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HAINIPABJIEHHOCTb AINWJINPOBAHMUSA 3-BPOMTUOPEHA
XJIOPAHTMAPAJIOM SIHTAPHOM KUCJIOThI

B peakimu 3-6pomMTrOdeHa ¢ XJIOpaHTHIPHIOM SIHTApHOH KUCIOTh! B pucyTeTBuu AlCl;
obpasyercss cMechb TpPEX HW3OMEpHBIX JuOpoM3amMemEHHBIX 1,4-mu(2-THeHuT)0yTaH-
1,4-1MOHOB, OCHOBHBIM KOMIIOHEHTOM KOTOPOM OKAa3aJICsi HE COOTBETCTBYIOIUM IpaBUiIaM
opuenranun 1,4-6uc(3-0pom-2-TreHnn)0yTaH-1,4-1M0H, a HecUMMeTpH4HBIH 1-(3-Opom-
2-tueHnn)-4-(4-0pom-2-tueHnn )0y Tas- 1 ,4-11oH.

KaroueBnie cioBa: 3-Opomtuoden, mubpom-1,4-(2-tueHin)OyTtas-1,4-MHOHBI, THO(ECH,
XJIOPAHTMJPUJL SIHTAPHOU KHUCIIOThI, allUJINPOBAaHUE.

2,5-JIn(2-THeHWT)UppoNbl B TIOCIEAHHWE TOABI BCE dHallle HCIONb3YOTCS
B Ka4eCTBE HCXOAHBIX COCAWHEHWH [UIs TMONydYeHHs] OPTaHWYECKHUX IOIUMEPOB
U oMynpoBOTHUKOB [1, 2]. M3BecTHO Takke, YTO TAaKOrO poja COCAUHEHHS CIIO-
COOHBI MPOSIBIATH POTOXpOMHBIE CBOicTBa [3, 4].

Kpome TOTO, HA OCHOBE AWTHEHIITUPPOIOB MOTYT OBITh MOJYYEHBI KOTLIA-
HapHBIC TONHUIMKINYECKUE CONPSDKEHHBIE CHUCTEMBl 1, anbTepHATUBHBIE ITYTH
CUHTE3a KOTOPBIX NPEACTaBICHBI HAa CXeMe HWXe. BUmHO, 4To B 000MX Cirydasx
B IIpOIlecCce IUKIM3AINHA JAUTUSHIITUPPOIBHBINA PEIIIECTBEHHUK JTOIKEH IpH-
HATh TEPMOAMHAMUYECKH HEBBITOMHYIO ONM3KYI0 K KOIUTAHAPHON KOH(OpPMAIIHIO
C CWJIBHBIMU CTEPUUYECKUMH B3aUMOICUCTBHUSIMU MEKIY 3aMECTUTEISIMU B T€TEPO-
[UKJIax.
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Panee Hama mombITKa MOMYy4YUTh coenuHeHHs 1 muknm3anmeil nu3aMeInEéHHBIX
10 B-TIOJIOKEHUAM THPPOIBHOTO MuKIA autueHmImuppoiioB 2 (R = Me, n-CgHys,
X =CH,0H) (myTh a) He ynanachk BCJIEACTBHE KOHKYPUPYIOIINX MEXKMOJIEKYIIIPHBIX
npoueccoB [5]. B To ke BpeMs Mbl HaAESUIUCH, YTO HCIONB30BAHHE IPEALIECT-
BEHHHUKOB 3 C 3aMECTUTEISIMU B NMOJOKEHUSIX 3 U 3' THO()EHOBBIX KOJEL| TO3BOIUT
YCHEITHO CHHTE3UPOBATh IEJIEBHIE MONUITUKINYecKue coenquaeHus 1 (myTs b).

Haubonee uacto mmsa momydeHus 2,5-au(2-THEHWI)IHPPOJOB HCIIOIb3YETCS
peaxnus [laans—KHoppa, B pesynsrare kotopoii 1,4-0uc(2-trennn)0ytaH-1,4-TuoHbI
Opu AEHCTBUM NEPBUYHBIX aMHUHOB B KHCJIOH Cpelle LMKIM3YIOTCS C BBHICOKUMHU
BBIXOJJaMH B ILielieBble coearHeHHs. CXomHbIM 00pa3oM M3 TeX K€ AMKETOHOB
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MOYKHO TIOJIy4aTh CTPYKTYPBI, COMEpIKAIIMe BMECTO MUPPOIHHOTO KOJbIA THO(E-
HoBOe win ¢ypaHoBoe. [oatomy 1,4-mutHeHnnOyTaH-1,4-1HMOHBI ABJSFOTCS yI00-
HBIMU HCXOAHBIMH COCOMHEHUSIMHU JJIsI CHHTE3a LIEJIOTO psifa CHCTEM, MOTOOHBIX
TEPTUESHILTY.

B nuteparype ommcaH psSI CHHTE30B JTHX AWKETOHOB, M3 KOTOPBIX MOXKHO
YHOMSHYTh KOoHAeHcanuio Muxasns—llterrepa — npucoequHeHUEe albIErHI0B 110
AKTUBUPOBAHHOW JBOMHON CBSI3W €HOHOB B NPUCYTCTBUW I[HMAHUIA WIH COIHU
trazous [6, 7]. OTMETHM TarKe TPenIoKeHHBIH KyIMHKOBHYEM U COTp. CIIOCO0,
OCHOBaHHBI Ha KOHJICHCAIMU aleTUWITHOGEHOB ¢ OpoManeTHiITHO(GEHAMU TOJ
JeiicTBHEM pa3MUYHBIX ocHOBaHMH [8]. HemocTaTkoM yka3zaHHBIX METOHOB, KaK H
OONBIIMHCTBA MPOYMX, SBISETCS WX MHOTOCTAJAMUHOCTh (€CIH HWCXOOUTh W3
COOTBETCTBYIOIINX THOPECHOB).

Haunbonee nepcreKTUBHBIM BapUaHTOM CUHTE3a CHMMETPHYHBIX 1,4-TUTHEHWII-
OyTaH-1,4-TMOHOB TIPEICTABISAETCS OAHOCTAIAMIHOE AIMIUPOBAHHE COOTBETCTBY-
OIUX THO(EHOB CYKIMHWIAUXIOpuAOM. OfHAaKO B CTaHOAPTHBIX Ui THO(PEHOB
ycnoBusiX, npu karaamse SnCly, oOpasyercst JUIlb TPOAYKT MOHOALMIAPOBAHUS —
4-okco-4-(2-tuenun)macisHas kuciora [9]. [omyunts stuM nytém 1,4-nu(2-Tre-
HI1)OyTaH-1,4-qvioH [10] ¥ ero aHaNOrW ymajoch IPH TPOBEACHWH PEaKINH B
NPUCYTCTBUU XJIOpHA aTIOMHUHHS, HO BBIXOJBI LIEJIEBBIX JTUKETOHOB MOYTH HHUKOTIA
He npesbiman 50% [10-12], u Tonbko B cinyvae 2-OpoMTHO(pEHa BBIXOJ COCTaBUI
61% [13]. Ilpuuunsl 3TOr0 OBIIIM PacCMOTPEHBI HaMU B padorte [12].

Crenyer OTMETHTD, YTO TIPAKTHIECKH BCE PAOOTHI 10 aIlMINPOBAHIIO THO(PEHOB
CYKUMHWIIUXJIOPHIOM KacaroTcs TOJBKO MEPBOTO WieHa psAAa W €ro 2-3aMeléH-
HBIX. ENWHCTBEHHOE HWCKIIOYEHHWE — 3-METUITHO(EH, alUINPOBAHHE KOTOPOTO
KpaTko paccMoTpeHo B pabore [11]. IloaToMy mpeACTaBISUIOCH HHTEPECHBIM
WCCIIeIOBaTh aliInpoBaHue 3-OpoMTtHodeHa (4) TUXJIOPAHTHUAPHUIOM SHTAPHOU
KUCJIOTHI B ycnoBHsIX peakunn Opunens—KpadTca kak BOZMOXHBIN NPSIMOIl METOA
cunte3a 1,4-6uc(3-Opomruoden-2-un)oyran-1,4-quona (5). Crmemyer momgdepk-
HYTh, 4TO TOCJEIyIollee 3aMelIeHHE aTOMOB OpoMa B THO(QEHOBBIX KOJbIAX
OTKpPBIBAET MIMPOKUE BO3MOKHOCTH MOIM(HUKALUU COSIUHEHHUS S, U, KpOMe TOro,
CaMbIli BBICOKHMH BBIXOJl COOTBETCTBYIOIIETO 1,4-IMKETOHAa OBUT JOCTUTHYT IIPHU
peaknuu CyKIUHWIAuXIopuaa ¢ 2-6pomtuoderom [13].

S

(CH,COCI),
\ [/ ——
AICL,

4 Br CH,Cl,

Opnako 3-OpomtHodeH (4) maéT Hpu AMIMPOBAaHUM MHOTOKOMIIOHEHTHYIO
cMech, aHanu3 crektpa SSMP 'H KoTOpoif MO3BOMHI HAM MPEAIOIOKHTb, UTO
KpOMe€ 1IeJIEBOr0 JUKETOHAa 5 B HEM MpPUCYTCTBYIOT €€ ABa ero muzomepa 6 u 7.
CymMapHBIi BBIXOJ coequHeHn S—7 coctaBui ~42%.

B cnektpe peakMOHHON cMECH UMENINCh TaKKe CUTHANBI, IPUHAAJIEKAIIHE, IO
HallleMy MHEHUIO, HeTIpeaeNbHbIM KucioraM 8. B yacTHOCTH, XUMUYECKUE CABUTH
tputuiera 6.16 (1H, J = 7.4 I'm) u cBsa3anHoro ¢ HuM ayobmera 3.33 m. n. (2H,
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J=7.4 T'n) npakTHYECKH COBHANAIOT CO 3HAYCHUSIMH Il BUHMJIIBHOTO IPOTOHA
u rpynnel CH, aHalOTWYHBIX COEIMHEHHUH, MOMyUYEeHHBIX HAMH paHee IeHCTBHEM
CYKUMHWIANXJIOpHIa Ha THOdeH, 2-0poM- u 2-meTuntuodensr [12].

ITocne o6pabotku pactBopomM NaHCO; momyuyeHHas cMech MPOLYKTOB Oblia
pa3zmeneHa Ha KETOHHYIO W KHCIOTHYIO (pakunu (Beixomel ~45 u ~35% cootBet-
cTBeHHO). K coxkaJleHuIo, BBIIENUTh W3 HUX MHAWBUAYAIbHBIC KETOHBI M KHACIOTHI
HaM He yaanoch. [1o3ToMy AN yCTAHOBIEHMSI COOTHOLIEHMS COEIWHEHHH 5-7
B KETOHHOM ()pakUn¥ ObLIM NPUTOTOBJICHBI UX 3aBEIOMbIE 00Pa3LIbL.

Panee Hen3BecTHbIE AUKETOHBI 5 1 6 CUHTE3UpPOBaHbI 1O MeToAy KynmHkoBHua
[8] 3 3-6pomtnodena (4) u 2-aneruntuodena (11).

0
AcCl g 109, ZnCl, EtN,
4 SnCl, \ / Me Br,, AICI, \ / t-BuOH, PhH 5
—_— —_— >
90% 78% 2) H*, H,0
Br B 0
9 0 79%
o 0 1) 10, ZnCl,, Et,N,
S Br,, AICI, S t-BuOH, PhH
Me 659 \ [ Me n = 6
\ / 6 2) H*, H,0
42%
11 Br' g2 ’

Vxe onucaHHbIl B nuteparype [14, 15] aukeron 7 momydeH ¢ BbIxogoM 87%
(1. . 134-136 °C) 6pomupoBanuem 1,4-mu(2-truennn)oyTan-1,4-1u0Ha B IPUCYT-
CTBUM H30BITKA XJOpHJAA ATIOMHHHSA aHAJIOTWYHO MOJY4YEHHIO 2-areTui-4-0pom-
tuodena (12) [16].

o
]\ S Br,, AIC,
S \_/ CHClI, 7
© 87%

3amMeTHM, 94TO METOIWKa, MPUBEACHHAS B cTarhe [14], MeeT NWIIb HE3HAYH-
TEJIbHBIE OTIAMYMUSA OT HKCIIOJIb30BAHHOW Hamu, u crektp SMP 'H TIOJIYYEHHOI'O
HaMH COCIMHEHHSI TTOTHOCTHI0 COOTBETCTBYET OMMUCAHHOMY B pabote [14], ogHako
JUISL TIpoaykTa 7 TaMm ykazaHa T. mi. 172 °C. Mexny TeMm i JUKETOHA 7,
noJxy4eHHoro mo merony llteTTepa W OUMIIEHHOTO C MOMOIIBIO XpoMarorpaduu
Ha CHJIMKarejae M IMociexyroleld MepeKpucTalan3anuy, faHa T. 1. 142-143 °C
[15], 6mu3kas k onpeaenénHoit Hamu. [IoATOMY MOXHO TTOJIararh, 94To B cTaThe [14]
3HAa4YEeHHE TeMIIepaTyphl IUIaBJIeHHS JUKETOHa 7 — oreJaTka.

CTpoeHHe IHKETOHOB 5 M 6 Gbulo moaTBepikaeHo crekrpamu SIMP 'H u B,
a TaKke 3JIEMEHTHBIM aHAJM30M, paHee OIMCAHHBIA TUKETOH 7 OXapaKTepHU30BaH
criekrpom SIMP 'H (ta6muiia).

K coxanenuto, curHanel nukeroHa 6 B cmekrpax SMP IH, 3alIMCaHHBIX
B CDCl;, mepexphIBaroOTCsl CUTHAIAMH JIBYX IpYyTUX uzomepoB. OHAKO B AeUTEpO-
OEH30JIe YacTh CHTHAJIOB TPEX IMKETOHOB pa3AelseTcs, 4To NMAET BO3MOXKHOCTh
YCTaHOBUTH UX COOTHOILIEHHE B PEaKIMOHHOM CMECH.
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Crextpbi IMP 'H 1,4-6uc(6pom-2-Tuenni)oyTan-1,4-1uonos
R'C,H,SCOCH,CH,COC,H,SR* 5-7

XUMHYECKHE CIBUTH, O, M. 1. (J, ['1)
Hag. Hapo (R'C4H,S) Hypou (R°C4H,S)
| R | R | RICH,SCOCH, [CH,COC,H SR p-H(w | o-H(w | B-H@®) | o-HW
PactBoputens CDCly

JukeToHBI

5 |3-Br| 3-Br 3.50 (c) 3.50 (c) 7.12 7.53 7.12 7.53
(J=52)| J=52) | J=52) | J=52)

6 [3-Br| 4-Br 3.53 334(1,J=63)| 7.2 |7.53-7.55[7.53-755| 7.71
(1, J=6.3) (J=5.2) (M) M) | (J=14)

7 |4-Br| 4-Br 3.36 (c) 3.36 (c) 7.55 7.72 7.55 772

J=13)| J=13) | (J=13)| (J=13)
PactBoputens CgDg

5 |3-Br| 3-Br 3.16 (c) 3.16 6.52 7.10 6.52 7.13
(J=~5) | I=~5) | (J=~5) | (J=~5)

6 |3-Br| 4-Br 3.13 2.70 6.52 7.12 6.67 7.13
(1,J=63) (L,J=63) | J=~5)| (J=~5) | (U=14)| (J=14)

7 |4-Br| 4-Br 2.66 (c) 2.66 () 6.67 7.10 6.67 7.10

J=15)| (J=14) |(J=~15)] (J=14)

K Hamemy ynuBieHHIO, 0Ka3ajoCh, YTO COOTHOIIEHUE JUKETOHOB 5 : 6 : 7 =
=1.0: 1.6 : 0.5. Mexnay TeM B NMPOBEAEHHON HAMH MOJENBbHOM peakuuu 3-6pom-
tnodena (4) ¢ anerunxiaopuaoMm B npucytctBuu AlCl; cooTHOIIEHHEe N30MEpPHBIX
KeTOHOB cocTaBmiio ~10 : 1 B moib3y okmmaeMoro 2-anetui-3-opomtrodena (9).
Ecnu OBl CyKUMHHIIIUXIIOPH]] M HETIOCPEACTBEHHO 00pa3yIoIUEcs U3 HEr0 KOMII-
JeKchl XJopaHruapuaoB 13 u 14 TOpOSABISIIN Takylo K€ PErHOCENEeKTUBHOCTD
K 3-OpomTHOdeHy (4), KaKk aleTHIXJIOPHI, TO Ha MEPBOW CTaIUM alMIMPOBAHUS
koMIuiekcbl 13 u 14 oOpazoBanmuck Okl B TOM ke cooTHomienuun ~10 : 1, uro
JOJDKHO OBUIO TPHBECTH Ha BTOPOHM CTaAMM peakUuH K JUKETOHaM S5, 6 u 7
B cooTHomeHun ~81 : 18 : 1.

(CH,COCI),
—_—

+
AlCl,
OAICH, OAICI,
13 14
4 4
4 4
5 6 7

[TogoOHOE OTKIIOHEHHE MOXKET OBITH OOBSICHEHO CTEPHYECKIM YKPaHUPOBaHUEM
COCEIHUM aToMOM OpoMa IIOJIOKEHHUS 2 TpHU aTake IOCICTHEro OO0BEMUCTBHIMU
KOMIUIEKCaMU XJIOpaHTHPUAA SIHTAPHOM KHCIIOTHI WJIKM XJopaHruapuzos 13 u 14
¢ AlCl;. IIpu oOpa3oBanuu AUKETOHA 4 paccMaTpUBaeMOe YKPaHUPOBAaHUE TOJKHO
NPOSIBIAITECS. HA 00EMX CTAAMSX alWIMPOBAHMSA, B TO BpeMs Kak Ul JTUKETOHA S —
JIMIIB HA OJHOM.

Takum o0Opaszom, anuiaupoBaHue 3-OpoMTHOPEHA CYKIMHWITUXJIOPUAOM SBHO
HE MOXET CIY)KUTh MeTofoM cuHTe3a |,4-0uc(3-0pom-2-Trenwn)OyTan-1,4-nroHa
BCJIEAICTBHE 0Opa30BaHMsI CMECU IO MEHbILIEH Mepe TPEX M30MEPHBIX IUKETOHOB.
BMmecre ¢ Tem, HEKOTOpPBIH HMHTEpEC MOXKET MPEACTABISATH MPEUMYIIECTBEHHOE
0o0pa3oBaHUE B 3TOH peakMH HECUMMETPUYHOTO TUKETOHA, XOTS BO3MOXKHOCTD
€ro BbIIENICHUS TPeOyeT NOMOJHUTEIBHOTO UCCIIEA0BAHMUS.
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SKCIIEPUMEHTAJIBHAS YACTb

Cnexrpst SMP 'H u C 3aperucrpupoans! Ha crekrpomerpe Bruker DPX-300 (300
1 75 MI'IL COOTBETCTBEHHO), BHYTPEHHMI CTaHAAPT JIs siep 'H — CHrHANBI OCTAaTOUHBIX
npoToHOB Xnopodopma (7.27 M. 1.) umm Gensona (7.16 M. 1), a mus smep °C — curhan
xiopodopma (77.0 M. 1n.). KoHTponp 3a XOmOM peakIuii M YHCTOTOH ITONYYCHHBIX
coequaeHuit mpoBomm MerogoM TCX Ha mractuaax Silufol UV-254 (Kavalier,
YexocCIIoBaKusl) B CHCTEMAax ITHJIANeTaT-TeKcaH, 1:4, XJIOPUCTHIA METHIICH — TeTPOICHHBIN
a¢up (40-60 °C), 1:2, u ap., nposeineHne B mapax uoxa win B YO ceere. Temmeparypsl
TUIABJICHHS OTIPEIeNIeHBI HA MUKPOCKOITHOM cTonuke Boetius.

2-Anetun-3-6pomtroden (9) [17], 3-6pom-2-6pomanernntroden (10) [18] u 2-ameTwn-
4-opomtroden (12) [16], a Takke QUXJIOPAHTHAPHUIL SHTAPHOU KUCIOTHI [19] momy4eHs mo
W3BECTHBIM MeTomukaMm. B pabore mcnosb3oBanbl 2-anermwitroden (11) u 3-6pomrroden (4)
¢upmer Aldrich.

Peakuusi 3-OpoMTHOdEeHA ¢ IUXJIOPAHTHAPHUIOM SIHTAPHOH KHCJIOTHI (0OmIas
meronuka). K cycnensun 4.10 1 (30.7 mmons) AICI; B 7 mut cyxoro CH,Cl, npu oxiaxne-
HUM M TEPEMEIINBAHUKN MEJICHHO J00aBIsiOT 1o KamsiM pactBop 0.50 mu (4.5 Mmorns)
cykmmHmiuxiopuaa u 0.95 v (10.0 mmons) 3-6pomtnodena (4) B 3 mn cyxoro CH,Cl,.
Jamee cMech KHITATAT MPH MEpPEeMEIINBAaHIM B TeueHHe 6 4, 3aTeM BeUIMBAIOT Ha 60-70 r
npaa, nobasmaror 1 M ko HCl n nepememuBaror B Teuerne | 4. OpraHudeckuii ciaoi
otzensiot, BogHblid skctparupylor CH,Cly, (2 x 30 mi), oObenMHEHHBIH OpraHMYecKUi
9KCTpaKT mpoMeiBatoT pactBopom 2 H. HCI, 2 pasa Bonoit u cymar Hax Na,SO,, GUIbTpyroT
1 yIapuBaloT HA POTOPHOM HCHapuTese, momy4aror 1.85 r macma (cMech TUKETOHOB 5—7
1 KUCTIOT 8).

[Monmyuennyro cmech pactBopsitoT B CH,Cl, 1 3 pasa mpoMBIBalOT HACHIIICHHBIM pac-
TBOPOM THApokapOoHara Harpusi. Opranuueckyto ¢aszy oraensitor, cymar Haj Na,SO4 u
YIapUBAOT Ha poTopHOM Hcrapurene. [lomydaror 0.77 T (42%) macna (cMech POAYKTOB 5—7),
110 crektpy SIMP 'H koTOporo cooTHoeH# e IuKeToHoB 5 : 6 : 7 cocrapmsier 1.0 : 1.6 : 0.5.

K BogHOMY CI11010 10OABIIAIOT KOHLEHTPUPOBAHHYIO COJITHYIO KHCI0Ty 110 pH 2, skcTpa-
rupytor CH,Cl, (3 x 25 M), opraHHuecKHid cI0i IPOMBIBAIOT PACTBOPOM COJISIHOM KHCIIO-
oI (1:10) 1 Bomoii, cymar Hag Na,SO, u ynapusatot. [lomyqaror 0.66 1 (36%) macna, npen-
MOJIOKHUTENIFHO, cMech KucioT 8. ITorepu 0.42 r oOyciioBiEeHBI TPYAHOCTBIO pa3lelICHUs
YCTOMUYUBBIX 3MYIBbCHH (KHCIOTH 8 00MagaroT MOBEpXHOCTHOW aKTUBHOCTHIO). B criekTpe
SIMP 'H B CDCl; uMeroTcst XapakTepHble U TAKHX KHCJIOT CBA3aHHbIe TpumuieT 6.16 (1H)
u ayoner 3.33 (2H), J = 7.4 I'i, XUMHAYECKHE CIBUTH KOTOPBIX COOTBETCTBYIOT 3HAYCHUSIM
JUIA paHee IOJlydeHHBIX HaMH aHayioroB [12], a Taxke TPyOHO pa3pelnMble YaCTHUIHO
MEPEKPHIBAIOIIIECS] CUTHANIBI IIPOTOHOB H30MEPHBIX OPOM3aMEIIEHHBIX THCHIIBHBIX TPYIIL.

1,4-buc(3-6pomTHOopen-2-un)dyran-1,4-quon (5). [Ipokammsarot 2.65 r (19.4 Mmmoins)
ZnCl, B Bakyyme 15 mun npu temneparype ~300 °C. 3ateM Koyi0y OXJIaKAalOT U BHOCST
B Heé pactBop 1.4 mut (15.0 mmosib) mpem-OytunoBoro cnimpta u 2.1 mi (15.0 Mmmosns) Tpu-
striamuna B 10 M cyxoro Oensouna. [lepemenmBaror B TeyeHHe 2 4 JI0 MOJHOTO PacTBO-
peHus xJopuia NuHKa, mocie yero nobasnstor 3.00 T (14.6 Mmonb) 2-aneTwi-3-0pom-
tHodena (9) u 2.77 r (9.7 mmons) 3-6pom-2-Opomaneruntuodena (10). Peaknmonnyro
CMECh MEePEMEIINBAIOT B TEUCHHUE 7 CyT, mocie yero po6apistor 5% H,SO4 u ordumberpo-
BBIBAOT BBIMABIINH OCAI0K, KOTOPBIH 3aTeM MPOMBIBAIOT OeH30soM. [lomyuenHslid (umsrpar
npoMeiBatoT 5% pactBopoM NaCl u cymar Hag MgSO,, QUABTPYIOT U YIapHUBAIOT 10CyXa
Ha poTOpHOM Hcrapurene. OcTaTok MIPOMBIBAIOT HA (HIIBTPE XOJIOIHBIM METaHOJIOM, Tepe-
KPHCTAJUTM30BBIBAIOT M3 OeH3071a U nomy4atoT 3.14 r (79%) aukerona S. T. tur. 136—-138 °C.
Crnextp SIMP °C (CDCl), 5, M. 1.: 36.2 (CH,CO); 115.1; 132.9; 134.3; 138.7; 191.2 (CO).
Haiineno, %: C 35.37; H 1.90. C,HgBr,0,S,. Beruucneno, %: C 35.31; H 1.98.

1-(3-BpomtHnoden-2-nn)-4-(4-6pomTropen-2-un)oyran-1,4-1uon (6) momyvarooT 10
anajoruuHoit meroguke u3 1.48 r (5.2 mmons) keroHa 10 u 1.60 r (7.8 MMonb) 2-aneTun-
4-6pomtuodena (12), 0.75 mu (7.8 mmons) ~-BuOH, 1.10 mu (7.8 MMOJIb) TpUATHIAMHHA
B 5 M cyxoro 6en3ona u 1.42 t (10.4 MmMonb) xmopunaa muHka. [lepeMermBanue mpomodi-
*atoT 14 cyT. IlonydeHHBIN TPOAYKT S MepeKpUCTAUIM30BBIBAIOT U3 ATaHOMA, Bbixod 0.88 r
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(42%). T.mr. 133-137 °C. Cnexrp SIMP “C (CDCly), §, m. a.: 32.5 (CH,CO); 35.4
(CH,CO); 110.6; 114.3; 130.7; 132.3; 133.5; 133.9; 137.8; 143.8; 190.1 (CO); 190.3 (CO).
Haiineno, %: C 35.45; H 1.81. C,HgBr,0,S,. Beruucneno, %: C 35.31; H 1.98.

1,4-buc(4-6pomTHopen-2-un)oyran-1,4-quon (7). K B3secu 0.375 r (2.3 mmoip)
xyopuga amomuHus B 10 mu cyxoro xmopodopma gobasisitor 0.200 r (0.8 mMmorb)
1,4-nu(2-tnennn)0OyTan-1,4-1M0Ha, TOCIIE Yero MOCTENEHHO MPH OXJIAXIECHUU T00aBISIOT
o KarutsiM pacteop 0.12 mi (2.4 Mmosib) Opoma B 3 M1 cyxoro xsopodopma. PeakiinoHHY0
CMech MEepeMelINBaloT B TeueHue ~16 4, mocne dero BbuIMBalOT B pactBop 2 H. HCI,
nepememnBaroT B TedeHue 20-30 MMH, OpraHUYECKUH CIOH OTAENSIOT, SKCTPAarupyroT
xsopodopmom (3 x 10 M), 00ObeTUHEHHBIA YKCTPAKT MPOMBIBAIOT Pa30aBICHHBIM PAaCTBO-
POM cozbl B BonoH, cymar Hax MgSOy, yrapuBaroT, pacTUpaloT B HEOOJIBIIOM KOJIMYECTBE
XOJIOJTHOTO 3TaHOJA, OT(IIBTPOBEIBAIOT 0CaoK, cymar u moiny4art 0.28 T (87%) mpo-
aykra ¢ T. i 134-136 °C (CHCLy), cnekrp SIMP 'H k0TOpPOro MOTHOCTBIO COBMNANAET C
npuBeNEHHBIM B padote [14].

Peakuus 3-0pomtnodena (4) ¢ amermaxgopuaom. PactBop 0.64 mu (6.8 MMoIB)
3-opomruodena (4) u 0.50 mu (7.0 mmonp) amermmxiopuna B 5 mi cyxoro CH,Cl,
JOOABILTIOT MO KamwmsiM K cycnersud 1.6 T (12.0 mMomns) xiopuna amoMuaus B 10 mi
CH,Cl, B Teuenme 20 MUH mpu NepeMENIMBaHUM W OXJaxaeHuu. [locie oxoHYaHHs
JoOaBIIEHIS CMECh B T€UCHUE 6 U HATPeBaroT npu nepememmBanny 10 40 °C, BEUIMBAIOT Ha
100 r npma, mobasistor 1 M koui. HCl u nepemermBarot emé B teuenue 1 4. Opranu-
YeCKyIo a3y OTHEISIOT, BOAHBIA CIOH SKCTPArupyIOT XJIOPHUCTHIM METHIICHOM (3 X 25 mu).
OO0BenMHEHHBIA AKCTPAKT MPOMBIBAIOT PACTBOPOM COJITHOW KHCIIOTHI W BOAOH, BBICYIIH-
BatoT HaJ Na,SO,, GuIbTpyrOT U ynapusaiot, nocie dero noxydator 1.27 r (91%) cmecn
H30MEpPHBIX 2-aneTmi-3-0pomrrodena (9) u 2-anetmi-4-opomtuodena (12) B cooTHOIIIC-
aun 10:1 (o mansbv criekrpa SIMP 'H).
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