XHUMUSI TETEPOLIMKJIMYECKUX COEJMHEHUM. — 2005. — Ne 5. — C. 767—774

Tocsawaemcs
akaoemuxky H. K. Kouemxosy
6 c6A3U C 100uU1eem

M. Bopona, I'. Beitnoepr, U. Typosckmuii, J. JlykeBuiy

OCOBEHHOCTH BPOMHPOBAHUSA CYJb®OHOB
mpem-BYTUJIOBBIX 9®UPOB 70-XJIOP- U 7-AJIKWJIMJIEH-
SAMEIEHHBIX JEAODETOKCHHE®AJTOCIHOPAHOBBIX KHCJIOT

JeiicTBre Ha Cynb(QOHBI mpem-0yTHIOBBIX 3PUPOB 70-XJIOP- U 7-aJKUIIUICH3AMEIICHHBIX
JiealeTOKCUIEe(haIociopaHOBBIX KUCIOT N-OpOMCYKIMHUMHIA IPH 00JIyYEHHN BUANMBIM CBETOM
MPUBOUT K OOpPa30BaHUIO CMECH NMPOAYKTa aJUIMIBHOIO OpoMHMpOBaHHs rpynnsl 3-Me u mpo-
JIyKTa 3aMeIIeHUs] B MOCIEIHEM IPOTOHA B ITOJIOXKEHHH 2 — 3-OpoMMeTmi- U 3-OpoMMeTHi-2-
OpomearieTokcunehaaocopaHaToB COOTBETCTBEHHO. B ciyuae Z-m3omepa 7-(4-HUTpoOEeH3H-
JIMJICH )3aMeNIeHHOro Cyiab(oHa Hapsay ¢ Z-U30MepaMH MOHO- M JHOPOMH[A MOTYyYSHBI TaKKe
HebonpImue KoinudecTBa uX E-m3omepoB. Ilpum OpommpoBanHMu 0e3 OCBEHIEHHS HMEET MECTO
TOJIBKO 3aMEIeHHe OAHOTO WM IBYX NPOTOHOB B IOJOXKEHUH 2, a B ClIydae 70l-XJIOp3aMeIleH-
HOTO CyJb(hoHa IpoLIeCC COMPOBOKIACTCS H30MEpHU3anneil ABOMHON CBI3M B LHEe(EMOBOM spe.

KiroueBble ciioBa: N-OpOMCYKIMHUMEL, mpen-0yTHIOBbIE 23GUpPbI CYIb(OHOB 3aMEILICHHBIX
JiealeToKcHLeGasocopaHOBBIX KUCIIOT, aJIIMIBHOE OPOMUPOBAHHE.

AnnunpHOe OpoMHpOBaHKE JealeToKcHiedantocopiuaa sBisercst dpgex-
TUBHBIM METOJOM CTPYKTYpHOH MOAU(UKAIIMH ero Tpymisl 3-Me U1 cuHTe3a
AHAJIOTOB AHTUOMOTHKA C YIIyYIICHHBIMA aHTHOAKTEPHAJIbHBIMH CBOHCTBaMH,
a Takke TONY4YEeHUS TNPEANIECTBEHHUKOB COCAWHEHUH ¢ aHTHOaKTepHaIbHOU
WY IPOTUBOPAKOBOI aKTHBHOCTHIO, KOTOPHIE OCBOOOXKIAIOTCS B pe3yJIbTaTe dH-
3UMaTHYECKOTO THIpou3a [B-makraMaoro mukia [1-3]. B mocnexamne roas! 310
HalpaBJICHUE MOJIy4MIO AajbHEiliee pa3sBUTHE B CBS3M C OOHApYXEHUEM
MHTHOMPYIONTUX CBOHCTB Yy HEKOTOPHIX CIOXHBIX 3(PHUPOB CylbdoHa 1edano-
CIIOpHHA, CHHTE3UPOBAHHBIX B PE3yJIbTaTe aHAJIOTMYHOIO MOIUGHLIMPOBAHMA
METUJIBHOU TPYIIIbI, B OTHOIIECHUU CEPUHOBBIX MpoTeas [4—6].

[To u3BecTHOM MeTonMKe [4] aIUMIBPHOE OPOMHUPOBAHUE Mpem-0yTUIOBOTO
adupa cynbhoHa 7o-xJopAeaneTokcuuedatocnopaHoBoi kuciotsl (1) N-6pom-
cykuuaumugoM (NBS) mpoBoautcs B xumsimem CCly, B mpHCYyTCTBUHM a301u-
nzo0ytuponutpuia (AIBN) B Teuenue 5 4 [4].

B nacrosmeii pabore peakuusi coeaunenus 1 ¢ NBS Ovina ocyuiectBieHa
c mpuMeHeHneM BMecTo AIBN HapyxHOro oOmydeHHsT KOJOBI CO CMECHIO
peareHTOB B KuIsiimeM OeH3one Jammnod HakamuBaus (250-500 Bt) wim
00JIy4eHHsI pacTBOpa PeareHTOB B XJIOPUCTOM METHJICHE NMPH KOMHATHON TeM-
repaType Iorpy>KEHHOM B HETO rajoreHoBoi Jammoii (12 Br).

B 06oux cirydasix KOHTPOJIb COCTaBa PeakMOHHOM Macchl ¢ momombio TCX
(bukcupoBan ucue3HoBeHHE HCXoaHOTO ddupa 1 B Tedenne 20—30 muH, a TakkKe
HaJIM4UE LEJIEBOr0 NPOAYKTa 2 M MEHEE IOJIIPHOTO HECTAaOUIBHOIO BEIECTBA,
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KOTOpPOE HCYE3aJI0 MOCNe M00aBJICHUS K PEaKIMOHHOW cMecu Tpudenundoc-
¢una. OnucaHHoOe paHee 00pa30BaHKE B IIPOIIECCE ALTHIILHOTO OPOMHUPOBAHHMS
TPUMETHIICHIIHIIOBOTO dupa cyiabhoKcuaa 3-MeTHII-7-QeHmaneTaMuaone-
(hamocropaHoBOH KHCIOTHI U €ro 2-OpoM-3-OpOMMETHIIIIPOU3BOIHOTO U Je-
OpOMHPOBAaHKE TOCIEAHETO B TOJMOKEHHH 2 [7] maeT OCHOBAaHHE TIPEIIOIIO-
JKUTH JUTSI YKA3aHHOTO HECTAOMIBHOTO MPOAYKTa CTPYKTYPY 2-Opom-3-Opomme-
trnedanocmopanara 3 (cM. cxemy 1).

Bzanmoneiicteue 3¢gupa 1 ¢ NBS B OeH301€ TP KOMHATHOM TeMITepaType
0e3 ocBelIeHHWs WM KaTalu3aTopa 3aBepliaioch B TedeHHe 2 4. 3ameHa
0eH301a Ha JUXJIOPMETaH 3aMeUisia MPOLECC, a MPH JOOABIEHUH B PAaCTBOP
TYyTAIMHA PEeaKIHs 3aKaHYMBAJIACh B T€UCHHE HECKOJIBKMX MHUHYT. B pesyib-
TaTe peaknud OBUTH TMONyYeHBI MPOTYKTHl OPOMUPOBAHHUS B TONOXXEHUU 2
nedarocnopuHoBoro simpa 4—6, xkotopsle nefictBuem PPh; mpeBparmanuce B
ncxoanoe coenuHenue 1. [lpu pasmeneHnn peaknMOHHON CMECH C MOMOIIBIO
KOJIOHOYHOW XpomaTorpaduu (7I0CHT 3TWianeTraT—rekcad, 1:2) Obuid moiy-
4eHbl JBe (Qpakuuu. Menee nonspHas ¢pakuus ¢ Ry 0.71, cormacHo naHHBIM
SAMP 'H u BDXX, conepxana cmech pupoB 4 u 5, 3:7, a 6onee monspHas
cR; 0.66 — cmech 2>¢upoB S u 6, 4:6. Hcnonb3oBanue Br, Bmecto NBS
mpuBesio K oOpa3oBaHHI0 cMmecu coenuHeHuid 4 u 5 (manable BOXX), 3:7,
KOTOPYIO pa3fefuTh He yIaI0Ch.

Ananms cnextpo SIMP 'H dpaxumit ¢ Ry 0.71 n 0.66 moxaTBepaui, 4TO
MPOAYKTH 4—6 pa3imdaroTcs TOJIBKO MO XapakKTepy 3aMelleHHs] MPOTOHOB Yy
aroMa C,) M pacHolOKEeHUIO JBOWHOH cBsa3u B nedeMoBoil cucreme. Como-
CTaBJICHWE CHUTHAJIOB METHHOBBIX IPOTOHOB C TPWUBEACHHBIMH B JUTEpaType
AHAJIOTUYHBIMY CUTHAJIAMH OJIM3KUX 10 CTPOSHHUIO aHAIIOTOB TieaocoprHa, a
TaKk)K€ COOTHONICHWE WX WHTETPaJbHBIX HMHTEHCHUBHOCTEH W MPOIEHTHOTO
CoNlepKaHMs BEIIECTB B KaXI0HW (ppakIny MO3BOIIIN HASHTH(QHUIIMPOBATH IBA
M30MEpHBIX MOHOOpoMHua 4, 6 1 muOpoMur S.

[Ipu ammmibHOM OPOMHUPOBAHUH Z-U30MEPOB CYIH(GOHOB alKuIHACHIEda-
JocriopaHaToB 7a,b HapsAmy ¢ HeIeBBIMH Z-m3oMepaMu 3-OpoMmertminiedano-
criopanatoB 8a,b mHabmromaoCh Takke 00pa3oBaHHWE Z-H30MEPOB TUOPOMUIOB
9a,b, merko nmpeppanaronmxcs npu 00padboTke TpudeHmIPocHUHOM B Z-MOHO-
opomunsl 8a,b (cxema 2). {ubpomunst Z-9a,b, B omiinune oT ux 70-XJI0p-aHa-
mora 3, okazanuch Ooyiee CTAOWMIBHBIMH BEIIECTBAMH, YTO ITO3BOJIAJIO BEIJIE-
JUTHh U 0XapaKTePU30BaTh ATH COCITUHEHMS.

B cryuae coenunenus Z-7b ¢ 7Z-4-HuTpoOCH3WINICHOBOW OOKOBOH IIETIhIO,
B JIOTIOJIHEHHUE K Z-H30MepaM MOHO- 1 muopomua 8b u 9b, cooTBEeTCTBEHHO, 13
PEaKIMOHHOW CMecH OBUIM BBIJENIEHBl TaK)Ke HEOONbINE KOJHMYECTBA HX
E-uzomepor 8b u 9b, uto cormacyercss co CiocOOHOCTBIO MCXOIHOTO 3upa
Z-Tb npeBpamatbest B cMech Z- U E-u3omepoB, 43:57, npu KpaTKOBPEMEHHOM
00JTy4eHHUH TaJIOTeHOBOM JTaMIIOH.

be3 obmyuenus B3ammopeiictBue 3dupa Z-7a ¢ NBS mporekano mo woH-
HOMY MeEXaHHW3My C O0pa3oBaHHEM 2-OpOM3aMeNIeHHOTO IledaliocriopaHaTa
Z-10, xoTOpBIf TpeBpamaics B UCXOAHBIN 3dup Z-7a mpu neOpoMHUpOBaHUU
TpuderunpochuHOM.
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Cxema 2
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SKCIIEPUMEHTAJIbBHASI YACTb

Cnextper SIMP 'H cmatel Ha cmekrpomerpe Bruker WH-90/DS (90 MIm) B CDCls,
BHyTpeHHui ctapaapt TMC. DnemeHTHbIH aHanu3 BbIoNHEH Ha aHanu3zatope Carlo Erba 1108.
Kontposns 3a xoz0M peaknuu ocymectsisuics metogoM TCX na mimactunkax Merck Kieselgel,
nposiieHre Y. Jlanupie BOXKX nonydenst Ha npubope Du-Pont Model 8800, cHabxeHHOM
Y® nerexropom (A = 254 uM) u KonoHKoH (4.6 x 250 MMm), 3armonHeHHOH (a3oit Ultrasphere Si,
MIOEHT 3THIAIleTaT-TeKkcaH, 1:3, ckopocth 0.8—1.5 miu/muH. {715 mpenapaTHBHOW KOJIOHOYHOU
xpomarorpadun npumensuics cunukarenab mapku Merck Kieselgel (0.063—0.230 mwm). Mcnons-
30BaJIMCh peareHThl U MaTepuansl Gupm Acros u Aldrich. BpomupoBanue npoBoauocs B abco-
JIOTHOM OeH3ouie (mpeaBaputesibHo o0padoranHoM koHL. H,SO,) uinm XIopucToM MeTHIICHE.

Coenunenre 1 CHHTE3UPOBAHO 110 MeTOMKE paboThI [4].

Z-N3omepbl mpem-0yTWIOBBIX 3(PHPOB CyJab(OHOB 7-aJIKHIHAEHIE(ATOCIOPAHOBBIX
KHCJIOT (Z-7a,b) cunresuposanu 1o usBectHoi meroguke [10]. K pactBopy 5 mmons mpem-
OyTmiioBoro s¢upa 7-okcomeareTokcuiedanocnopanoBoii kuciotel (11) [9] B 20 M auxiop-
MeTaHa HO00aBISIOT aNKHINACHTpH(EHMIPOCHOpaH U CMECh MEPEMEIIUBAIOT NPH KOMHATHOU
temmneparype 40 muH. [lamee pacTBOpHTENs yNapHBAIOT IPH MOHIDKEHHOM JAABICHUH, OCTaTOK
OYHMIIAIOT Ha XpoMaTorpagu4ecKoil KOJOHKe (AnoeHT sTunanerar—rekcad, 1:1). TomydeHnyro
CMeCh HM30MEPHBIX mpem-OyTWIOBBIX 3(GUPOB  7-alKUIMAEHIEAleTOKCHIe(aIoCIOpaHaTOB
OKHCIISIIOT 12 MMOJIb 3-xJ10pHanOeH30iHOI KUCIO0TH B 20 MII AMXJIOpMETaHa 2 4 IpU KOMHATHOH
Temmeparype. PeakiuonHylo Maccy mpomsiBaioT 5% BoaHbIM pacTBopoM Na,CO; 1 Bomo#.
Opranndeckyo ¢a3y BBICYHIIMBAIOT 0e3BOAHBIM Na,SO,4, pacTBOpUTENh yNApUBAIOT IPU MOHH-
JKEHHOM JIaBJICHHH, U3 OCTaTKa KOJIOHOYHOU XpoMaTorpadueil (3JII0eHT dTHianerar—rexcas, 1:1)
BBIIEIISIOT dup Z-7.

Z-N3omep mpem-0yTninosoro >¢upa cyiabdona 7-(mpem-0yToKCHKAPOOHUIMETHIIEH)-
JeaneToKcHedasocopaHOBOl KHCJIOThI Z-7a TIONYYal0T U3 mpem-0yTOKCUKapOOHMIMETHIICH-
tpudenundochopana. Beixon 28% (B mepecuete Ha wucxomHeld a¢up 11). R, 0.43
(srumanerar—rexcan, 1:1). T. 1. 65-67 °C (u3 srunarerara). Crekrp SIMP 'H, 8, m. 1. (J, Tw):
1.53 (18H, ¢, 2 C4Hy); 2.15 (3H, ¢, CH;); 3.64, 3.95 (2H, AB-cucrema, J = 18.0, SCH,); 5.51
(1H, ym. ¢, 6-H); 6.51 (1H, n, J = 1.0, —CH=). Haiineno, %: C 54.42; H 6.49; N 3.63.
C;3H,sNO,S. Beruancneno, %: C 54.12; H 6.31; N 3.51.

Z-N3omep mpem-0yTninoBoro 3¢pupa cyibpoHa 7-(4-HUTPOOeH3WIHIEH)AealleTOKCHLIe-
danocnopanoBoii kucjaoThl (Z-7b) monydaror u3 (4-HuTpobOeH3MWINICH)TpudeHmIdochopana.
Beixox 21% (ua sdup 11). Ry 0.34 (stmnanerar—rekcan, 1:1). T. mr. 115-116 °C (u3 stunare-
tara). Cozepxanne sdupa Z-Tb 97% (nanusie BOXKX). Cnexrp SIMP 'H, &, m. x. (J, T): 1.55
(9H, ¢, C4Hy); 2.08 (3H, ¢, CH;); 3.71, 4.06 (2H, AB-cucrema, J = 18.0, SCH,); 5.57 (1H, yu. c,
6-H); 7.42 (1H, ym. ¢, -CH=); 7.93 u 8.28 (2H, n, /= 8.0 u 2H, 1, J = 8.0, CcH,).

AnauibHOe OpoMHpoBaHHe cyab(GoHOB mpem-0yTHIOBBIX 3pupoB 7o-xiaop- (1) u
Z-T-aaxkuinjaeH3aMelleHHbIX JealeTokcunedatocnopanoBbix kuciaor (7a,b) (obmme meto-
mukn). A (eMm. Takke [7]). Cmech 1.0 mmoins sdupa 1, Z-7a unu Z-7b u 1.1 mmons NBS B 50 M
KHUISIIEro abCOIOTHOTO OCH30J1a OCBewaloT Jjamnoi HakanuBaHus (500 BT) B TeueHue
30 muH 10 3aBepueHus peakiuu no gaHHeM TCX. Jlanee pacTBopuTens ynapusaooT. 13 octaTka
KOJIOHOYHOH Xpomarorpadueii (dTunamnerar—rekcas, 1:2) BeIACISIOT IPOAYKT 2 (B clydae UCXO/-
Horo >¢upa 1), mpoxyktsl Z-8a u Z-9a (ucxonmuslit a¢up Z-7a) wmu Z-8b, Z-9b, E-8b u E-9b
(ucxomusiit a2¢up Z-7b).

B. Cmeck 1 mmons 3¢upa 1 u 1.1 mmons NBS B 50 M1 aGCoIIOTHOTO XJIOPUCTOTO METHIICHA
OCBELIAIOT rajJoreHoBoi namnoii (12 BT), morpyxeHHOH HEOCpPeICTBEHHO B paCTBOPHUTENb, IIPU
KOMHATHOI TemmepaType A0 3aBeplieHus peakuuu mno gaHHeIM TCX (~30 mun). anee peak-
LHMOHHYIO CMECh 00palaThIBalOT U MIPOLYKTHI BBIICIAIOT 10 METOAMKE A.

mpem-byTunoBblii 3¢up cyabpona 3-OpoMMeTHnII-7 a-XJIopAeaneToKcuedaocIopano-
BOil KuCJA0THI (2). Boixox 40 (A), 53% (B). T. . 139-141 °C (u3 stunanerara). Criexkrp SIMP
'H, §, M. 1. (/, Tm): 1.58 (9H, ¢, C4Hy); 3.82 u 4.22 (2H, AB-cucrema, J = 18.0, SCH,); 4.17 u
4.51 (2H, AB-cucrema, J = 10.0, CH,Br); 4.82 (1H, ym. ¢, H-6); 5.24 (1H, ym. ¢, H-7).
Haiineno, %: C 35.57; H 3.75; N 3.29. C,,H;sBrCINOsS. Beruucieno, %: C 35.97; H 3.77;
N 3.50.
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mpem-byTunoBelii 3¢pup cyabdona Z-3-6pomMmerni-7-(mpem-0yToKCUKAPOOHHIMETH-
JleH)1eaneTokcunedanocnopanopoii kucaorel (Z-8a). Beixon 67 (A), 71% (B). R, 0.37
(stunmanerar—rekcan, 1:3). T. wr. 146-147 °C (u3 stunanerara). Crexrp SIMP H, &, m. 1. (J, Tw):
1.55 (18H, c, 2C4Hy); 3.77 u 4.20 (2H, AB-cuctema, J = 18.0, SCH,); 4.24, 4.58 (2H, AB-
cucrema, J=10.0, CH,Br); 5.69 (1H, n, J= 1.0, H-6); 6.57 (1H, 1, J= 1.0, -CH=). Haiigeno, %:
C45.29; H5.11; N 3.05. C3H,4BrNO,S. Beruucneno, %: C 45.20; H 5.06; N 2.93.

mpem-ByTunoBelii 3¢up cyiabpoHa Z-3-0poMmeTHI-7-(4-HUTPOOEH3HIH/ICH)IeaLeTo-
KcunedanocnopanoBoii kucaotsl (Z-8b) momyuaror u3 a¢upa Z-7b. Beixon 43 (A), 56% (b).
R;0.17 (stunanerar—rekcas, 1:2). T. mr. 139-141 °C (u3 sTumauerara). Criexrp SIMP 'H, §, M. 1.
(/, Tm): 1.57 (9H, ¢, C4Hy); 3.86, 4.31 (2H, AB-cucrema, J = 19.0, SCH,); 4.20, 4.57 (2H,
AB-cuctema, J = 10.0, CH,Br); 5.66 (1H, yu. ¢, H-6); 7.49 (1H, ym. ¢, -CH=); 7.84, 8.29
(ZH, A, U ZH, o, J = 90, C6H4). HaﬁﬂeHO, %: C 4594, H 415, N 5.49. C19H19BTN207S.
Boruucieno, %: C 45.70; H 3.84; N 5.61.

mpem-byTunoBelii 3¢gup cyiabpona E-3-Gpommerni-7-(4-HUTpPOOGeH3HINACH)IedATO-
cnopanoBoii kuciorel (E-8b). Beixox 6% (A). Ry 0.17 (stunaunerar—rekcan, 1:2). T. mm
105-107 °C (w3 stunanerara). Criekrp SIMP H, §, m. 1. (J, Tm): 1.64 (9H, c, C4Hy); 3.82, 4.28
(2H, AB-cuctema, J = 17.0, SCH,); 4.20, 4.57 (2H, AB-cucrema, J = 10.0, CH,Br); 5.31 (1H,
yur.c, H-6); 7.00 (1H, ym. ¢, -CH=); 8.13, 8.33 (2H, n, u 2H, n, J = 10.0, C¢H,). Haitneno, %:
C 45.98; H4.10; N 5.33. C;9H;9BrN,OS. Beruucneno, %: C 45.70; H 3.84; N 5.61.

mpem-ByTn10BbIi 3QuUp cyjabpoHa Z-2-6pomM-3-0poMMeTHI-7-mpen-yTOKCUKAPOOHNI-
MeTHIIeHIeaneToKkcunedanocnopanosoii Kucaorel (£-9a). Boixon 6% (A). R, 0.17 (om-
anerar—rekca, 1:3). T. 1. 124—126 °C (u3 stunauerara). Criekrp IMP 'H, 8, m. 1. (J, T'): 1.55
(18H, ¢, 2C4Hy); 4.11, 4.57 (2H, AB-cuctema, J = 10.0, CH,Br); 4.95 (1H, c, 2-H); 6.22 (1H, &,
J= 1.0, H-6); 6.64 (1H, n, J = 1.0, —-CH=). Haiineno, %: C 39.12; H 4.30; N 2.61.
C3sH23Br,NO5S. Beruucneno, %: C 38.80; H 4.16; N 2.51.

mpem-byTunoBslii 3¢up cyiabdona Z-2-6pom-3-6poMmMeTHI-7-(4-HUTPOOEH3MIINICH )1 e~
anerokcuuedanocnopanoBoii kucnorel (Z-9b). Beixon 1.5% (A). R;0.54 (sTunanerar-rekcas,
1:2). T. mn. 82-85 °C (u3 srunmanerara). Comepxanue sdupa Z-9b >93% (manmsie BIXKX).
Crnekrp SIMP H, 5, m. . (/, Tm): 1.62 (9H, ¢, C4Hy); 4.15, 4.58 (2H, AB-cucrema, J = 10.0,
CH,Br); 5.62 (1H, ¢, 2-H); 6.26 (1H, a. J = 1.0, 6-H); 7.58 (1H, ym. ¢, —-CH=); 7.86, 8.33 (2H, 1
u 2H, A, J= 90, C6H4).

mpem-byTunoBslii 3¢pup cyiabdona E-2-0poM-3-6pomMMeTHI-7-(4-HUTPOOEH3HINICH) e~
danocnopanoBoit kuciaorel (E-9b). AMopdHoe BeriecTBo, conepxanue sdupa E-9b >94%
(nanneie BOXKX). Beixon 1.0% (A). R, 0.46 B cucteme stumanerar—rekcan (1:2). Cnexrp SIMP
'H, §, M. 1. (/, Tm): 1.62 (9H, ¢, C4Hy); 4.13, 4.53 (2H, AB-cucrema, J = 11.0, CH,Br); 5.57
(1H, ¢, 2-H); 5.93 (1H, x, J= 0.5, 6-H); 7.07 (1H, 1, J= 0.5, -CH=); 8.13, 8.31 (2H, 1, J=10.0 u
2H, n, J=10.0, C¢Hy).

Honnoe opomupoBanue 3¢upos 1 u Z-7a. Cmecy 100 mr (0.30 mmomns) 3dupa 1 u 66 mMr
(0.37 mmonp) NBS B 10 Mt abconroTHOro OeH30J1a MEPEMEIIUBAIOT B TEMHOTE MPH KOMHATHOH
Temmneparype 2 4. PacTBopuTens ymapuBaroT, M3 OCTaTKa KOJOHOYHOW Xpomartorpadueit
(cucrema stmianeraT-rekcat, 1:3) Beraenstor 23 mr cmecw, 3:7, (zanasle BOXX) npoxykros 4
u 5, R, 0.71 (otunanerar-rexcas, 1:3) u 25 r cmecw, 4:6, (nannsie BOXX) nponyxros 4 u 6, R,
0.66 (otmnanerar-rexcaH, 1:3). CyMmapHOe coAep’KaHHE YKa3aHHBIX IPOIYKTOB B CMeECSX
coctaBisieT >97% (manabre BOXKX).

IIpu ucnons3zoBanuu B Tex ke ycnopusax 0.30 mmons Br, BMecto NBS nomygaror cmecs, 3:7,
coenunenuii 4 u 5. Ry 0.71 (sTunauerar-rekcas, 1:3).

mpem-byTunoBelii  3¢up cyabdoHa 2-6pom-7o-xj0paeaneToKcuLedanocnopaHoBo
Kkucja0Thl (4). Crextp SIMP 'H (CDCLy) 8, m. 1. (J, Tw): 1.55 (9H, ¢, C,Hy); 2.28 (3H, ¢, CH;);
4.95 (1H, ¢, 2-H); 5.37 (1H, 1, J= 0.5, 6-H); 5.71 (1H, o, J= 0.5, 7-H).

mpem-ByTuiioBslii 3¢up 2,2-1udpomM-70-xaopaeaneTokcuuedasocnopaHoBoil KHCJIOTHI
(5). Criextp SIMP 'H (CDCly) 8, m. 1. (J, Ty): 1.51 (9H, ¢, C,Ho); 2.13 (3H, ¢, CH;); 4.82 (1H, 1,
J=0.5, 6-H); 5.49 (1H, n, J= 0.5, 7-H).

mpem-ByTuiioBblii 3gup 2-6poM-7a-xJ10p-3-MeTuined-2-eM-4-kapOOHOBOIH KUCJIOTHI (6).
Crnextp SIMP 'H (CDCly), 8, m. 1. (J, Tm): 1.55 (9H, ¢, C4Ho); 2.08 (3H, ¢, CH;); 4.66 (1H, &,
J=0.5,6-H); 5.42 (1H, n, J= 0.5, 7-H); 6.28 (1H, c, 4-H).
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mpem-byTunoBelii 3¢gup cyiabdpona Z-2-0poM-7-mpem-0yToKCHKAPOOHUIMeETHIICH e~
anerokcuiedanocnopanoBoii kuciaorsl (10) oO6pazyercs B ONMCAHHBIX BEIIIE YCIOBUSIX OpOMU-
posanust 25 mr (0.1 MMons) adupa Z-7a 18.4 mr (0.1 mmons) NBS B 3 M1 abcomoTHOTro 6eH3071a
B Teuenue 30 muH. ITomydator 10 Mr macioobpa3Horo BemecTsa, coaepxkanue sdupa 10 >97%
(nannbe BOXKX). Berxon 20%. R,0.60 (3tunanerar-rekcaH, 1:1). Cnexrp SAMP 'H, 8, m. 1.: 1.55
(18H, ¢, 2 C4Hy); 2.17 (3H, ¢, CH3); 5.00 (1H, ¢, 2-H); 6.20 (1H, ym. ¢, 6-H); 6.62 (1H, ymuu. c,
—CH=). Haiineno, %: C 45.42; H 5.21; N 3.11. CgHBrNO-S. Brraucieno, %: C 45.20; H 5.06;
N2.93.
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