSIMOTO BBO-

BBICOKOMOIJIEKVJIAPHBIE COEIUHEHWA Cepusa b

nma. Ilepen mpoBeseHEM TepMOIN3a 00Pa3IlOB B TOM
K€ Aauaria3oHe TemIiepaTyp CHUMAJIM TepMOMAacC-
CIIEKTPOrpaMMBbI ITYCTHIX aMITyJI, IIOATBEepXKAaoIIe
OTCYTCTBHE KaKUX-IUOO 3arpsI3HEHWM aMITyJdbl U
IITAHTH.

Crextpel SIMP peructpmpoBann Ha tmpudope
“Bruker AVANCE-400” ¢ paboueil 4acToTOM
400.13 MIi1 ('H), ncrnionb3ys B Ka4eCTBE BHYTPEHHE-
ro cTraHjapTa CUTHaJbl OCTAaTOYHBIX IPOTOHOB KC-
MOJIb30BaHHBIX IEMTEPOPACTBOPUTEIICIA.

M, onuMepa 3 onpeaessiui METOAOM CBETOpac-
cesHus. BennumHa M|, coctaBuia npuOIU3UTEIBHO
30000—40000.

TTA u ITA npoBoauiu Ha ipudbope MOM DERI-
VATOGRAPH-K (Benrpust) B aTMocepe aproHa u
Ha BO3AyXe IIPU CKOPOCTHU HarpeBaHUSI
5 rpan/MuH.

KommpiorepHoe MomenupoBaHue (QU3NISCKUIX
CBOMCTB TIIOJIUMEPA OCYIIECTBISIA C ITOMOIIBIO
BBM-nporpammsbl “Kackan”. DBM-1niporpamma Ha-
nrcaHa Ha OCHOBE (pM3MYECKOTO MOAX0aa K KOIUIe-
CTBEHHOM OlIEHKE Pa3IMYHbIX (PU3NYECKUX XapaKTe-
PUCTHUK ITOJUMEPOB, 000OIIEHHOI0 B MOHOTpadusix

[7-9].
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