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CHHTE3 1 CTPOEHHME 1,3,3,3-TETPABPOM-1-HUTPOIIPOITEHA
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Paspaboman memoO cunmesa panee Heu38ecmmoz0 Npeocmasumens 2em-6pOMHUMPOIMEHOE —

[-6pom-2-mpubpommemun-I-numposmena (1,3,3,3-mempadpom-1-numponponena),

€20 Ccmpoerue

oxapaxmepu3osano memodamu UK, Y@ u AMP 'H, C cnexmpockonuu ¢ npuenevenuem 2emepokop-

pensyuonnsix HMBC sxcnepumenmos.

Knwouessie c/i0Ba: CONPSDKEHHBIE HUTPOANKEHBI, 2em-raymoreHHuTposted, 1,3,3,3-terpabpom-1-
HUTPOIpoIieH, SpOMUPOBaHHUE, ErnaApOOPOMHPOBAHHE.

IToBbIIIEHHEIM UHTEPEC K CONPSKEHHBLIM HUTPOAN-
KeHaM 00yCIOBJIEH MX BBICOKOW peakuuoHHOH crnocod-
HOCTBIO M BO3MOXKHOCTREI) CHHTE3a Ha MX OCHOBE pas-
JIMYHBIX KJIAcCOB oprauudeckux Bewects [1, 2]. Eme
OONBIIMI CHHTETHYECKUH TOTEHLIMA UMEIOT 2eM-Tao-
TEHHUTPOITENR! Onarogapst NPUCYTCTBHIO B HX MOJie-
Kynax ranoreua [2, 3]. M3 npescraBuTeneii Toro psia,
COJIEPKANMX TPUTAIOTEHMETWILHYK [PYIITy, HM3BEC-
TeH quilb 1-Gpom-1-HuTpo-2-TpUxiiopMeTHIITEH (1-
Gpom-1-HuTpo-3.3,3-rpuxisopiponen) [4]. Ilokasamo,
4TO OH obnajgaeT GakTepUUMIHBEIMU CBONCTBaMU [4] |
SBJIAETCS NMEPCIEKTUBHBIM PEareHTOM B cuHTe3e QyHK-
LHMOHATM3MPOBAHHBIX KapOo- [S] 1 reTepoLnKInYeCcKIX

H 2 1NO:2 B, cHC, Bri. . N9
3/C=C\ = HB—/“C—C\—HA
BrsC ¥, AR plp Br
1 [la, 6

Jlernipo6poOMHUPORAHHUE TOCIEIHErO IKBUMONBHBIM
KOJMYECTBOM Q-NMKONHMHA B PACTBOpE 3dupa 3asepiua-
Jock obpazosanuem 1,3,3.3-tetpabpom-|-HuTponpo-
neHa B Buse cvecu mzomepos E-(1lla) u Z-(1116) B co-
oTHOmEeHHH 8:1 ¢ obuyM BhixonoM 82%. KononouHoe
xpomMaTorpatupoBanue (CUIIMKareib, 3MHEHT — rer-
TaH) CMECHA W30MEPOB [TO3BOIHIIO NONYUHTE UHAUBHIY-
anbHeId u3omep E-(I11a).

Crexrp SIMP 'H nentabpomuutponponasa (11) co-
JIEpXUT ABa HaGopa myGIeTHBIX CHTHAJIOB METHHOBBIX
[POTOHOB, YTO CBHJETENBCTBYET O CYUIECTBOBAHMU
3TOr0 BEUIECTBA B BHMJE CMECH JAMACTEPEOMEPOB B CO-

[6-10] coenuHenwi: a3upUIHHOB, OEH30IHOKCOIOB, I'M/(-
pUpOBaHHBIX OeH30(ypaHOB, OKCAHOPOOPHEHOB H JIp.
Hamu paspabotaH MeTO/ CHMHTE3a HOBOTO MpENCTa-
BUTEJIS PAjla TPUTATOreHMETHIICOAePKAlIMX 2em-OpoM-
HuTpo3TeHoB — 1,3,3,3-Terpabpom-1-nurponponena. B
KauecTBe MCXOAHOTO peareHta ucnofissosann 3,3,3-
TpUOpOM-1-HUTPOTIPONIEH, KOTOPBIH MOy N0 METO-
ke [11] u BBoguau B peakumio 6pomuposanus. Tlpo-
LecC OCYHIECTB/SIN TMPH MCIONB30BAHMM JKBHUMOJIb-
HBIX KonwmyecTB HupoaikeHa (I) u Opoma B pactBope
xnopodopma B Teuenue 48 u npu ~20°C. ITonyuenuniit
1,2,3,3,3-neutabpom- 1 -uurponponan (lla, 6) nopex-
craBnseT coboi neTydee Macioobpa3Hoe BELIECTBO.

OL-MTUKOJTHH, H_ _Br H_ _NO,
/C—_—C N + /C:C\
Et,O Br,C NO,  BrC Br
E-llla Z-1116

otHowenuu (Ila):(116) = 20:1. Hzomepy (Ila) npu-
Haanexkar curnanel npu 7.00 (Ha, hin 1.95 ) u
5.76 m. 1. (Hg, *Juy 1.95 T'n), a usomepy (116) — 6.73
(Ha, *Jug 5.68 Tm) u 531 M. 1. (Hs, *Jun 5.68 I'n).
B cmektpe 'H-"C HMBC (puc. 1) coemmnenuii
(Ila, 6) HabGmopaercs KOppeNsLMA CUTHAJIOB METHHO-
BBIX TIPOTOHOB C COOTBETCTBYIOLIMMH CHTHaJaMM aTo-
MOB yriepona, ans usomepa (I1a): Hy (7.00 m. a.)/C'
(84.54 M. 1., Joy 170.86 '), Hg (5.76 m. 1.)/C? (65.34
M. X, Jou 157.80 T'w), Ha/C® (35.66 M. n.), Hy/C®
(35.66 M. n.); nua usomepa (I16): Hy (6.73 m. n)/c!
(77.50 M. A, Jey 165.02 T'm), Hg (5.31 m. n.)/C?
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(65.11 M. 1., Joy 151.85 T'm), HA/C® (20.28 M. 1),
Hp/C? (20.28 M. 1.).

B UK cnekrpe Bemects (Ila, 6) momockl mormorie-
HHS HECONPSHKEHHOH HUTPOTPYTINBI NMPOSBISIOTCS NPH
1586, 1561 u 1341, 1317 em” .

Cnextp SIMP 'H CUHTE3UPOBAHHOrO Hamu 1,3,3,3-
tetpabpom-1-HuTponponena (1LI) comepXWT CHUTHAIL
nByx oneduHOBRIX MpoToHOB mpu 7.47 M. m. mis E-

E. K. Crobo0uyuxosa u op.

usomepa (IIla) u 8.57 M. 1. ana Z-uzomepa (I116), uto
XOpOIIO COrNAcyeTcs C JAHHBIMH s CTPYKTYPHO
nonoOHBIX coenuuennii [3, 12, 13]. Crexrpsr SAIMP Be
u 'H-C HMBC 1,3,3,3-rerpabpom-1-HuTponponeHa
TaKKe comepxar ABa Habopa CHTHAIOB aTOMOB yTJe-
porna.

B cmextpe AMP 'H-"*C HMBC (puc. 2) E-uzome-
pa (Illa) curnan mporona Hy (7.47 m. 1.) Koppenupyer

Hy H
6
O, M. 1. J L lL)3
8/c3 Br NO |
201 HA{C \2 1/ : " 6. .
30t Hi/C? HBE/Q—Q\—I‘IA H‘C HE/C
- Br Br
40 3 . [
r HR/C H"/C
a 2
601 HA/(; Jow 165.02 T / \.
70+ Jo 151 85 ru.
" HACL__ JCH 157.80 T "
%} & G, 4 S Hi/C ‘
170.86 T HA Cl .
100} \ 19/ o/ !
H3/C l
7.0 6.5 6.0 55 8, M. It
Puc. 1. Cnextp 'H-">C HMBC coenurenuii (Ila, 6).
H} HE
k :
O, M. I [ _
10 H¥/C?
20/ o
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40 B HE/CB
50 F
e [ HY/C!
70 A
o P =1 Br H  NO,
i Vo L/ \2 1/ ]
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3
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130} — \"
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Puc. 2. Criextp 'H-">C HMBC coenuuenuii (Il1a, 6).




Cunmes u cmpoenue 1,3,3,3-mempabpom-1-numponponena

¢ curHamom aroma C? (13596 M. n.), uMenlUM
npsMyro KOHCTaHTy Jyc 180.10 I'm. Cursman npu
103.75 M. A. mMpUHAJIEKHUT aTOMY YIiiepoaa C!, curuan
npu 29.80 M. m. — atomy yriepoma C° TpubpoMMme-
TUNBHOW rpynmsl. s Z-uzomepa (1116) mpoTon mpu
8.57 M. n. KoppemmpyeT ¢ curHanom atoma C’ mpu
14472 M. @m., UMEOWMUM TPIMYI KOHCTaHTY Jyc
175.96 T'n; cursan npu 76.85 M. A. OTBeyaeT aTomy
yrnepoma C', curnan npu 18.14 m. 1. — atomy yIIIEPO-
ga C* rpymmei CBry. Heobbrasoe (CHIBHONOIBHOR)
pacroJIO)KEHHUE CUTHAla aToMa yriiepoja TpUOpoMMe-
TUIBHOM I'PYNIEl [0 CPaBHEHUIO C TakoBbIM B CClj-
rpynre (87.90 m. a.) 1-6pom-1-ruTpo-3,3,3-TpHUxiop-
IponeHa MOXXHO OOBSCHHUTH, NO-BHAUMOMY, <3ddex-
ToM TsDKenoro atoma» [14]. MK cnexrp coemuHeHus
(Illa) comep>KUT MONOCH MOrJIOWEHUS mpu 1586 wu
1319 cM™', KOTOpBIE MOXHO OTHECTH K HUTPOTPYIIIE.
Y@ cnektp Bemectsa (I1la) comepxuT mosocy morio-
UIEHUSA Amax 263 HM (€ 4925).

3KCﬂepHMeHT3J]l>Haﬂ HacTb

DU3UKO-XUMHUUECKHE HCCICNOBAHUS MPOMYKTOB
(IIa, 6, IIla, 6) BEIOIHEHBI C UCIOIB30BAHHEM O0OpPY-
nosauus LleHTpa KOJUIEKTHBHOTO I10NB30BaHUs (a-
KyJbTe€Ta XUMHUH POCCHICKOrO rocymapcTBEHHOro Ie-
Jaroruyeckoro yHusepcurera umenu A. Y. I'epuena.

WK cnexTpbl perucTpupoBaId Ha CIEKTPOPOTOMET-
pe Shimadzu IRPrestige-21 B xnopogopme. YO criektp
3anucaH Ha cnekrpodoromerpe Shimadzu UV 2401 PC
B kBapueBbix kroBetax (/ 0.1 cMm, ¢ ~ 0.002 Moms/1),
pacTBOpHTENs — 3Tano1. Criektpel IMP 'H, C nony-
geHpl Ha crnekTpomerpe Jeol ECX400A c pabounmu
gactotamu 399.78 ('H), 100.525 MI'i (°C) B pacTsope
xnopodpopma-d|. BHyTpeHHHH cTaHmapT — CHrHAJBI
OCTaTOYHBIX NPOTOHOB HEIECUTEPHPOBAHHOIO PACTBO-
DHTEJIA.

DNEeMEHTHBIM aHaIu3 BBINONHEH HAa aHAIH3aTope
Euro Vector EA 3000 (CHN Dual mode).

JLJis  KOJOHOYHOU XpomMarorpaduu HCIONb30BaA-
4 cuiukarens Mapku Macherey-Negel (I'epmanus) L
140/270 p mpu COOTHOUIEHHWH BENIECTRBO:HOCHTEIb B
cpenseM 1/10 (1o Becy), 3MFOOTPONHBIA P PaCTBOPHU-
tened no Tpanme [15]. 3Hauenus R, onpeneneHsl Ha
mwiactuHax Silufol UV 254, 3m0eHT — rekcaH—aneToH
(2:1); mposBmsiM nmapamMu woma uid Y@ obmyueHueM
(h = 254 am).

Hcexonnsrid HuTpoankeH (1) monyyanu mo MeTomuke
[11].

1,2,3,3,3-Ileatabpom-1-aurponponan (Ila, 6). K
pactBopy 4.0 1 (0.0124 mons) 3,3,3-rpubpoM-1-HuTpO-
npornexa B 4 M xuopodopma npunusaimd 0.7 mi (2.0 T,
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0.0124 monp) OpoMa W BRIOEPIKUBANIH DPEAKIIMOHHYIO
cMech 48 9 mpu moHWKEHHOH Temmepatype (—20°C).
PacTBop BhITHBaNmM Ha yamiky [leTpu, rnocie yaaneHns
octaTkoB Opoma Beimensid 5.41 r (90%) 1,2.3,3,3-
nentabpoMm-1-uurponponana (Ila, 6) B sune Gecuser-
HOM MacnoobpasHoi xuakoctu (R, 0.80, 0.68), koro-
PYIO HCIONB30BANM ISl TIOJIYYeHHss OPOMHHUTpOANKEHA
0e3 HONONHUTENFHON OYMUCTKH. [10 JaHHBIM CIEKTPOR
SIMP 'H u 13C, IIOJIyYEHHOE BELECTBO ABJIASTCA CMe-
cero nuactepeomepos (a:6 = 20:1), B ero cnextpax oT-
CYTCTBYIOT IIOCTOPOHHHE CUIHAJIbL.

1,3,3,3-Terpabpom-1-uurponponen. K pacTteopy
5.41 r (0.0112 mous) 1,2,3,3,3-nentabpom-1-auTpO-
nponasa (lla, 6) B 15 mn adupa npubdasnsiu pacTsop
1.1 mn (1.04 r, 0.0112 mounp) g-niukosuHa B 5 Mn 3¢u-
pa. Ilocne BeIAEp:KKHM peakLMOHHOH cmecu (30 muin)
IpYd KOMHATHOH TemriepaTtype B Hee nobasnsuiy 10 mMn
BOZBl. DQUPHBIA pPacTBOpP OTAEIHSATH B JAEIUTENLHOH
BOPOHKE, CYIIWIH XJIOPUIOM Kanbius, (GUILTPORA-
JU ¥ ynapuBai¥ Ha poTopHOM ucmapurene. [lomywa-
o 3.70 r (82%) 1,3,3,3-Terpabpom-|-uuTponponena
B BUIE TEMHO-KPAaCHOI'O Macia, IPEeACTaBIAOLIErO
cobor cmece E- U Z-m3zomepos (coorHomenue 8:1),
Iocae xpomarorpadupoBaHus €€ Ha CHIMKArETE
(9MI0EHT — reKcaH), MMOJIYHYad JKEITO-3eIeH0e Macso-
00pa3Hoe BEMIECTBO B BHUAE cMECH - M Z-U30MEPOB,
R;0.68, 0.54. Haiineno, %: C 8.97, 8.99; H 0.28, 0.25;
N 3.45, 3.41. C3HBryNO,. Briyucneno, %: C 8.93,
H 0.25,N 3.47.

TloBTOpHEIM XpomaTorpabupoBaHueM CMeCH fi-,
Z-uzomepoB Belaensin E-uzomep (I11a) — macnoob-
pasHOe BemecTBO xentoro usera, Ry 0.68. Crextp
SIMP 'H, (CDCly), 8, M. n.: 7.47 ¢ (Hg). Criextp SIMP
BCc_{'H}, (CDCL), 8¢, M. &.: 29.80 (C3), 135.96 (C?,
Jew 180.1 T), 103.75 (C).
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