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Memoodom cycnen3uonnoll nonumepuzayuu 8 cpede oKmagmopoymana, UHUYUUPYemMotl Kamaauzamopamu
Luenepa—Hammul, ¢ 8blcoKUMU BLIXOOAMU OCYUJECMEIEH CUHINES CEEPXBbICOKOMONEKVIAPHLIX nonu-1-2excena,
nonu-1-oxmena u nonu-1-oeyena pecynsipnoco cmpoenus. /lannulii Memoo no3eonsem yCneutHo npogooums
peaxyuu npu memnepamype, 61U3KOU K KOMHAMHOU, C NOCIEOVIOWUM N1e2KUM GblOeNeHUeM NONUMEPHBIX
npooyKkmos. Pezynsprocms cmpoenus nonyuennvblx noiumepos dokazana na ochosanuu oannvix 1H u 13C
AMP-cnexmpockonuu. C nomowyvio 2enbnpoHuxaioujeli xpomamozpaguu nonyyensl OaHHbvle MOAeKYIAp-
HO-MACCO8020 pacnpedesenusi NOTUMEPHBIX MOJIEKY]l, CO2NACHO KOMOPbIM CPEOHEB38CULEHHAS MACCA CUH-
Me3UPOBAHHBIX NONUMEPOS MHOLOKDAMHO NPEBbluiaent MAacCbl NONUONIEDUHOB, NOTYYEHHBIX KIACCUYECKUM

MemooomM 20MO2EeHHOU noaumepuzayuu.
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BricokoMoNeKyIsIpHBIE COSTMHECHNS, TIOTyICHHBIC HA
OCHOBE BBICIIINX 0-0JIC()UHOB, IIUPOKO MPUMEHSIOTCS B
Pa3IMYHBIX OTPACHSIX MPOMBIIICHHOCTU. B yacTHOCTH,
MOJU-1-TeKCeH U MOJU-1-0KTeH UCTIONB3YIOTCS B Kade-
CTBE aKTHBHBIX KOMIIOHCHTOB MPOTHBOTYPOYICHTHBIX
MPUCATOK K CMa30uHbIM MaciaMm [1, 2], monu-1-neneH

MIPUMEHSIETCS B KOCMETHYECKON M (papMareBTHICCKOI
IIPOMBIIIIEHHOCTH KaK KOHJIUIIMOHUPYIOLIUI U CMsIda-
FOIIMI KOMIOHEHT [3].

JIns mosry4eHus BRICIIMX MONMHOIePUHOB OOBIYHO
MPUMEHSIOT METOJUKH TOMOT€HHOM MOJUMEepHU3alni,
HCIIONIBb3YSl B KAYECTBE MHUIIMATOPOB MPOIIECCa KaTalu-
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3aropsl Lurnepa—Hattel [4], 0-AMMMHUHOBBIE KOMILIEKCHI
Ni(II) u Pd(IT) [5, 6], ruapoxcukapOOHMI-(hYTEBEHOBBIC
komrekcsl Cr(Il) [7], coueTanuss KETOUMUIHBIX CO-
CIUHCHUN C METHJIAIIOMOKCAaHAMU [8] U pa3IuyHbBIX
MeTaJlIONEHOBBIX cucteM [9, 10], a Takke Ouc(deno-
JISTHBIE) KaTaJIN3aTOPhl OKTadapudeckoii rpymmst Zr(1V)
wm Gf(IV) [11, 12]. JaasbIii ciocob moauMepu3aIiy ¢
TEXHOJIOTUYECKOH TOUKU 3pEHUS] UMEET PsiJl HEOCTATKOB,
CBSI3aHHBIX C MPOOJIEMOI OYMCTKH LIETICBOrO MPOAYKTa
OT MCXOJHBIX MOHOMEPOB, a TAKXKE C HEPETYIIPHOCTHIO
CTpOeHHA NoTydaeMoro noimuMepa. OTHUM 13 Hanbomee
MEPCIEKTUBHBIX METOAOB CHHTE3a MOJIN-0-0Je(DUHOB
SIBJISIETCSL CYCIIEH3MOHHASI TIONMMEPU3ALHsI C UCTIONIB30-
BaHueM KarannsaropoB Llurnepa—Hattsl, Mmonndunn-
POBaHHBIX MOAXOSIIUMH dIEKTPOHOIOHOPHBIMHU CO-
CIMHEHUSIMH, B Cpelie MepPTOPHUPOBAHHBIX AJIKAHOB C
UX MOCIEAYIOIIEeH 3aMEHON Ha UCIIEPCUOHHYIO CpEny,
coleprkalnyro antuariomeparop [13, 14].

Panee Hamu OblIa MIPE/ITIOKEHA METOIMKA IOy YCHHUS
MOJIU- 1 -reKceHa peryaspHOro CTPOSHHS B cpene mep-
¢TopMeTHIIIHKIIOreKCaHa ¢ BBICOKUM (60%) BbIXOmOM
[15, 16]. Lenp HacTosmieit paboTel — MoaMpUKAIIS
JTAHHOTO METoJIa, Oiarofapsi KOTOpPOW CTAHOBHUTCS BO3-
MOYKHBIM TIOJIYYE€HHUE LIEJIOTO PsAJia CBEPXBBICOKOMOIIE-
KYJSIPHBIX TIOJIH-0-0JIC()MHOB PETYISIPHOTO CTPOCHUSI.

3KCHepI/lMeHTaJ'[bHaH 4acTb

Bce pearenTsl ucnonap3oBaiauch 0e3 mnpenBapu-
TenbHOU ouncTkH. 1-I'ekcen (>99%), 1-oxren (98%),
1-neuen (>97.0%), Tpuuzodytunastomuuuii (1.0 M
pacTBOp B IrekcaHe) — Bce MPOM3BOACTBa Sigma-
Aldrich (kar. Homepa 240761, 04806, 30650, 423793
cootBeTcTBeHHO). 1H,4H-OxTadtopbyTran (96%, Alfa-
Chemistry, xar. Homep ACM377366). Macno noxcodn-
HeuyHOe padMHUPOBAHHOE J1€30JOPUPOBAHHOE BBICIINI
copt (OO0 «IOxHO-Ypanbckasi MPOAYKTOBas KOMIIa-
Hus») coorBerctByeT [OCT 1129-2013 «Macno mox-
conmHeuHoe. TexHuYecKue ycaoBus». AueTod (4.1.a.,
AO «BektoHn»), aproH razoo0pa3Hblii 0c000# 4HuCTO-
1ol Mapku 5.0 (99.999%, AO «JIlunne Ypanrexrasy)
coorBeTcTByeTr TY 2114-004-46642181-2018.
MoaudunupoBaHHBIH THTAH-MarHUEBbIA KaTalnu3a-
TOp OBbUI MOJTYYEeH B COOTBETCTBUH C METOAUKOU [15].
[Nonmmepwnzarwro poBouH B peakrope miniPilot (10 )
(Buchiglas).

[Ipu nmpoBeZieHUH SKCIEPUMEHTOB 110 CHHTE3Y TOJIHO-
neUHOB CMECh COOTBETCTBYIOLIETO 0-Oe(rHA U OKTad-
TopOyTana (2.4 mu 1.6 1 COOTBETCTBEHHO) MTOMENIAIN B
peakTop, CHaOKeHHBIN MEXaHWYEeCKOW MEIIaKoi, Tep-
MOCTaTOM U MPSMBIM KOHJICHCATOPOM, MOCJIe Yero co3/a-
BaJIM B peakrope MHEPTHYIO (apron) armocdepy. C mo-

MOIIIBIO TEIUIOHOCUTENS (criKoHOBoe Macio [IMC-20),
[IOZAHHOT0 B py0allKy peakropa, pacTBOp HarpeBau 10
32°C. 3arem B mepemMenmBaeMblii pacTBOp 100aBIISIN
5 mut TpunzoOyTiiamomunus (1.0 M pactBop B H-Tekca-
HE), 5 MJI THTAH-MarHMeBOro Karajiu3aTopa U BbIICPKH-
BaJIM PEaKUMOHHYI0 Maccy B TeueHue 4 4 npu 32°C, npe-
JIOTBpaIas JajgbHeNIee OBBIIIEHNE €€ TEMIIEPATyPhI.

st OYMCTKY CHHTE3UPOBAHHBIX 00pa3lOB MOJH-
0-0JIeMHOB OT HEMPOPEarupoBaBLUIUX MOHOMEPOB,
MHHMLINATOpA, KaTaJIu3aTopa, a TakxkKe IJsl pereHepanuu
oktadTopOyTaHa K peakiMOHHON Macce 100aBisu 2 1
MOZICOJTHEYHOI'0 Maciia, HarpeBajy MOITy4YEeHHYIO CyCIIeH-
3ut0 10 50°C u otronsim okradTopOyTaH, Hociae 4ero
CYCHEH3UI0 OTQHUIBTPOBBIBANH. [lomydeHHbIi ocaiok cy-
CIICHIMPOBAJIY B 2 JT alle€TOHA U BBIJIEP>KUBAIN TTOTydEH-
HYIO CMEeCh NP1 KOMHATHOW TeMIeparype B TeueHue 12 u.
BbIxoap! momy4yeHHBIX 00pa3loB MOJIUMEPOB ONPEACTISIIN
IrpaBUMETPUUYECKUM MeTonoM. {11 3Toro orduiasrpo-
BbIBAJIM MOJIYYEHHBIM HA MPEbIAYIIeH CTauu 0CaloK
Y BBICYIIMBAJIN TOJTYYEHHBIN MOJMMEDP 10 MOCTOSHHOMN
Macchl B cymuiabHOM 1kady mpu temneparype 5S0°C.
BrIxozbl npogyKToB cocTaBUIM (KT): UIs OMHK-1-reKce-
Ha — 1.001 (62%), mst monu-1-okrena — 1.012 (59%),
Jutst monu-1-neuena — 1.083 (61%).

Cnextpsl SIMP nonumepoB peructpupoBalu Ha
criekrpomerpe Bruker Avance-400 B mefitepupoBan-
HoM xjiopodopme. Temmeparypa usmepennii — 298 K,
udposoe pazpemieane £0.01 ppm, pabodas yactota —
400 MI'1, BHYTpeHHUH CTaHAAPT — TETPAMETUIICHIIAH.
TToacTpoiiky 1ossi MpOBOAMIIN IO CUTHAJY sJiep JIenTe-
pust pactBoputens. CrieKTpbl HHTEPIIPETUPOBAJIH IO CO-
OTBETCTBYIOLINM XUMHUUECKUM cauram. [lonu-1-rexcen:
TH sIMP (CDCl; 8, m. 11.): 0.89 (1, 3H, 3J= 6.9 I';, CH3),
0.97-1.10 (m, 2H), 1.16-1.31 (m, 6H), 1.34 (M, 1H);
13C SIMP (CDCl; 6, m. 1.): 14.2,23.2,28.7, 32.4, 34.6,
40.2. IMonu-1-okren: 'H AMP (CDCl3 8, m. 11.): 0.88 (T,
3H, 3J=6.9 'y, CH3), 0.96-1.10 (m, 2H), 1.20 (m, 2H),
1.23-1.36 (M, 9H); 13C SAMP (CDCl3 3, m. 1.): 14.1,
22.8, 26.5, 30.0, 32.0, 32.4, 35.0, 40.2. Ilonu-1-neneH:
IH SIMP (CDCl; 8, m. 11.): 0.88 (1, 3H, 3J= 6.9 T';, CH3),
0.96-1.09 (M, 2H), 1.20 (m, 2H), 1.22-1.33 (m, 13H); 13C
SAMP (CDCl3 8, M. 1.): 14.1, 22.8, 26.6, 29.5, 29.9, 30.3,
32.0,32.4,35.0,40.2.

CpenHeunciieHHbIE 1 Cpe/THEB3BEILICHHbIE MOJIEKYJISp-
HBIE MacChl MTOJMMEPOB OIPEIENIIN METOIOM TeJIbITPO-
HUKaromei xpomarorpaduu Ha xpomarorpade Shimadzu
Prominence LC-10 ¢ pedpakroMeTpudecKiM JeTEKTOPOM
Ha konoHke Phenogel linear (2) 300 Mmm X 7.8 MM X 5 MKM
npu ckopocTH 1otoka 0.7 MM MUH ! ipu Temmeparype
35°C.

Xpomarorpad oTkanrOpoBaIy MO CTaHIApTaM IOJIHU-
CTHpOJIa, B KAUECTBE ATIOEHTa UCTIOJIb30BaJIN 0€3BOHBII
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[enbripoHUKarOIIe XpOMaTOrpaMMEI TTONH- | -rekceHa (a), monu-1-okreHa (0) u monwu-1-nemneHa (g).

terparuapodypa. [lomydeHHbIe XpOMATOrpaMMBbl IIPEA-
CTaBJICHBI HA PUCYHKE.

OO0cyxkneHue pe3yJbTaToOB

B nannoti pabote 1-okteH u 1-netien Obun onpodoBa-
HBI B KQ4€CTBE CYOCTPATOB JJIsl TOJTYYCHHUSI COOTBETCTBY-
FOIUX TIONHONIE(PHHOB PETYISIPHOTO CTPOSHUS ONHCAH-
HBIM paHee MeTomoM [ 15, | monmuMepu3anuu 1-rekceHa B
cpene nepdropmerripkiIorekcana. Okaszaaock, 4To Ipu
WCTIOJIb30BaHUY TAHHOH CPelbl HE YIaeTCsl OCYIIECTBUTh
noauMepu3anuio 1-okrena u 1-aerneHa u3-3a BRICOKOU
TeMIepaTyphl IIepexoa CUCTEMBI MOHOMEp—Cpena B To-
MOTEHHOE COCTOsIHUE. {11 TIOHMIKEHUsS TeMIIepaTyphbl
TOMOTCHHU3AIUH U, KaK CJIeJCTBHE, POBEACHUS PEaKIIUU
IIpu TemIeparype, OIM3KoW K KOMHATHOH, B KaueCTBE
WHEPTHOH cpenbl OBLT BEIOpaH okTadTOpOyTaH, YTO II0-

3BOJISIET peanu3oBarh mpouecc npu temneparype 32°C.
Temrieparypbl TOMOTCHU3AIIUH 0-0JICHHOB B pacCMaTpH-
BaeMbIX (hTOpankaHax ObLTH OIPE/ICIICHBI ITyTeM CTYIICH-
4aToro HarpeBaHus ABYX(}a3Hoii cuctemsl ¢ marom 1°C
JIO COCTOSIHHSI OOIIIMPHON KOAJECIICHIINH, TPUBOASIIEH
K 00pa3oBaHHIO Makpodasbl U pa3pymIeHUIO SMYIbCUU
(tabn. 1). B caydae cuctem 1-rekcer—okTadTopOyTaH 1
1-okTeH—okTadTopOyTaH pacTBOPHI ObLIM TOABEPTHYTHI
AQHAJIOTMYHOMY CTYNIEHYATOMY OXJIAXKIICHHIO 10 00pa3o-
BaHUS AIMYJIbCHU.

[Tonumepsl, oyuyeHHBIE TIO CXeMe, OBbUIH OXapak-
TepHU30BaHbl Ha ocHOoBaHMU naHHbIX 'H n 13C SIMP-
CIEKTPOCKOIINH, a TAKKe IeJIbIPOHUKAIOIIEH XpoMaro-
rpadun.

Cnekrpst 'H SIMP nmonumepoB Ha ocHOBe 1-rekce-
Ha, 1-okTeHa U 1-7enena coxepxat HaOOp CUTHAIIOB,
PacIioIOKeHHbIX B 001aCTH pe30HaHCa amru(aTHIeCKuX
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Taoauna 1

Temmeparypbl TOMOTCHU3AINH (-OJIC(HHOB
B cpezie hropakaHOB

Cxema CHHTE3a IOJMMEPOB Ha OCHOBE 0-0Ie(PUHOB —
Temneparypa romorenusain 1-rekcena (n = 4), 1-oktena (n = 6) u 1-gerena (n = 8):
B cpene nepdropankana, °C
a-Onedun /\
nepGTOpMeTHII- ~~ CH
oktapTopbyTaH nt2ntl n
LMKJIOTeKCaH
n=4,6,8 CHaui
I'excen-1 14 -36
Okren-1 44.7 2
Jeuen-1 74 31.5
Taoauua 2

MosekyIsIpHO-MacCOBbIC XapaKTEPUCTHKH TTOIHOIC(PUHOB, OIYYCHHBIX CYCIIEH3HOHHBIM METOIOM
B cpezie OKTapTopOyTaHa U METOJJIOM TOMOTEHHOH MOJIMMEPU3aALINU

[Monumepusarus B cpene okradropOyTana T'omorennas nomumepu3zanus [20]
[Honumep
My, TMOb! M, T-Monp~! My, T-MOnB ! M, r-Monb!
[Tonu-1-rexcen 6154636 3274694 720000 430000
[Tonu-1-oxTen 5692646 1752102 950000 546000
[Tonu-1-nenen 4746770 1719742 820000 469000

MIPOTOHOB, BKJTIOYasi oOmuit Tpuruiet B oomactu 0.88—
0.89 M. 1., COOTBETCTBYIOIINI MPOTOHAM TE€PMHUHAb-
HBIX METUJIBHBIX I'PYII, a TakKe HAOOp MYJIbTHILIE-
TOB. DTHU JAaHHBIC HE MO3BOJISIIOT CAEIaTh OAHO3HAYHBIN
BBIBOJI O PETYISIPHON CTpYKType mosmmMepa. CreKTpol
13C SIMP Bcex paccMaTpuBaeMBbIX MOJHUMEPOB TPEJI-
CTaBJISIFOT COOON Ha0Op CUTHAJIOB B PE30HAHCHOM 001a-
ctH sp3-rubpuaHbx atomoB yriuepoaa (14.2-40.2 m. 1.),
KOJIMYECTBO KOTOPBIX COBITaJaeT ¢ yucioMm C-aToMOB B
MOHOMEPOM 3BEHE, UTO IMOJTBEPKIAET PEryISIPHOCTh
CTPOCHUS MOJTYYECHHBIX MOJINMEPOB. TaKke B CIIEKTpax
Ha0II01aeTCsl CUIIBHOIIONBHBIN curHan npu 14.2 M. 1.,
BEPOSATHO COOTBETCTBYIOIIHI PE30HAHCY YIIepo/ia KOH-
1eBbIX MeTHIbHBIX rpyrin. Crekrp 13C SIMP monmu-1-rek-
CeHa COBMAJacT C paHee onucaHHbIM [ 18] s obpasiia,
CHHTE3 KOTOpOro OBl BBIIOJIHEH B cpelie nepropme-
THJIIHAKIIOTEKCaHa.

3HaueHUsI CPeIHEUNCIICHHBIX M, U CpellHeB3BEIlICH-
HBIX My, MOJIEKYJISIPHBIX MacC MOTY4YE€HHBIX MOJIMMEPOB
(Tabu. 2) onpeneneHbl UCXOA U3 AaHHBIX IeJIbIIPOHU-
Karomiei xpomatorpaduu. bimskue 3HaAYCHUS BpeMEHU
yIAepKUBAHUS TIOIHOJIE(HUHOB B XpoMaTorpaduueckoi
KOJIOHKE (CM. PHCYHOK) CBUIETEIBCTBYIOT O CPaBHU-
TEJIbHO HEOOJBILIOW Pa3HUIIE UX MOJIEKYJSPHBIX Macc.
Kpome Toro, 3nauenuss M, u M, nonu-1-rekcexa, mno-
nu-1-0KTeHa ¥ Mmoju-1-1aenena, CHHTe3WPOBaHHBIX B

cpene okradTopOyTaHa, Oosiee 4eM B 5 pa3 MPEeBBIIIAIOT
aHAJOTMYHbIC 3HAYCHUS JIJISI COOTBETCTBYIOLIUX IOJIH-
0JIe()MHOB, CHHTE3UPOBAHHBIX METOJIOM TOMOTEHHOM
nonumepuzauuu [17].

BoiBoabI

CBepXBBICOKOMOJICKYIISIPHBIE TTOJIH-]-TeKCeH, To-
nu-1-0KTEeH U MoJu-1-1eneH peryisipHoTO CTPOSHHS
MOT'YT OBITh YCIICIIHO MOJTYy4eHbl METO/IOM CYCIIEH3HUOH-
HOM MOMMEPHU3aLuy IPY UCIONIb30BaHNH KaTaau3aTopa
I{urnepa—Harts! B okTadTopOyTane, npuMeHEHNE KOTO-
poro obecrieunBaeT rOMOTEHU3ANNIO CHCTEM MOHOMEpP—
¢dropankan npu Temneparype 32°C.

KondankT unTepecon

ABTODBI 3asBISIIOT 00 OTCYTCTBUU KOH(IIUKTa HHTE-
pecoB, TpeOYIOIIEro PacKpbITHs B JAHHON CTaThe.
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SIMP, 13C SIMP u uHTepIpeTUpOBa pe3yibTaThl Tellb-
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