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CHUHTE3 HEITPEJAEJIBHOT'O AHETUJIEHOBOI'O
CIIMPTA - IMMETWIAUT'EKCUJIBY TUHANOJIA

'MepkyJioB B.B., 'Anmazos A.W., ?"Mantiaep C.H., "’Kymanazaposa I.M.
'PI'TI «Kapazanounckuil 20Cy0apcmeeHHblil UHOYCIMPUAIbHBI YHUBEPCUMEN,
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24O «Medicoynapoouwiii HAyUHO-NPOU3E0OCMEEHHbLI XOIOUHE « Dumoxumusy,
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AIleTuNeH KaK BBICOKOPEAKIHOHHOCIIOCOOHOE COEIUHECHHE IO-TPEKHEMY OCTACTCS OAHHM M3 BAXKHBIX HC-
XOJIHBIX COCJIMHEHHI B OPraHNYeCKOM CHHTe3e. Pa3paboTKy Ha OCHOBE alleTHIICHA HOBBIX METO/IOB CHHTE3a HAyKO-
eMKUX XUMUYECKUX MPOIYKTOB ISl IIEPEJOBBIX TEXHOIOTHH, MEIHUIIHHBI M CEIBCKOTO XO03siICTBAa MOXKHO CUHTAaTh
AKTyaJbHOM 3a/1a4eld, 0COOCHHO eC/IM NPUHATh BO BHUMaHHE HapacTaoumuil edpuuut Hegtu. B nanHom uccieno-
BaHUU OCYIIECTBJIEH CUHTE3 B JIA0OPATOPHBIX YCIOBHUAX Ha OCHOBE peakiun PaBopckoro monomepa 7,10-1umerui-
rekcajek-8-uH-7,10-11oma, KoTopblii 00pa3yeTcs IpH B3aNMOJICHCTBHY alleTHIIEHA ¢ OKTAaHOHOM-2 B cpezie OeH3ona
B mpucyTcTBun nopomkosaroro KOH. Ilomydyennoe ¢yHKInOHANIPHOE IPOM3BONHOE Al[CTHICHA SBISICTCS CHUMME-
TPUYHBIM COEIMHEHHEM, COJIEPIKHUT B CBOEH CTPYKType JUIMHHBIE YITIEBOIOPOIHBIE PAIUKAIIbI, BE I'HIPOKCHIIbLHbIC
TPYIIIB! H TPOHHYIO CBS3b M MOXKET OBITH HCIIOIB30BaHO HPH MPOM3BOACTBE IIHPOKOIO aCCOPTUMEHTA MIPOIYKTOB.
B pabote npuBeeHbI HEKOTOPBIE COBPEMEHHBIE CIIOCOOBI TOTyUYCHHS alleTUICHOBBIX AUOJIOB; OMMCAHA METONUKA
HPE/UIaraeMoro CHHTE3a; MPOLYKT MOTy4YeH B BHE aMOP(HOTO MOPOIIKA CBETIO-XKEITOTO 1IBETA, €0 MOJIEKYIISp-
Hasi CTPYKTypa HAeHTH(UIIpoBaHa oqHoMepHbIM MeTozoM 'H n *C SIMP-criiekrpockormu. Habironexust 3a xomnom
9KCHEPUMEHTA CBUACTENBCTBYIOT O AOCTATOYHOI MHTEHCHBHOCTH IPEATaraéMoro MeTofa CHHTE3a, ero IPOCTOTe
1 6€30IaCHOCTH, a TAKXKe JIETKOCTHU BBICJIEHHs 11eJIEBOr0 IPOJYKTa U3 PeaKIIMOHHOI cMecH.

KuroueBrble cj10Ba: CMHTE3 1HOJI0B, HeMpeaeJIbHbIe CITUPTHI, aneTHIeH, peakuus @asopckoro, IMP-cniekTpockonust

SYNTHESIS OF UNSATURATED ACETYLENIC
ALCOHOL - DIMETHYL DIHEXYL BUTYNEDIOL

'Merkulov V.V., !Almazov A.l., ?“Mantler S.N., 'Zhumanazarova G.M.
'Karaganda State Industrial University, Temirtau, e-mail: smart-61@mail.ru;
°JSC «International research and production holding « Phytochemistry»,
Karaganda, e-mail: svetik7tsvetik7 @mail.ru

Acetylene as a highly reactive compound still remains one of the important starting compounds in organic
synthesis. The development of acetylene-based new methods in synthesis of high-tech chemical products for
advanced technologies, medicine and agriculture can be considered as an actual task, especially if we take into
account the growing oil shortage . In this study, laboratory synthesis monomer 7,10-dimethyl-hexadec-8-yn-7,10-
diol has been carried out based on Favorskii reaction. The product is formed by the interaction of acetylene with
octanone-2 in benzene in the presence of powdered KOH. The obtained functional derivative of acetylene is a
symmetrical compound, contains in its molecular structure long hydrocarbon radicals, two hydroxyl groups and
a triple bond, and so can be used in the manufacture of a wide range products. The paper presents some modern
methods of obtaining acetylenic diols; the synthesis method is described; the product has been obtained in the form
of a light yellow amorphous powder, and its molecular structure was identified by one-dimensional 'H and *C NMR
spectroscopy. Observations on the experiment course indicate a sufficient intensity of this synthesis method, its
simplicity and safety, as well as ease of the target product isolation from the reaction mixture.

Keywords: synthesis of diols, unsaturated alcohols, acetylene, Favorskii reaction, NMR spectroscopy

Mornekyna aneTuseHa SBISETCS YHUBEp-
CaTbHBIM «CTPOUTEIHHBIM OJIOKOM» B CHUHTE-
3¢ OpraHUYecKUX MPOAyKTOB. Jloiroe Bpems
OH 3aHUMAaJ JHUIUPYIOLIYIO MO3ULHUI0 CPEAu
OCHOBHOTO XMMHUYECKOTO CHIPbSI U HAXOIUJICS
MPAKTUYECKU BHE KOHKYPEHIIMH, TaK KakK arle-
TUJICH W €T0 TPOU3BOIHBIC, KaK BBICOKOPEAK-
[IMOHHOCIIOCOOHEBIE COEAUHEHHUSI, B OOJbIICH
CTETICHM, YeM 3THJICH, OTBEYAIOT TCHJICHIIUAM
pa3BUTUS XUMHUYECKOW MPOMBILUICHHOCTH,
OpUEHTHPOBAHHOW Ha Pa3padOTKy HayKOeM-
KHUX XUMHUYECKHUX MPOAYKTOB JUIsi COBPEMEH-
HBIX TEXHOJIOTHH, CEJIbCKOTO XO35SMCTBA U Me-
muieel [1]. HecraOunbHas —cutyanus Ha
peiHKEe HedTH, Hamuuue OOJIBIIUX 3aliekKel

kamenHoro yris B LlentpansHom Kazaxcrane
1 kapounuoro npousBoactsa Ha AO «Temmup-
TAyCKUH DIEKTPOMETAIUTYPIrHYECKHH KOMOU-
Har» (Kaparanmunckas obnacts, r. Temupray)
co3aeT 0ObEKTUBHBIC PEANIOCHUIKN K aKTUB-
HOMY HCIIOJIb30BAaHHUIO ALETUIICHA Ul Lieiel
TOHKOTO OpraHuueckoro cuuresa. [Ipu stom
B HEJAICKOM OyaylieM MOXET CIOXKUTHCS
KOHBIOHKTYpa, IIPHU KOTOPO alleTHIIeH B Kave-
CTBE CBIPbS JJISi XUMHUYECKOH MPOMBIILIEHHO-
CTH CTAHET BHOBb 00Jiee BHITOJHBIM 3KOHOMU-
YECKH, YEM 3THJICH.

Cpeny CHHTE3UpyEeMBbIX Ha OCHOBE arle-
TWJIEHA BELIECTB Hauboliee 3HAYMMBI ITAHOI
U aleTHJICHOBBIE CIUPTHI, YKCYCHBIH aibje-
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TUJ U YKCYCHAasl KHCII0Ta, MOJIHAKPHIOHUTPUIT
U TOJUBHHWIXJIOPH[I, Pa3IMYHbIE KaydyyKH
(MMBUHWIIBHBIN, XIJIOPOTPEHOBBI M HW30Tpe-
HOBBIH), cpenn OMOJOTHYECKH aKTHBHBIX Be-
IIECTB — BUTAMHUH A M CTEPOUHBIE TOPMOHBI.
Paznmuunnie IMPOU3BOAHBIC allCTUJICHA HUMCIOT
BCE OOJBILYIO MEPCHEKTUBY MPUMEHEHUS ISl
LIeJIell TOHKOTO OpraHMYeCKoro CHHTEe3a. Alle-
TUJICHOBBIC CITUPTHI, B OCOOCHHOCTH TIIUKO-
JIY, BBI3BIBAIOT OCOOBIM MHTEpeC. YKe celuac
HMMEIOTCS TIPEIMOCHUIKH TS pa3paboTKH Ha UX
OCHOBEC IMPOU3BOACTB AYHIUCTHIX, JICKAPCTBCH-
HBIX N (I)OTO&KTI/IBHI)IX BCUIECTB, MOHOMEPOB
B CHHTE3€ MOJUMEPOB U (PJIOTOPEAreHTOB, CIie-
[MATBHBIX ITOJIMMEPHBIX MaTePHAIIOB, a TAKKE
IIaCTU(UKATOPOB I MOTU(DUKATOPOB JIJIST HUX,

R! OH

HO R

AHTUKOPPO3UIHBIX CPEACTB 3allUThl 000pPY-
JIOBaHUs, MOJIU(UKATOPOB MOTOPHBIX TOILTUB
U 3Mynbratopos [1, 2].

Pa3paboTka MeTOmOB CHHTE3a aleTuie-
HOBBIX JIMOJIOB SIBIISIETCS aKTyalbHBIM Ha-
MPaBJICHUEM HCCIICJOBAaHUI U B HACTOSIIEE
Bpems. Tak, B pabore [3] coobimaercss o msi-
TUIIATOBOM CHHTE3¢ JUAICTHJICHOBBIX JIH-
OJIOB Ha OCHOBE KOMMEPYECKH JOCTYITHOTO
1,4-0uc(tpumermincunun)oyra-1,3-qunHa
W pa3nuyHbIX anpAerufoB. [lo pesymsraTtam
OILIEHKN OMOJIOTMYECKOH aKTUBHOCTH M 0€3-
OMACHOCTH Psijia TIOJIYYCHHBIX UMM IPOU3BO-
JTHBIX YCTAHOBJICHO, 4TO coeauHeHus: la, 1b
U [c SBISIOTCS TMEPCHEKTUBHBIMU JUIS in Vivo
M3yYEHUS MX KaK CPEJICTB MPOPUITAKTHKH paKa.

1a R' = CHy(CH,);CH; ; R =H
5 1b R' = CHy(CH,)3CH; ; R” = CHy(CH,)3CHs

1c R! = CH,(CH,);CH; ; R? = cyclohexyl

ABTopamu pabotsl [4] ortucan cuHTe3 1,4-1100B B MATKHX YCIOBUSIX HA OCHOBE TEPMUHAIIb-

HBIX arleTuiieHoB 2 myteM aktuBanuu C-H cBsi3u ¢ monydyeHnem metamarnetuinenuaa. [lepBoiid
JTall CHHTEe3a MmpoTekaeT B mpucyrcTBun Zn (1), TpudTmiiamuaa u N-MetrimddenprHa (OnTHIe-
CKH aKTHBHOTO aMHHOCTIUPTA). [1oTydeHHbIH inn Sif METaJUTalleTUIICHU B PEAKITUH PUCOCIUHE-
Hust 1o C=0 u C=N cBs3sM o0pa3yeT cooTBeTcTBYyIOIIME 1,4-n110ibl 3 (cxema 1).

Ph
)\ 0o Zn(OTf),, EtLN OH
O O (+)-N-methylephedrin -
P ) RAH T RO ST
1 —
R™ ==—H OH
2 3

Cxema 1. Cunmes 1,4-0uono6 Ha OCHOGe MEPMUHATBHBIX AYEMUIEHO8

B pa6ote [S] npuBeneH 3 GEeKTUBHBIN XeMOCEICKTHBHBIN CIIOCO0 MOJyUEHHUS aJIKMH/IUO0JIOB
MyTEM MPSIMOTO JETPOTOHUPOBAHUSI TPONAPTUIOBBIX CIIUPTOB 4 n-OyTriuinTHeM (cxema 2). O6-
PasyIOIMECS CONIM 5 B IIPUCYTCTBMU SKBUMOIAPHBIX KoyudecTs CeCl, B3aMMOIEHCTBYIOT ¢ Kap-
OOHWJIBHBIMH COCIMHEHHSIMH U JIA0T TPONApPTHIIOBBIE IUOJBI 6 ¢ BEICOKUMH BBIXOJIAMU (Jae
B CIIy4ae MCTIOJIh30BaHUS KapOOHUIBHBIX COSNMHEHUH ¢ HU3KOW PEaKIIMOHHON CTIOCOOHOCTBIO).

Cl
O-%-Ce—Cl
. R/, OH )
OH n-BuLi (2 equiv.) OLI — R
R = THF, -40° R\ . THF, -40° o R T R
H Li OH
4 5 6

Cxema 2. Cunmes ankunouonos npamoim 0enpomoHUPOSaHUemM nponapeuiosulx CRUpnos
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[TonydyeHue aneTUICHOBBIX CIUPTOB I10
TexHonorusim ®DaBopckoro u Penme (mpsimoit
KOHJICHCAIle  ANWIUKINYECKHX  KETOHOB
Y HEKOTOPBIX aJBJIETHIOB C MOHO3aMEIICHHBI-
MH alleTHJICHaMH) B TMPHUCYTCTBUH OCHOBAHUI
OCTaeTCsl OJIHUM M3 HaubojIee MPOCTHIX METO-
noB [1, 6]. 2-mermn-4-penmnOyran-3-omn-2 —
[IEPBBIA MPOAYKT JaHHOW TEXHOJIOTUH, IIOJY-
YEHHBI OJHOCTAJIMITHO W C KOJIMYECTBEHHBIM
BBIXO/IOM ITyT€M KOHJICHCAINH alleToHa ¢ (heHH-
JANETHJICHOM B TIPUCYTCTBHH TIOPOIIKOBATOTO
€IKoro Kalus. B nanbpHeileM JaHHy TEXHO-
JIOTHIO PaCcIpOCTPAHUIIM Ha JAPYTHe MOHO3aMe-
LICHHBIC alleTUIICHBI U caM areTmieH. [Iporecc
MIPOBOASAT TIPH 3HAYUTEILHOM U30BITKE alleTH-
JieHa (BMECTO KOTOPOTO MOJKET OBITh TPHUMEHEH
u Kapoua kanpims B mpucytcTBuu KOH) B cpe-
A€ pas3IMYHbIX OPTraHUYCCKUX paCTBOpHTeHeﬁ
WM UX cMecelt (Z[I/II/ISOHpOHI/IHOBOM WJIN METHUII-
TPEeTOyTUIIOBOM 3(HpE, CMECH alleTallbICTHIa
¢ MuOyTHIameTaseM WA METHIANS C JIMOKCa-
HOM; TeTparuapodypane u T.1.) [6].

B cBete BBIIEH3I0KEHHOTO, TIETBI0 TAHHO-
'O MCCJICIOBAHUS CTaJl CHHTE3 0 KJIaCCHYECKOM
peakiuu DaBOPCKOro MEPCIIEKTHBHOTO (PYHK-
LIMOHAJIBHOTO TPOW3BOJIHOTO alleTHICHA — JIH-
MeTHIIIUTeKCHIOyTHHIoNna. [laHHoe coenuHe-
HUE TIPE/ICTABISIET MPAKTUIECKU WHTEPEC, TaK
KaK SABISETCS CHMMETPUYHBIM TPOW3BOIHBIM,
COJIEP)KUT B CBOCH CTPYKTYpPE OJHOBPEMEHHO
JIB€ THJIPOKCHUJIbHBIE IPYIIIbI, TPOHHYIO CBSI3b
U YIJIEBOIOPONHBIN pajiiKai C JJIMHHON yrie-
POMHOHM TIETIhIO, YTO JaeT BO3MOXKHOCTH WC-
MOJTb30BaTh €ro JUIsi TIONYYEHHs ITOJIMMEPOB,
SMYJBraTopoB M (DIIOTOPEAreHToB C 3alaHHBIMHU
xapaktepucTukamu. Cpelu  MepeYrCIICHHOTO
HaI/I6OJ1€e AKTyaJIbHbIM, Ha Hall B34, MPEA-
CTaBJISICTCS] IPUMEHEHHE ITPOM3BOIHBIX JTAHHOTO
COeMHEHHs B Tporiecce Quiotarmy npu ooora-
[IEHUH MEIHBIX U CepPEeOPSHBIX PYI, TTOCKOIBKY
B Kazaxcrane HeT cOOCTBEHHOTO MPOM3BOJCTBA
(roTopeareHToB, M JAHHBIN B IIPOIYKIIMH 3a-
KYTIAeTCs IOTPEOUTEIISIMHE 3a PYOSIKOM.

MarepuaJbl 1 MeTOAbI HCCJIETOBAHMS

Jlyis mpoBe/ieHusl CHHTE3a HUCIOJIb30BaIl
aleTHIICH, TOJy4YaeMblil U3 KapOuaa KabIus,
OKTaHOH-2 (METHJITEKCHIIKETOH), TOPOIIOK
KOH wu 6en3onm (B KauecTBE PACTBOPHUTEINS).
J71s1 OCYIIKHM HCTIONH30BAIH TPOKAIICHHBIHN 110~
Tall, s MEePeKPUCTAIUIU3ANNHN TTPUMCHSIIN
YETBIPEXXJIOPHUCTHIH yTIIEPOI.

CuHTE3 TPOBOIWIIM B TPEXTOPJION Koioe
oobemoM 500 M1 ¢ 00paTHBIM XOJIOAMIBHAKOM,
KarejlbHON BOPOHKOM M MEIIaKOM, aHaIoruy-
HOW TIpeACTaBICHHON B padote [7]. AueTmieH
OCYyIIIaJId U OYHINAIHN OT IPUMECEH, MPOITyCKast
yepe3 CKISIHKY THINEHKO, 3alOJHEHHYIO0 KOH-
uentpuposannoi H,SO,. Konen o6parnoro xo-
JIOMWIIbHUKA YCTAHOBKU TakXe ObLI COeIMHEH
C Hell JUTs1 3alTUThI CUCTEMBI OT TIOTIaIaHHs BIIa-

' ¥ o0ecreueHns] BO3MOKHOCTH BH3YaJbHOTO
HaOJFOICHUS 32 TIOTVIOIIEHUEM alleTHIICHA.

s ompeniesieHust CTPYKTypbl HOBOTO alle-
TUJICHOBOTO CIIUpTa HCHojib30Bajgach SMP-
CIIEKTPOCKOIIHSI BBICOKOTO pa3pelieHus], KoTopast
SIBJISICTCS. OJHUM M3 CaMbIX HH(OPMATUBHBIX
METOJIOB MCCIICIOBAHMS CTPYKTYPhl M TpeBpa-
IICHUI MOJICKYJ, MEKMOJICKY/SIPHBIX B3aUMO-
JISVCTBUH ¥ KOJTMYECTBEHHOTO aHAJIH3a BEIIIECTB.
AHanm3 BBITIONHSIICS B J1a0OpaTopuy MH)KEHEP-
Horo mpodmis SAMP-criexrpockormu  Koxkiire-
TayCKOTO  TOCYIApCTBEHHOTO  YHHUBEPCHTETA
um. 1. Yanuxanora na npudope JINM-ECA 400
(Jeol, Amonus, padovas yactora 400 MI'11). Mo-
nernpHbie criektpsl 'H u *C SAIMP coennneHuit
MTOCTPOEHBI C MmoMomIsio mporpammel ACDLab
ChemSketchWindow. Temmeparypy TuTaBiIeHusI
orpenesiy ¢ nmomoripb nmpudopa OptiMelt.

B xonOy momemramu 80T mopomika eakoro
kanus, HamuBamu 300 mu Oenzona (pacTBOpH-
Tens) U J00aBISUM 25T METHITEKCHIIKETOHA.
Uepes peakIMOHHYIO CMECh TPOIYCKAIOT OYH-
IIEHHBIA aleTiieH B TeYeHue 2 9 IpU IMOCTO-
SHHOM TIepeMeIlBaHuK. TeMreparypy cpesbl
MO/IEpKUBalOT Ha ypoBHe 13—-15°C, oxmax-
Jasi BOIonpoBoaHoH Bompoi. Ilocne oxoHuaHust
pEaKIu CMeCh OCTaBILIFOT Ha HOYb. [mapormi3
OCYIIECTBILSIOT, TPHOABIISS TUCTUILTUPOBAHHYFO
BOIY M3 KamenbHOH BopoHKH (70—80 mur). 3arem
OCH3OBHBIN CJION OTNEISIIOT, @ BOJHBIN AKCTpa-
THPYIOT TpeMmsi mopuusmu Oenzona mo 30 ML
OprannuyecKuii CJI0H U BBITSKKH OT KCTPAKIIAU
BOJHOTO CJIOSI OOBEIMHSIIOT, TIPOMBIBAIOT BOJOH
(20 mo1), 20 %-HO¥1 yKcycHOU KucmoToi (20 M),
cHOBa Boz0# (20 MJT), TTOCTIE Yero CyIar ImpoKa-
JICHHBIM TIOTAIlIOM. BeH30J1 OTTOHSIOT Ha poTa-
MOHHOM Hcnapurene. [Ipoaykr peakuuu — qu-
METHJIIUTEKCHIIOYTHHIINOM, OCTaeTcs B Kojoe
B BHJIE KpUCTAIUIOB. [lepexpucrammsaruio ocy-
MIECTBISIFOT M3 YETHIPEXXJIOPHCTOTO YIIIEposa.
IpaxTraeckuii Berxox cocrasmsier 60—70 %.

JMMeTHIIUTeKCUIIOy TUH/NOT,  CHHTE3H-
POBaHHBIH 110 JAHHOMY CIIOCO0Y, MPEACTaBIIS-
eT co0ol aMOp(HBII MOPOIIOK CBETIO-KEITO-
ro IBeTa ¢ Temmeparypoil muasneHus 85°C,
XOPOIIIO PaCTBOPUMBIH B XJI0podopme.

Pe3y.JIl>TaTbI HCCJIeA0BAaHUSA
U UX 00Cy:KIeHne

IIpenaronaraemMpIii MEXaHH3M pEAKIUU T10-
JyYeHUs]  TUMETWIMTCKCHIOYTHHANONA — TI0
Kaccudyeckol peakumu daBopckoro npu B3au-
MOJICWCTBUHM ALICTUIICHA C METHITCKCHIKETOHOM
B npucyTcTBur noporrkoBatoro KOH (cxema 3)
BKJIIOUAET 00pa30BaHUE aLETUIICHUA, KOTOPBIH
MIPUCOENHACTCS K KapOOHWJIBHOMY COEIUHe-
HUIO ¢ 00pa30BaHUEM in Situ TIPOMEKYTOUHOTO
MPOAYKTa — aJIKOTOJIsITa alleTUIEHOBOTO CIHUPTA,
IIPU THIPOIHN3E KOTOporo ¢ BeixogoM 60—70%
o0pazyercs 1eNeBoi MPOAYKT — aleTHICHOBBIH
CIUPT AUMETWIAUTCKCUIIOY THH MO
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OH OH CH==CH
| l KOH
H;C T C=—=C——C—CH;, OH"
C6H13 C6H13
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o C=C-""1
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Cxema 3. I[Ipednonaeaemvlii MEXAHU3M PeaKyuu 63AUMOOCUCMEUU AYeMULEeHA C MEeMUILEKCUIKEMOHOM

Jnst uaeHTHUKAIUKA ¥ TOATBEPKACHUS MPEoaraéMoOi CTPYKTYPbl CHHTE3MPOBAHHOTO
coenunenus 7 0butk cHATHI 'H 1 PC SIMP-criekTpsl B efiTepipoBaHHOM XJIOPO(GOPME U CIIEKTP
HMQC. Ilony4deHHble pe3yasTaThl MpeacTaBiIeHbl Ha puc. 1-3 1 B Tabmuue.

H
H H H
H | H | H | OH CH; & i i H $ H
IN PPN PN | g e
\cé \C/§ \C/§ \C_C__C_C/|\C,/|\C//|\C\
— - H
H H H CH, HO " H "

B mpoTOHHOM CHEKTpe CMHTE3MPOBAHHOTO COEAMHEHUsI HanOoJiee CUIbHOMOIBHBIN CUTHA
(Tpunuer, 0,85 M./1.) HHTEHCUBHOCTHIO OH MpUHAIIEKUT TPOTOHAM METHIIBHBIX TPYII JBYX T'€K-
CHJIBHBIX 3aMecTUTeNeH. MyabTUILICTHRIC CUTHANBI C XUMUYecKuMH casuramu 1,27; 1,42 u 1,59
M.JI. MOKHO OTHECTH K MPOTOHAM METHMJICHOBBIX I'PYMI aJKWJIBHOTO paaukana. J[ias mpoTroHoB
METWJIBHBIX 3aMECTUTENEN XapaKTepHO pe30HupoBaHue pu 1,42 Mm.a.
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091 HC 4 11 14 16, it]
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Chemical Shift (ppm)

Puc. 1. Cnexmp 'H AMP oumemunouzexcunbymunouona (400 MIy, CDCI,)
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B BBC CIHCKTPC COCANUHCHUS 7 YIIICPOAHBIC aTOMbI I'CKCUJIBHBIX PAIUKAJIOB, PACIIOJIOKCHHBIC

Puc. 2. Cnexmp “C SAMP oumemunoueexcunbymunouona (400 MI'y, CDCL,)

CHMMETpPHUYHO, pe3onupyrot npu 14,13 (2CH,), 22,67 (2CH,), 24,81 (2CH,), 29,65 (2CH,), 31,87
(2CH,) n 43,77 m.n. (2CH,). Atomer C-9 n C-20 METHJIBHBIX PaJIMKAIOB JAKOT CHIHAJIBI IIPH

29,46 m.a. [lon BIMsIHEEM THAPOKCUIIBHBIX TPYII U KPAaTHOH CBsI3M deTBepTHUHBIE aToMbl C-10

u C-11 B coemuHeHNH JArOT CUTHAJ B Oosiee ciradbom mosie (68,20 u 87,15 M.JI. COOTBETCTBEHHO).

Takum o6pa3om, Ha ocHoBaHuM AaHHbIX 'H n C IMP-cnekrpockonuy CHHTE3MPOBAHHOTO
COCAMHEHMS JIOKA3aHO, YTO CTPYKTYpa TOTO IKCIEPUMEHTAIBLHOI0 00pasia MOIHOCTBIO COOT-

BETCTBYET TUMETHIANTeKCHIOyTHH oMY (7,10-mumeTrn-rekcanek-8-un-7,10-amuomy).

Tannsie ciektpoB 'H u BC SIMP qumeTHIMreKCHnoy THHHOIA

Hanssie 'H cnekrpa IMP

Janusie *C cnexrpa SIMP

Ne | Atom Xumudeckuit caur (ppm) Ne | Arom XuMuueckui caABUT (ppm)
JKCILL pacd. | pasHHLA 9KCII. pacu. pasHHLA

1 3 [1,53...1,65] - - 1 19 14,17 14,07 +0,10

2 14 [1,53...1,65] - - 2 8 14,17 14,07 +0,10
3 1 [2,36...2,48] - - 3 18 22,63 22,46 +0,23

4 13 [2,36...2,48] - - 4 7 22,63 22,46 +0,23

5 8 [0,82...0,90] | 0,877 -0,019 5 15 24,34 24,50 +0,34

6 19 [0,82...0,90] | 0,877 -0,019 6 4 24,34 24,50 +0,34

7 6 [1,22...1,34] 1,276 +0,006 7 20 29,47 29,60 -0,13

8 17 [1,22...1,34] 1,276 +0,006 8 9 29,47 29,60 -0,13

9 7 [1,22...1,34] 1,333 -0,050 9 16 29,86 30,42 -0,56

10 18 [1,22...1,34] 1,333 —-0,050 10 5 29,86 30,42 -0,56
11 9 [1,22...1,34] 1,356 —-0,076 11 17 31,88 31,60 +0,28
12| 20 [1,22...1,34] 1,356 0,076 12 6 31,88 31,60 +0,28
13 4 [1,39...1,46] 1,389 +0,036 13 14 43,79 43,96 0,17
14 15 [1,39...1,46] 1,389 +0,036 14 3 43,79 43,96 0,17
15 5 [1,39...1,46] 1,518 0,092 15 12 68,20 65,64 +2,56
16 15 [1,39...1,46] 1,518 0,092 16 2 68,20 65,64 +2,56
17 10 87,10 87,29 -0,19

18 11 87,10 87,29 0,19
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Puc. 3. Cnexmp HMQC oumemunouzexcunoymunouona

BoiBoabI

B pesynbprare mpoBEACHHBIX HCCIIEIOBA-
HUAW TIOJNY4YeHO COEIMHEHHe, o0Iajaronee
PSZIOM YHUKAQJIBHBIX CBOWCTB BBHUJLY HAJTHUUS
B €ro CTPyKType (QYHKIHOHAJIBHBIX TPYII
1 TpOWHOM cBsA3U. Takas CTPYKTypa J1aeT BO3-
MOKHOCTb IIOJTyyaTb Ha €ro OCHOBE IPOH3-
BOJIHBIE C LIMPOKUM CIIEKTPOM IIPUMEHEHHUSI.
AUETHUIICHOBBIE JHOJIBI B IIEJIOM H JIUMETHII-
JUTEKCUIIOYTHHIIMOJ B YaCTHOCTH TIPEJIOoNia-
raroT BBICOKYIO BEPOSTHOCTh YCHEIIHOCTH UX
HCIOIB30BAHUSA MPH (IIOTALUHU [IBETHBIX PYII,
MOJTyYeHUH MOIU(HUKATOPOB M IUIacTU(UKA-
TOPOB Ul MJACTMACC, a TAKXKE HAHOCTPYK-
TYpUPOBAHHBIX IIJICHOK, IMMOJIMMEPOB C 3aJlaH-
HBIMH CBOMCTBAMH M TIPOTHBOOITYXOJIEBBIX
JIEKapCTBEHHBIX CPEJICTB.

[IpenmyiecTBa MCHONB30BAHHOTO METO-
Ja CHHTe3a JAWMETWIIUTeKCHIOYTHHANOA
nepes APYruMH TE€XHOJOTHSMH 3aKIIH0UaeTCst
B ero 0e30MacHOCTH, SKOHOMHYHOCTH U 0O-
Jiee BBICOKOM MHTEHCUBHOCTH Ipoliecca. Taxk,
CHUHTE3 OCYILIECTBIISICTCS NPHU MPaKTHUYECKH
KOMHATHOH TemIeparype, alleTUICH HCIOIb-
3yeTcst Ipu aTMoc(epHOM NaBJICHUH, ILiele-
BOM MPOJYKT JIETKO OT/AEIUTh MPOCTOU OTIOH-

KOM pacTBOpUTEIIA, HE 06pa3y10TC5[ BpCAHbIC
BLI6POCI:I 1 OTXOJBI.
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