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Paspabomana memoouxa cunmesa pezopyunnupomeinumuna, uiu 3,3,7, 7-mempaxuc(4-euopokcu-2,2'-oxcu-
ougenun) nupomeriumuod, AYUuIUPOSaAHUeMm pe30PYUHA NUPOMELIUMOBLIM OUAHSUOPUOOM C UCTONb308AHUEM
UemuvlpexxI0puUcmo2o 011084 6 kauecmee kamaauzamopa (memnepamypa peaxyuu 120-210°C, epems peaxyuu
30 u, coomHnouwenue peacenmos: nupomeriumossii ouaneudpud:SnCly:pesopyun = 1.0:2.5:5.0). Cmpoe-
Hue yenegoeo NpodyKma CuHme3a 00KA3AHO dNIeMEHMHbIM AHATU30M, MOHKOCIOUHOU Xpomamozpagueli,
Y- u UK-cnexmpockonuetl, cnekmpocKkonuetl RpOmMoHHO20 MACHUMHO20 Pe30HANCA, OUpdepeHyuanrbHoll
CKanupylowetl Kaiopumempuiell, 8bICOKOIPDEKMUSHOU HUOKOCMHOU Xpomamozpagdueti ¢ Macc-cnekmpome-
mpuueckum oemexmuposaruem. CUHMe3upoBaHHBIL NPOOYKM 001adaem nosblueHHOU cUOPOPUILHOCIBIO U
npuoaem 600HbIM pacmeopam (ryopecyupyroujue ce0UCMEa NP pacmeopenuu e2o 8 HeDoTbULOM KOTUYecmeae
(510~ mac%), umo nosgonsem pekomendo8ams €20 6 KA4ecmaee XUMULECK020 UHOUKAMOPA 8 NPOMbICILOBbIX

mpaccepHblx UCCNe00B8AHUSX Hed)m}ZHle niacmos.
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[ponyxtel anpnupoBanus GeHonoB (raneBbiM aH-
THIPUAOM, TaKue Kak QeHonTanert, Kpe3oaQTaienH,
pe3opuuHdTaIeuH Uiau GIyopecueruH 1 Ip., MIUPOKO
UCIIONB3YIOTCS B KaY€CTBE KUCJIOTHO-OCHOBHBIX MHIM-
KaToOpOB, aHTHCENTUKOB B KOMITO3UIIMSX KOCMETHUECKUX
CPEICTB U JIEKapCTBEHHBIX MPENapaToB, MOHOMEPOB IS
CHHTE3a ITOJMMEPOB C LIEHHBIM KOMIIJICKCOM CBOMCTB U
XMMHYECKUX MapKepOB JIsl HACHTU(PUKALNU BEIIECTB,
MarepuanoB u usnaenuit [1-3]. AKTyaabHBIM SIBISETCS
CHHTE3 BOAOPACTBOPUMBIX U 3(P(PEKTHBHBIX XUMHUYECKHX

WHJIUKATOPOB, UCTIOIBb3YEMbIX B TIPOMBICIIOBEIX Tpaccep-
HBIX MCCIIEJIOBAHUSAX CUIBHO OOBOJHEHHBIX HE(PTSIHBIX
TUTaCTOB.

IIpakTHdecknii HHTEpEC MPEACTABIAIOT MOJH(PYHK-
[IUOHAJIbHBIC TETPAPEHOIBHBIC TPOAYKThI AlIUIIUPOBAHUS
(heHonoB mupomeuTOBBIM nuaHruapuaom (IIMIA),
ITOCKOJIBKY BO3MOXKHOCTH MX MPAKTUYECKOTO MCIOJb-
30BaHHS 3HAYUTEIHEHO PACHIMPSIOTCS MO CPAaBHEHUIO C
(drarerHaMH 3a CUET MOBBIIIEHHOW PACTBOPHUMOCTH B
Bone. Panee Ceprees ¢ coaBT. [4] ucciaenoBain aluiu-

* HayuHOe pegaKTHpOBaHHE POBEICHO HAYYHBIM penakTopoM xypHana «Hedrexumus» k.x.H. H. B. Illenemunoii.
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poBaHue (eHoIa apoMaTHIECKUMH TETPaKapOOHOBBIMH
KHCJIOTaMH ¥ UX THaHTHApUIAaMH. Peakuuio mpoBoawin
B PacCIlIaB€ PEareHTOB C MCIIOJIb30BAHUEM B KAYECTBE
KaTaJM3aTOPOB CEPHON KHCIOTHI M Pa3IMYHBIX KHCIOT
JIpronca. B3aumoneiicTBue peareHToB KOHTPOJIUPOBAIIH,
OIIpeeNsisl COACpIKaHNe HepopearnpoBasILero GpeHona
B PEAKIIMOHHON cMecH. DKCTIEPUMEHTAIBHO OBIIO TT0-
Ka3aHo, YTO HAWJIYYIIUM KaTaluTHIecKuM d(hdexTom
obmagaer SnCly, HcTONB30BaHUE KOTOPOTO MO3BOJISIET
CHU3UTH Temneparypy peakuuu 10 80—100°C u ymeHsb-
IIUTH 0 MUHAMYyMa 00pa30BaHNe TTOOOYHBIX M CMOJIO-
00pa3HbIX MponykToB. CTeneHb KOHBEpCHH (heHoa pu
B3aumozeiicteuu ero ¢ [IMJIA mpu 120°C B Teuenue 8 u
nocrurana 97.3%. [Ipu sTom o0pasyrorcst 4eThlpe Ipo-
IyKTa peaknuu c¢ npeobmamanuem a0 80% nByxX Aumak-
TOHOB, & TaK)Ke U30MEPHBIX (DEHONMHUPOMETITUTHHOB —
3,3,7,7-terpakuc(4-ruapokcueHn ) IupoMeIuTu I
u 3,3,5,5-terpakuc(4-rupoKcr(eHIT ) TUPOMEIITUTH-
Ja ¢ HU3KUM BBIXOJOM — 17 1 13% cOoOTBETCTBEHHO.
BzaumoselicTBue pe3opiHa ¢ IMpOMEUIMTOBBIM JIMAH-
THIPUIOM B yKa3aHHOM paboTe He uccienoBanu. B pa-
6ote [5] ObUIM MPOBEICHBI MOMCKOBBIC MCCIIEIOBAHUS
10 CUHTE3Y NUPOMEJUINTOBBIX MHAMKATOPOB KOHJIEH-
carueit [IMJIA ¢ ¢eHonamu pa3IuyHOrO CTPOCHUS C
OpUMEHEHUEM B KauecTBE KaTanu3aTopa 0e3BOIHOTO
XJIOpU/Ia LIMHKA, KOTOPBIM YCIEIHO UCIIONb3yeTCs MpU
cuHTe3ax (ramenHoB. B peaxmum ¢ pesoprmaoM ZnCl,
okazayics Masio3(pGEKTUBHBIM KaTaJIN3aTOPOM C HU3KOH
AKTUBHOCTBIO M PETHOCEIEKTUBHOCTBIO: BBIXOJ 11€JIEBOTO
MPOAYKTAa — PE30PLUUHIIMPOMEINIUTUHA, uiu 3,3,7,7-Te-
Tpakuc(4-rTuapokrcu-2,2 -0k SHIT )THPOMEIUTUTH/IA,
cocrasisii Beero 41.0%.

Lenb nccnaenoBanust — pa3padOTKa METOIUKU CHH-
Te3a pesopuuHnupomernutuHa [(3,3,7,7-rerpakuc(4-ru-
IPOKCH-2,2"-0KCU AU CHII ) THPOMEIUTUTHIA | aIlHITHpPO-
BanueM pezopunHa [IMJIA ¢ ncnons3oBannem SnCly B
KaueCcTBE KaTalu3aTopa, a TakKe McCIeJOBaHHE CTpoe-
HUSI U CBOIMCTB LIEJICBOTO MPOLYKTA.

3KC]’[epI/IMeHTaJ'IbHaﬂ 4acTb

[Ipu BRIMOTHEHNY CHHTE30B MCTIONB30BAIIN: PE30PIH
(1,3-nuruapokcuOeH30I1) ¢ coiepKaHNeM OCHOBHOTO
BemiectBa 99.0% (MERCK-Schuchardt); nupomernn-
TOBBIN auaHTUApua (quaHruapua Oenson-1,2,4,5-te-
TpakapOoHoBoi kucioTel, [IMJIA) ¢ comepkannem
ocHoBHoro BemectBa 99.0% (MERCK-Schuchardt);
oe3onnbiii SnCly mapku 4. (OOO «Bekrtony»); NaOH
Mapku 4.1.a. (OOO «Bekton»); 95%-HbIil STUIOBEII
crupt («DepeiiHy); XITOPUCTHIA aleTHa MapK d.1.a.
(OO0 «PeaxTuB»); TEASHYIO YKCYCHYIO KUCIOTa MapKH
x.4. (TK AHT); 99%-nb1it nupuaun (Fluka); cepryto
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KHCIIOTY Mapku X.4. (Bonra-Xum); 36%-Hy1o COsIHYIO
Kucinoty Mapku x.4. (YpanXumUWuBecT); duryopecie-
nH Mapku 4. (XumPeaktuBCHa0); xpomartorpadude-
CKHE TUIACTHHBI JJII TOHKOCJIOWHON Xpomarorpapuu
mapku Sorbfil [ITCX-IT-A pasmepom 10x10 cm (3AO
«CopOnonumepy).

Cunmes pezopyunnupomeniumuna. CUHTE3 Mpo-
BOJMIIM B paciiiaBe pezopuuna npu 120°C B Teue-
Hue 30 4 mpu MOJSIPHOM COOTHOIICHUHU PEAreHTOB
IIMJA:SnCls:pezopunn = 1.0:2.5:5.0. Ucnonbs3oBann
nmaboparopuyto ycraHoBky kommnanuu Hidolph, 060-
PYIOBaHHYIO CTEKJISHHBIM ISTUTOPJIBIM PEAKTOPOM
Ha 500 M1, 2JIeKTPUYECKON PerylnupyeMoil MelaiKkoH,
3NIEKTPOHATrpeBaTesieM C IJIaTHHOBON TepPMOIapoil u 00-
PaTHBIM XOJOAWJIBHUKOM C XJOPKaJIbLUEBOH TPYOKOM.
B peakrop 3arpyxanu 43.6 v (0.2 mons 1) IIMIIA,
MOCTENEHHO MO KaIlIsiM TPH MepeMeIINBaHuU 100aBIIs-
am 58.4 ma SnCly (130.25 1; 0.5 mosb i 1); B mponecce
peaknnu 00pa3oBHIBANICS SPKO OKPAIICHHBIN (hromeTo-
BBII KOMILIEKC. 3aTe€M B PEaKIIMOHHYIO CMECh IpH Iie-
peMenmMBaHiK MeayieHHO no0asisun npu 25°C 110.1 1
(1.0 monp 1) pesopumnna, cmech HarpeBaiu 10 120°C
Y BBIJICP)KUBAIH TIPY HHTEHCHBHOM TIEPEMEIINBAHUN B
TedeHue 15 .

Peaknus cuHTe3a pe30pUUMHINPOMEIIIUTHHA MpEe-
CTaBJeHa Ha cxeMme. B kauecTBe MPOMEXYTOUHOTO
mpoaykTa oopazoBwiBascs 3,3,7,7-trerpakuc(2,4-Tu-
npokcudenun)nupomeutua [npoaykr (1)], kotopsrii
MoJBEprajiu AeruapaTanuu. s 3Toro peakrop Harpe-
Basn 10 210°C u BbIAEPKUBAIN PEAKIIUOHHYIO CMECh
MpHu ATOU TemrepaType B TeueHue 15 4. Beinenenue
pesopumHnupoMesuinTuHa [npoaykt (I1)] u3 peakimon-
HOW cMecH MPOBOJMIIN ITyTEM €T0 NEPEBO/Ia B ILIETOUHOM
pacTBope B paBHOBECHYIO (POPMY — TETPaHATPUEBYIO
conb [mpoxaykr (I1I)], mMeronryto B cyXoM BHIE KOPHY-
HEBbIM 1BET. [{JIs1 3TOr0 B OXJIAXKJEHHYIO JJO KOMHAaT-
HOHM TemmepaTypbl peaKIMOHHYI0 CMECh, COCTOSIIYIO
13 HENPOpEearupoBaBIINX MCXOAHBIX COEAUHEHUM, OC-
HOBHBIX ¥ MOOOYHBIX MPOLYKTOB PEAKIINHU, [IOCTEIIEHHO
npu nepememuBannu npuiausanu 130 ma 20%-H0TO
pactBopa NaOH, 3arem cMech HarpeBanu A0 KUICHUS
u BoiAepxkuBany 2.0 4. [locne oxnaxaeHus 10 KOMHAT-
HOH TeMIepaTypbl peakIUOHHYIO CMECh OT(OUIBTPO-
BBIBAJIM B BaKyyMe€ Ha BOpOHKe broxnepa or HepacTBo-
pumoro ocazaka. [Tocneqnuii Ha GUIBTPE MPOMBIBAIH
200 M1 XOIOJHON JUCTUININPOBAHHON BOJbL. DUIIBTpAT
C MHTCHCUBHOH XenToil (uryopecueHuneil NoAKUCIsIIN
KOHIICHTPUPOBAHHOU COJITHOM KuciaoTo mo pH 3—4,
MOJIy4eHHBIH PacTBOP OCTABISAIN B XOJOJUIHHUKE Ha
1 cyT ans BeIMajeHus ocajaka. Bermasmmii ocajgok oT-
(UIBTPOBBIBAIN, CYIIWINA U NEPEKPUCTATIIN30BBIBAIIH
2 paza n3 50%-HOTo BOJHO-CIIMIPTOBOTO pacTBopa. Brrxox



Ayunuposanue pe3opyuna nupomenIumogsim OUaHeUOPUOOM

Cxema anuIMpoBaHus PE30PIMHA THPOMEUIUTOBBIM JTUAHTUIPHUIOM
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ocanka — 101.4 r. Ilpennonaranu, 4To NOJy4YEHHOE Be-
LIECTBO SIBJISICTCS CMECHIO JIBYX CTPYKTYPHBIX H30MEPOB
pesopumHnupoMesunTuHa: 3,3,7,7-terpakuc(4-ruapox-
cu-2,2'-oxcuandenmn)nupomernuruga (mponykt II) u
3.,3,5,5-Terpakuc(4-ruapokrcu-2,2 -okcuu eHIIT ) THPO-
MEJUTMTH/A.

Btopoii uzomep, 3,3,5,5-terpakuc(4-rugpokcu-2,2'-
OKCHAN(EHUIT)TUPOMEIITUTH/I, UMEET OONBIINHI JUIIONb-
HBII MOMEHT, YTO YBEJIMYHMBACT €r0 PACTBOPUMOCTb B I10-
JSIPHBIX COEAMHEHMAX. Pa3/ienieHre n30MepoB OCyIEeCT-
BJISUTM TTyTEeM aIlUIMPOBAHUS PE3OPIIMHITIPOMEITTUTHHA.
Ocanok pe3opluuHIupOMEITUTHHA B KomnuecTse 101.4 T
pactBopsany B 150 M1 TeAsIHOM YKCYCHOM KUCIIOTBI, TPH-
auBanu 56 ma (0.72 mons-r!) nupuauna (akuenTop
HCl) 1 octopoxHO 100aBISIHN TP HHTEHCUBHOM IIepe-
MEIIMBAHUK PeAKIMOHHOM cMecu 49.5 mit (0.7 monb 1)
XJIOPUCTOTO aneTuia. PeakunoHHyo cMech HarpeBain
10 115°C u BeIIEep KUBAH TIPU KUTICHUH B TeueHue 1 d,
OXJIQXK/IaJI CHaJaja 10 KOMHaTHOW TeMIepaTypsl, a 3a-
TEM BBIICPKUBAJIH B T€UeHUE 12 U B XONOAUIBHUKE MTPH
15°C. Ocanok oT¢hUIBTPOBHIBAIM B BAKyyME Ha BOPOHKE
broxHepa, nmpombIBanu Ha GUIBTPE OXJIAKIECHHBIM 10
10°C criupToM, CyIIMIIH TP KOMHAaTHON TeMIleparype.
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Brixon TeTpaaueruiasHOro npoussoaHoro 3,3,7,7-tetpa-
KHUC(4-TuapoKcH-2,2 -0KcH I eHUIT ) TAPOMEIITUTH A CO-
ctaBisun 125.3 1, 9T0 cOOTBETCTBYET 96%-HOMY BBIXOIY
ot npoxaykra (III). @unsrpar pazdasnsum 100 M Bobl,
yIapuBaiiM B 3 pa3a, OXJIAXK/JAJIN B Te4eHHe 1 cyT B X0II0-
mutbHUKe. OCcalok BTOPOTO M30Mepa TETPaaIeTHILHOTO
npousBonHOro 3,3,5,5-Terpakuc(4-ruapoxcn-2,2'-0kcu-
TG SHIIT ) TUPOMEIUIMTHIA HE 00pa30BaJICsl, YTO MOXKHO
OOBSICHUTh CTEPUYCCKIMH MPETIATCTBUSIMHU, MEIIAFOIIIHU-
MU €T0 00pa30BaHHUIO.

T'maponus anetunpHOTO Tpom3BoaHOTO 3,3,7,7-Te-
Tpakuc(4-ruapoKcu-2,2 -0KkCH TN PCHUIT ) THPOMEITUTHAA
MIPOBOIVIIU CJICIYIOLIMM 00pa3oM: B pEaKTOp 3arpyxaiiu
alETUIIbHOE Npou3BoAHOE, puiuBanu 150 mi 20%-Horo
BogHO-cipTOBOTO pacTBopa NaOH (o0BeMHOE COOT-
HOILIEHHE BoJa:3TaHos = 1:2), HarpeBanu 0 KUIEHUS
U BBIJICPKUBAJIM TIPH KUTICHUU C OOPATHBIM XOJIOIMIIb-
HUKOM B TeueHue 6 4. [lo okoHYaHWM TrUApoIH3a pac-
TBOp HeWTpanuzoBanu 10%-HBIM pacTBOPOM COJISHOM
kucaoTel 10 pH 4-5. Peakiuonnyro cMech OXJaxaamu
CHayaJia 710 KOMHATHOW TeMIepaTypbl, 3aTeM — B XOJIO-
nunbHuKe npu 10°C B Teuenue 12 4. Ocanok 3,3,7,7-te-
Tpakuc(3-MeTmI-4-0Kcu()EHUIT ) TUPOMEILUTUTHIA, OT-
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(uIBTpOBaBaHHBIN B BAKyyME U MIPOMBITHIN Ha (hUIIBTpe
oxnaxaeHHBIM (10°C) 3THIOBBIM CIIHPTOM, IBaXK]IbI
HEPEKPUCTAIIN30BbIBAIN U3 BOAHO-CIIUPTOBOIO pac-
TBOpa (1:1 Mo 0OBeMy) U CyHIMIIN B BaKyyMe IPU KOM-
HaTHOH Temneparype. BbIxos pe30opMHNNPOMEIIIUTHHA
cocraBui 98.1 1 (78.8% B pacuere Ha MUPOMEIITUTOBBII
TUAHTHIPHU).

DNeMEHTHBIM aHAIN3 CUHTE3UpoBaHHOTO 3,3,7,7-Te-
Tpakuc(4-ruapoxcu-2,2"-oKkCUIUEHUIT ) THPOMEIITUTHAA
obmei popmynbl C3gH 3019 1 MONEKyIsIpHON Macchl
M = 586.5 BBIIOJTHAJIN C HUCIOJIH30BAHUEM CHCTEMBI
it CHNS/O ananuza tuna PE2400-2 (Perkin Elmer).
HaiineHo 1 BbIYMCIIEHO CIIEAYIONIEE COAEPIKaHUE DIle-
MeHTOB (Mac%): yriepona — 69.37 u 69.56, Bomopona —
3.11 u 3.07, xucmopoma — 27.33 m 27.28.

ITonydeHHBIH PE3OPLUUHIUPOMEIJIMTUH AHAIU-
3UpOBaIM METOAAaMHU TOHKOCJIOWHON Xpomarorpadun
(TCX), YO- n UK-cnekTpocKonuu, CueKTpOCKONuen
MMPOTOHHOTO MarHUTHOTO pe3oHanca (IIMP), nudde-
peHIIMaTBHON CKaHUpYIOIIeH KanopumeTpueit u BOXX
¢ macc-cnekrpomerpueit. [Ipu ananuze metoqom TCX
HaBecKy BemectBa Maccoil 0.5—1.0 Mr pactBopsuiu B
0.5—1.0 MuT BOTHO-CTIIPTOBOTO PacTBOpa (COOTHOIICHUE
Bozma:cupt = 1:2.3 mo oObemy), 3aTeéM HAaHOCHUIIU Ka-
mwsipoM ~0.5 MKJ pacTBOpa BeLIeCTBa Ha CTapTOBYIO
JUHUIO XpoMmarorpaduueckux miactu mapku Sorbfil
TIITCX-II-A pasmepamu 10 x 10 cm, npeaBapuTeaIbHO
3a4MCTHUB Kpas 1mo 0okam ruractuH Ha 1-2 mm. B kade-
CTBE CTaHJapTa MCIONb30BaIH (IyopeclenH, UMero-
IIUH CTPOEHNE, CXOAHOE C PE3OPLUUHINPOMETNIUTHHOM,
HO C MEHbLIEH MOJIEKYISIPHOM MacCOM. DIOUPOBAHUE
IIJJACTUH OCYLIECTBIAIN CMECBIO PAaCTBOPUTENEH TO-
Jayos—3TaHosi—3Tunanerar (6:2:2 mo o0beMy) Ha BBI-
coTy 90 MM OT ITMHUHU CTapTa, MOCIE YEro MIaCTUHBI
BBICYLIMBAJIM B TOKE TEILUIOTO Bo3ayxa. JleTekTupoBanue
XpoMmaTorpaguu4eckux 30H Ha XpOMaTorpaMmax ocy-
MIECTBIISIN B cBeTe YD-nmamnsl (254 u 365 HM) U ipu
ONPBICKUBAHUHU MJIACTUH MYyJIbBEpPU3aTOPOM 5%-HBIM
CHMPTOBBIM pacTBOpoM Iienouu. [lomyyennsie xpoma-
TOrpaMMbI 00BEKTOB UCCIIEIOBAHMS CPABHUBAIN MEXKIY
co0o# 1o 1BeTy, popMe U 3HAYCHUSIM OTHOCHUTEIFHOTO
MHJIEKCa YACePKUBaHUs Ry BBISIBICHHBIX XpoMaTorpadu-
gecKkux 30H (Tabm. 1).
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O0cyxneHue pe3yJbTaTOB

Pesynbrarel ananuza metonom TCX mokasbIBaoT,
YTO pPE30PLUUHINPOMEIUINTHH, [TOJTy4YEHHBIN OCIE IBYX
[EPEKPUCTATUIM3ALUN, HE COAEPKUT NPUMECEN APYTUX
coenHEeHUH. OTHOCUTEIHHBIA UHACKC €T0 yAep)KHUBa-
Hus B 2.3 pa3a MeHbIIIe 3HaYCHUS Ry 1715 PIyopeclienHa,
9TO 0OBSICHAETCS BBICOKOH MOJIEKYJISIPHON Maccoi pe-
30pLMHINPOMEIUIUTUHA U €ro OO0JIbIIEH MOJISPHOCTHIO.
PezoprHIIpOMEIIUTHH, COepIKaIInil YeThIPe THIPOK-
CHJIbHBIC TPYIIIBI ()EHONBHBIX 3aMECTUTENEH, CUIbHEEe
a7CcoOpOMpyeTCsl Ha MOBEPXHOCTH CHIIMKATesl, YeM JIBE
TMIPOKCUIIbHBIE TPYIIIBI (PIyopecLenHa.

J1s mommyyeHns 37eKTPOHHBIX CIIEKTPOB MOTTIOMIEHHUS
CHHTE3MPOBAHHOTO PE30PLUUHINPOMEITIUTHHA HAaBECKY
BelllecTBa 0Koso 1 Mr pactBopsuid B 95%-HoM 3THIIO-
BOM CIIHPTE U MPOBOAMWIN PETHCTPALUIO CIEKTPOB B
HEeUTpaJbHOM U 1IENOYHOM cpenax. B cniuproBoi pac-
TBOP PE30PUUHIIMPOMEINIMTHHA MPUOABIISIN 2 KaTuin
5%-noro NaOH u monyyanu ¢ayopecuupyoumi pac-
TBOp (Tabu. 2). DIEKTPOHHBIE CIEKTPHI MOTIOIICHHS
PETUCTPHUPOBAIHN MIPH MOMOIIHN ABYXIyYEBOTO CIIEKTPO-
¢doromerpa Shimadzu UV-2600 B nuamazone ot 185 no
800 HM, 1151 ompeieNieHust 0a30BOI JIMHUY UCTIONB30BAIH
YUCTBIN 3TUIOBBIA crupt. Pesynbrarel oOpadaTeiBamu
pu oMoty mporpamMmbl UV Probe. B xauecTe obpasiia
CPaBHEHMS HCIIOIB30BAIN DIIEKTPOHHBIE CIIEKTPBI (ITyo-
pecuenna. Ilpu cpaBHEHNH MOTYyYEHHBIX IEKTPOHHBIX
CHEKTPOB PE30PLMHIINPOMEITIUTHHA CO CIIEKTPAaMU B3sI-
TOTO B KaUeCTBE CTaHAapTa (yopecLerHa BUIHO, YTO B
HEUTpalbHOU Cpelie B CIEKTPE PE3OPLUHIINPOMEIIMTHHA
HaOI0aeTCs TUTICOXPOMHBIN CIBUT KOPOTKOBOJIHOBBIX
MoJIOC T — T*-MEePEeX0I0B, a MOJOCH AIMHHOBOJIHO-
BBIX 71 — T*-TIEPEXOJ0B MPETEPIICBAIOT OATOXPOMHBII
caBur Ha 5.0 HM 3a CUET yBeJIMYEHHS pa3MepoB IeTH
CONpPSDKEHHS B MOJIEKYJIE PE30PIMHIINPOMETIUTHHA.
OO0pa3zoBaHue XMHOUIHBIX XPOMO(OPHBIX 3aMECTHTE-
Jell y aHUOHA PE30PILUHINPOMENINTHHA B IIETOYHON
Cpelie YBEIMYNBAET LETb CONMPSIKEHNS B MOJIEKYIIE, YTO
MOATBEPKAAETCS TOSBIICHNEM HHTEHCUBHOM JUTMHHOBOJ-
HOBOH ITOJIOCHI IMTOTTIOIIEHHS € Amax = 495.2 HM.

NK-cnekTpsl COEMHEHUI PErUCTPUPOBAIIA HA IIPU-
6ope NicoletiS10 Thermo Scientific MeTogom ogHOKpart-

Ta0nnna 1
PesynbraTsl aHamu3a NpoAyKTa CHHTE3a METOI0M TOHKOCIOWHOM XpoMaTorpaduu
OTHOCHUTENBHBIN [[Bet xpomarorpaduaeckoii 30HbI
Oo6pazen WHIEKC
yrepxkusanns Ry Y®-254 uam Y®-365 um 5%-Hblit pacTBOP LIETOUH
Pe3opuuHnupomesuinTiH 0.35 Her Kenras dryopectiernns | Cunss GuryopecieHIus
dyopecuent 0.80 XKenras dyopecuenuus | XKenrast dimyopecuenuus | 3eneHast GpayopecueHIus
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Taoauua 2
DJNEeKTPOHHBIE CIIEKTPHI PE30PIUHIINPOMEIUTUTHHA U (PIyOpecliCHHA B HEHTPaIBHO 1 IEIIOYHOH cpese

CoennHeHme [lepexon

Amax, HM OmnTuyeckasl IIOTHOCTE D

He#iTpanruas cpena

Pe3opuuHIupOMeIUTHH T — ¥
T — ¥
n—m*

n—m*

OnyopectenH n— ¥
T — 1t
n— m*

n— ¥

Pe3opiuHIUpOMEIITUTHH T — ¥
n— ¥
n— ¥

n—*
dryopeciienH T— ¥
T — 1t
n— ¥

n—m*

[llenounas cpena

224.0 1.05
274.0 0.37
459.5 0.15
485.0 0.15
2270 3.78
277.0 0.78
454.0 0.39
480.5 0.38
206.6 3.31
235.0 1.45
320.2 0.36
495.2 232
208.8 3.60
236.4 1.67
319.2 0.42
495.8 2.76

HO HapyIIEHHOTO MOJHOTO BHYTPEHHETO OTPaKCHMS Ha
KpHUCTAJUIe CEJICHU 1A IIMHKA B INana30He CKAaHWPOBAHUS
4000-650 cm1, kpuBble 00pabaThIBaIM MPH TTOMOIIK
nporpammbl Spectrum. Pe3ynbraTsl pacmppoBKH CIIeK-
TPOB NpecTaBieHbl B Taba. 3. XapakrepucTuieckas
IIUPOKast MOJI0CA TOIVIONIEHUsT BAJICHTHBIX KOJIeOaHUH
THJIPOKCHIIBHBIX TPYII, CBS3aHHBIX BOJOPOJHBIMHU CBSI-
3smu, HaOmroaercst B oomact 3050-3296 cm! (makcu-
myMm 3078 cm1). HTeHCHBHBIE BaJ€HTHbIE KOJIEOAHUS
KapOOHMIIBHBIX TPYIII, COMPSHKEHHBIX C apOMATHIECKUM
KOJIBIIOM, HAOIIIOAAIOTCS B BU/IE Y3KUX IMOJIOC C MAaKCH-
myMamu noromenus 1708 u 1699 cm—1. Konebanus

JIBOMHBIX CBS3€H apOMaTHUYECKOTO KOJIbIIA MPOSIBIISIOT-
Csl MHTEHCUBHBIMH MOJOCAMU ¢ MakcuMmyMamu 1598 u
1578 em~ L. TTonockl cpeHeil HHTEHCUBHOCTH B 001aCTH
1110-1270 cm~! oTHOCSATCS K BaJEHTHBIM KOJIEOAHMSIM
csizelt C—O. Twurbl 3amenieHusi OEH30IbHBIX KOJIeIl Xa-
pakTepusyroTcs ae(opMaiOHHBIMU BHETLIOCKOCTHBIMU
kosrebanusaMu cBs3eit C—H apoMaTudeckux kosrerr [6].
IIpu aHanm3e CHHTE3UPOBAHHOTO PE3OPIUHITHPO-
MeJUINTHHA Ha KUAKOCTHOM xpomarorpade UltiMate
3000 (konmonka AgilentZorbaxC18 4.6 x 100 Mmm, 5 MKM)
C Macc-crnekTpoMeTpuiyeckuM aerexkropom API 2000
C TIOJIOKUTEIIFHOHN IIEKTPOPACIIBIIINTEIIFHON MOHU3a-

Taoauua 3
CnekTpalibHble XapaKTepPUCTUKH PE30PLUHITUPOMEIIUTHHA U (uiyopeciiernHa
XapakTeprCTUUECKUE TI0TOCKI TTOMOIEHHUS, * cM!
Coenmnenne - C=C st C—0O—C | 1,2,4-3amemmienue, | 1,2,4,5-3amenienue,
OH st C=0 st (apom) CO—0—C | C—Osst sty CH 5 oop CH 5 oop
Pezopuunnupo- 3050— 1708 1598 1209 1118 1209 898 853
MEJTUTHH 3296 1172 1269 853
1209 745
dnyopecuenH 3050 1699 1578 1245 1110 1210 864 1,2-3americHue,
3296 1210 1170 1245 847 arC—Cy 753
1211 706

* St — BaJICHTHBIC KOJI€6aHI/I$I, Stas — ACUMMETPUYIHBIC BAJICHTHBIC KOJIC6aHI/I$[, 00p — BHEIUIOCKOCTHBIC KoJieOaHusl.
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el 00paboTKy pe3ylbTaToB MPOBOIAMIN C TIOMOLIBIO
nporpammbl Analyst 1.5. Xpomarorpamma cozgeprkana
OJIMH TIMK PE30PIIUHITIPOMEIITUTHHA C BPEMEHEM yAep-
skuBanus 10.53 MuH, TOCTOPOHHUX MpUMeceil He 0OHa-
pyxeHo. B macc-criekTpe COOepKUTCsI CUTHAI OJHOTO
MIPOTOHUPOBAHHOTO MOJIEKYJISIPHOTO MOHA PE30PIMHITH-
pOMEIUTUTHHA ¢ m/z 587, THKOB OCKOJIOYHBIX HOHOB HE
00HApYKEHO.

OmnpeneneHue TeMIepaTypsl IIaBICHHUS PE30PLUHITH-
pomemnuTuHa Ha npubope SMP30 Stuart Scientific
mokasajo, 4to Beime 250°C BemecTBO paszjaraeTcs,
MOCTENEHHO TeMHEeT, HO He miuaButcs. [Ipu nccneno-
BaHWU CHHTE3MPOBAHHOTO PE30PLUHIHUPOMEITIUTHHA
Ha auddepeHInaIbHOM CKaHUPYIOIIEM KallopUMETpe
Mapku Mettler Toledo DSC822¢ B armocdepe a3zota B
uaTepBaie tremneparyp 30-500°C co ckopocThIO Ha-
rpesa 5 rpajg-Mun-! Ha TepMOrpamMmMe HaBIFOIAOTCS B
sHAO0TepMHUUYecKuX A dekra. Temmeparypa maaBiIeHUS
PE3OPUMHIMPOMEIITUTHHA COBIAIAeT C HAYaJIOM TePMH-
YEeCKOro pasziiokeHus oopasua mpu 265°C. [lepsblii 3H/10-
TEpPMHUUECKUI MUK 3aKaHunBaeTcs npu 285°C, MakCuMyM
paznokenus HaOmomaercs mpu 274°C. Ha nepBom arare
TEPMHUYECKON NEeCTPYKIINN MPOUCXOTUT JETHAPATAIIH
PE30PIUHNNPOMEINIUTHHA C OTIIEIJIEHUEM MOJIEKYIT
Bozbl. Temneparypa Havana pa3ioKeHHs: pe30PLHHITPO-
MEJUTUTHHA Ha BTOPOM JTarle AeCTPYKIIMH HAOIIONAeTCs
mpu 336°C, mocturaer MmakcumyMma mpu 364°C u 3akaH-
guBaetcs npu 383°C. Bropoii aHm0TepMUdecKuil 3 heKT
CBSI3aH C peakuueil 1eKapOOKCHITMPOBaHUs OCTaTKa MO-
JICKYJIbl PE30PUMHIMPOMEIUTUTHHA, T. €. C OTILICIUICHUEM
monekynbl CO;. IIpuBeneHHbIE pe3yNbTaThl CBUACTEIb-
CTBYIOT O TOM, YTO PE3OPIUHITUPOMEIITIUTHH SIBIISIETCS
TEPMOCTOWKUM COETUHEHUEM.

Ji1 moATBEpIKICHUS CTPYKTYPhI PE30PIIHHITUPOMETT-
JUTHHA PETUCTPUPOBAIH CIIEKTP MPOTOHHOTO MarHWT-
HOTO pE30HaHCa B JUMETHIICYJb(oKcHae Ha mpudope
Bruker AVACEAV300 ¢ paboueii yactotoit 300 MI 1.
B cnekrpe SIMP 'H pesoprunnupoMesiiTHHA 00Ha-
pY’XEHBI CUTHAJIBI TPOTOHOB 1,2,4-TpHU3aMemenHoro u
1,2,4,5-TeTpa3zaMeniecHHOT0 OCH30IbHBIX KOJICI[ U TH-
JPOKCUIJIBHOM IpyIIbl. B ciekTpe mpoTOHHOTO MarHUT-
HOTO PE30HAHCa PETHCTPUPYIOTCS CHTHAJBI TPOTOHOB
(8, M. 11.): apomarmaeckoro kosibia — 7.90, s, H-4, 8
(2H); 6.82, d, H-6',6" (4H); 6.75, s, H-5',5" (4H); 6.67,
s, H-3",3" (4H) u ruapoxcunpHoi Tpynnsel — 10.20, s
(4H). PaBHOLIEHHOCTH BIUSHUS 3aMECTHUTEINIEH Ha TPO-
TOHHBI 1,2,4,5-TeTpa3aMeleHHOTO OEH30ILHOTO KOJTbIla
PE30PLUUHIMPOMEIITUTHHA MPUBOJANUT K SKBHBAJICHTHO-
CTU TIPOTOHOB y atomoB yriepoaa C4 u Cg, 4TO COOT-
BETCTBYET OJTHOMY CHUTHAITy 3THX IIPOTOHOB B CIIEKTpE.
Bropoii uzomep peszopuuHIEpoMeIIATHHA 3,3,5,5-Te-

Hexopowies B. I1., Hughanmoes U. D.

Tpaxkuc(4-ruipokcu-2,2 -okcu U eHNIT ) TUPOMEIUTATH L
C HECUMMETPUYHBIM PACIIOJIOKEHUEM 3aMeCTHTENeH
JloJpkeH uMeth B criektpe [IMP n1Ba curnasna HedsKBUBa-
JICHTHBIX IPOTOHOB y atoMoB Cy4 1 Cg.
PesopunHnupomMeuiuTHH 00J1aiaeT MOBBIIICHHON
rUAPOGHIEHOCTBIO, MIPHUIAET BOAHBIM pacTBopaM (iy-
OopecuHpyoIIre CBOWCTBA IPU PACTBOPEHHUH €T0 B He-
oosnbuioM kosmuectse (5-10-4 Mac%), 4TO MO3BOJISAET
PEKOMEHI0BATH €r0 B KAYeCTBE XMMUUECKOTO HHANKATOPa
B IIPOMBICIIOBBIX TPACCEPHBIX UCCIIEIOBAHUIX HE(DTIHBIX
m1acToB [7] — omHOTO M3 Hanboyiee MHPOPMATHBHBIX
METOJIOB IIPOMBICTIOBBIX HCCIICOBAHUMN, MTO3BOJISIONIIX
KOHTPOJIUPOBATH MPOLIECC 3aBOJHEHUS MECTOPOKICHHS.
OH MO3BOJISIET OTYYaTh KAYECTBEHHYO U IOCTOBEPHYO
MH(OPMAITHIO B PEXKIME PEATbHOTO BPEMEHH, N3ydaTh
W J1aBaTh KOJUYECCTBEHHYIO OLICHKY (UIBTPAIMOHHO-
E€MKOCTHBIM CBOWMCTBAaM MOPO/-KOJIJIEKTOPOB Ha TOT WIIN
WHOHU mepHuon pazpaboTku MecTopokaeHus. OCHOBHOE
TpeOoBaHNe, IPENBABIIEMOE K OPTaHNIECKUM HWH]IH-
KaTopam, 3aKJII04aeTcsi B HU3KOM Pacxofe MapKepa Mmpu
PacTBOPEHHH €T0 B BOJIE, [TOJTHOW HEPACTBOPUMOCTH €TI0 B
He(TH ¥ TPOCTOTE ACHTU(PUKAIIMN MEYEHHOTO MapKEpOM
pactBopa. Huzkuii npejen onpeaeneHus: pe3opIuHInpo-
MEJUTUTHHA B BOJHBIX PACTBOpPaX IMO3BOJSET MCIOIB30-
BaTh HEOONBIIYI0 MUHUMAJIBHO HEOOXOJUMYIO Maccy
3aKauMBAEMOT'0 B HATHETAIOIYIO CKBAYKUHY WHIMKATOPA.

BriBoabI

[TonoOpaHbl ONTUMaJIBHBIE YCIOBUS PEAKLIUH ALIMIIH-
POBaHMS PE30PLHHA TMPOMEIUINTOBBIM JUAHTUIPUIOM.
YcioBus OTIBITA: CHHTE3 B pacijiaBe pe3opliiHa cHavdaa
npu 120°C B Teuenue 15 4, 3arem npu 210°C B TeueHue
15 4; MOIIPHOE COOTHOILICHNE PEAreHTOB MUPOMEIITUTO-
BeI quanruapu: SnCly:peszopuun = 1.0:2.5:5.0. Bexon
3,3,7,7-terpakuc(4-rugpokcu-2,2"-okcuiupeHun ) mu-
pomemutraa 78.8% B pacueTe Ha MUPOMEJITUTOBBIN
JUAHTHIPULL.

CrpoeHue 1eNeBoro MpolyKTa CHHTE3a JJOKa3aHo (u-
3UKO-XMMHYECKUMHU METOAAMU: 3JIEMEHTHBIM aHAJIH30M,
TOHKOCJIOWHOW XpomaTorpadueid, yapTpauoneToBoi
1 WHPPAKPACHOW CIIEKTPOCKOINEH, CTIEKTPOCKOTHEH
MPOTOHHOTO MarHUTHOTO pe3oHaHca, quddepeHInab-
HOU CKaHUPYIOLIEH KaJopUMETpUel, BBICOKOI(PEKTHUB-
HOM JKUJIKOCTHOM XpoMarorpadueil ¢ Macc-crieKTpoMe-
Tpuei.

Wzyuenne cBoiicts 3,3,7,7-Terpakuc(4-ruapoxcu-2,2'-
OKCUIU(EHUIT ) TUPOMEIITIUTHIA TIO3BOJISIET PEKOMEH-
JI0BaTh €ro B KaueCTBE XMMHUYECKOI0 MHIUKATOpa B
MIPOMBICIIOBBIX TPACCEPHBIX UCCICAOBAHUAX HEPTIHBIX
TITaCTOB.
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