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JI. U. Benenbkuii, I'. II. TpomoBa, B. . CMupnos®
PEAKLIMM 2,5-TUQ2-TUEHI)TUPPOJIOB

W3ydeHsl BO3SMOXHOCTH MOIU(PHUKAINH 2,5-11(THEHIIT)TUPPOIIOB € HETBI0 MOTyde-
HHUs COC}II/IHCHHﬁ, KOTOPbIC MOT'YT CIIYXXUTb MPCAUNICCTBCHHUKaAMU MMOJIUMEPOB U MOHO-
MEpPOB, MPOSBIISIOMINX IEKTPUICCKYIO MPOBOJAUMOCTh H CIeUpHUECKUe (HOTOXUMU-
YECKHUE CBOMCTBA.

KaroueBsbie ciaoBa: 3-anetwi-2,5-1u(THEHWIT)IUPPOIIBI, 3-THAPOKCUMETHI-2,5-11-
(THEHWUIT)THPPOJIEL, 2,5-mu(THeHIT ) TP POII-3-KapOallb IeTH IEI, 2,5-
Iu(THeHWT)IUppodiel,  O-aJKuiupoBaHWE,  AlleTUIUPOBAHWE,  BOCCTAHOBJICHHE,
MeXMouteKysipHoe C-ankuin-poBanue, GOpMUITUPOBAHHE.

2,5-1u(2-THEeHWT)TUPPOITBl — aHCaMOJ THO(DEHOBBIX W MHUPPOIBHBIX ITHK-
JIOB, CBA3AHHBIX MEXIy COOOH (O-TTOJIOKEHUSIMH — MIPEICTABIISIOT HECOMHEHHBIN
WHTEepeC Ui MONydYeHHs Ha WX OCHOBE JJIEKTPONPOBOISIINX MAaTEepPHAIOB
("opraHndeckux MeTayuIoB"), B YACTHOCTH, KaK KOMIIOHEHTH OpPTaHUYECKUX
CBETOM3IYUAIONUX OHOAOB (CM., Hampumep, 0030pwl [1-6]). UpesBwruaitHo
BBICOKAs PEaKIOHHAs CIIOCOOHOCTh MUPPOIBHON CHCTEMBI CO3aeT BO3MOXK-
HOCTPH BBEJICHUS 3aMECTHUTENEH B B-1TOJI0KEHMS MTUPPOIHHOTO KOJIbIA JaKe MPH
CBOOOJIHBIX (L-ITOJIOKEHUSAX THO(EHOBBIX IMKIIOB, YTO TO3BOJISIET B JalbHEH-
meM MOAH(HUIINPOBAaTH CBOWCTBA, B YACTHOCTH, PACTBOPUMOCTH MOJYyYaeMbIX
W3 AUTHEHWITHPPOIIOB OIMTOMEPOB U MOJIUMEPOB, a TaK)Ke MPOBOAMTH "CIITHB-
Ky" 1Mo B-monokeHUsM THO(MEHOBBIX M MHPPOJIBLHOTO KOJEIl, Toaydas KOHIICH-
CHUpPOBaHHBIE ITOJIMTETEPOIIUKINIECKIE COSTUHEHHSI C PAa3BUTON COMPSDKEHHOU
cuctemoinr cBs3eit C=C, KOTOpble IMEPCHEKTUBHBEI HE TOJBKO Ojaromaps WX
AJIEKTPOTIPOBOSIINM CBOMCTBaM, HO M KaK CTPYKTYpHBIE (parMeHTHl (oTo-
XPOMHBIX JUreTapridTeHoB. Llens HacTosmei paboTel — H3ydeHne HEKOTOPHIX
peaknmii dIEKTPOPIIBHOTO 3aMerieHus 2,5-mu(2-TueHWwn)muppoioB la—¢ u
MOCTIEAYIONINX MPEBPAIIEHIH TOTyIeHHBIX POTyKTOB.

®opmuipoBaHueM 1o BunbcMaiiepy coeauHeHuid la—¢ C  BBICOKMMHU
BbIXOaMu (82-97%) mosrydensl anmpaerunbl 2a—c. GopmmmupoBanue no Prxe
anprernga 2b mpuBeno kK oOpasoBaHWiO MUppod-3,4-auanbaeruna 3 (69% nHa
BCTYIIUBIUH B peaknuio anbaerun 2b). [IpoaykToM BOCCTaHOBICHHSI albICTH-
na 2a no KukHepy SBISIETCS COOTBETCTBYIOIIMM METHWINUPPON 4, KOTOPBIH
dbopmmmupyercs mo Buibemaiiepy w amermiupyercs o Ppumeniro—Kpadtcy
B €IMHCTBEHHOE He3aMeIleHHOe TOJI0KEeHNE TUPPOIBHOTO KOJIbIa ¢ 00pa3zoBa-
HueMm anpaeruna S (90%) n kerona 6 (59%) cooTBETCTBEHHO.
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M3ydeHno Taxke ampmrpoBaHue N-aiKwi-2,5-au(2-THSHIT)TUPpoioB la—c
pa3IMYHBIMM areHTaMmu. JelicTBueM aleTUIXJopujia Ha coeuHeHue la B mpu-
cyrctBuu SnCly B Oenzone (4 4) ¢ Hm3kuM BBIXOAOM (10%) ObLTO TTOITYyYeHO
MOHOAIETHIITIPON3BOIHOE 7a M MPH 3TOM MMEI0 MECTO 3aMETHOE CMOJI000pa-
3oBaHue. J[mUTEeNnpHOE BBIAEPKMBAHME TOTO e MHppoia la co CMemaHHBIM
AHTUJPUIOM YKCYCHOH W TpHU(PTOPYKCYCHOH KHCIOT TO3BOJIIO H30€kKaTh
CMOJI000pa30BaHMsI, HO TPAKTUYECKA HE YBEIUYWIO BBIXOJ MpPOAyKTa 7a
(14.6%). bonee ycnemHbIM OBUIO aNETHIMPOBAHWUE TUMETHUJIAIIETAMHUIOM B
npucytcteun POCI;, koTOpoe mpuBeno K IeeBOMY KETOHY 7a C BBIXOJOM
47%. [eiictBueM Ha OUTHEHWINIHPPON 1b M30bITKa aneTWIXIOpHIA B MIPUCYT-
ctBun SnCly (25 mMuH) nmonmydeHo nuaneruianponsBonHoe 8a (25%). B Tex xe
ycioBUsIX 3a 15 MuH u3 coequHeHus 1e ¢ BeixoaoM 22% moiayyeH JUllb MOHO-
ketoH 7b. [lpu yBenmudeHUM MPOJOKUTEIBHOCTA peakiuuu 10 2 4 oOpa3oBa-
nack cMech MoHOkeToHa 7b (19%) u nukerona 8a (35%), pa3neneHHas KOJo-
HOYHON Xpomatorpadueii. MoHokeToH 7b Obu1 momyueH c BeixogoMm 48%
AIMIIMPOBaHUEM MUPPoJIa 1¢ YKCYCHBIM aHTHIPHIOM B TipucyTcTBHA SnCly.

COMe MeOC COMe
/ N/ / \ R\
N R R™ g N s” TR
7ab Allk 8a,b Allk

7aR=H,bR=Me; 8a,bR=Me;7,8a Alk=Me, b Alk=n-CH,,
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Ha mpumepax moHoampaerunoB 2b,c u muampaernga 3 ObUIO H3YUYCHO
BOCCTaHOBJICHHE OOPTHIPUIOM HATpUs B MeTaHoJe wiu 3tanose. [Ipemmona-
rajoch, 4YT0 0Opa3yIoUIMecs U3 MOHOAIBJCTHUIOB KapOWHOIBI 9 ymacTcs mpe-
BpaTUTh B MPOAYKTHI BHYTPUMOJIEKYJIsIpHOTO ankunrpoBanus Tuna 10. Oxa3a-
JIOCh, OJTHAKO, YTO Kapobunons! 9a,b (oOpa3zyrommecs ¢ Berxogamu 100 u 51%
COOTBETCTBEHHO) JIOCTATOYHO CTaOMJILHBI B YCIOBHUSX PEaKIUH, a B IPHUCYT-
creun HCl mpereprnieBatoT MeXMOJIEKYIISIPHYIO MUKIA3AIMI0 ¢ 00pa3oBaHUEM
6-4JICHHOT'O IIMKJIA, IPUBOIAIIYIO K coenuuenusM 11a,b.

CH,OH
e —>= )N J N /N
Me N S Me
9a,b

10a,b

9-11 aR=Me, bR =n-CH,,

Ilockonbky mns OuckapOuHona 12 — mMpoAayKTa BOCCTAHOBJICHUS IUAJIbAC-
ruga 3 — HoAgoOHOE MEXMOJIEKYJISIPHOE aNKHIMPOBAHHE HEBO3MOXKHO, INpE.-
[oJIarajioch, 4TO W3 HEro B pe3yJbTaTe ABOMHOTO BHYTPHUMOJICKYJISPHOTO
AIKWIMPOBaHMUA 00pasyercsl MeHTauuknndeckuil npoaykt 13. OgHako coenu-
HeHue 12 (momydeHHoe ¢ BbIXoAoM 16%) oka3anoch yCTOWYHMBBIM B YCJIOBHSX
OOprUIPUAHOTO BOCCTAHOBJICHHS W JIMILIL YAaCTUYHO MPEBPALIAJIOCh MOX JACH-
CTBMM METHJIOBOT'O MJIM 3THJIOBOT'O CIIUPTOB, B KOTOPHIX NPOBOAMIIACH PEAKLIMS,
B npoaykThl O-ankunupoBanus 14, 15 cOOTBETCTBEHHO.

HOH,C CH,OH ROH,C CH,0H
P / \ /\ / \ / \ /\ / \
ROH
ROH,C CH,OR
7\ N/ \ / \ /\ / \
ve” s N s7 Me
| Me
13 Me 15a,b

14, 15a R =Me, 15b R = Et

[omeitkn mpoectn karanuzupyemoe HCl u ZnCl, ruapokcumerniupo-
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BaHue coenuHeHni 1a,b mnmm ux "cumBKy" ¢ 00pa3oBaHHEM COOTBETCTBYIOIINX
JUTeTapUIMETaHOB JICHCTBUEM mapadopMa MPUBOAMIM JIUIIb K UX YACTUIHOMY
WU TIOJIHOMY OCMOJICHHIO. B TO e BpeMs mpu IeHCTBUU OeH3albIerua
B @HAJIOTUYHBIX YCJIOBUAX YIAJIOCh M3 MUPpPojia 1a monyduTh qurerapuipeHmI-
Mertad 16 ¢ BeixogoM 87%.

CocTaB U CTpOEHHUE MOIYUEHHBIX MPOTYKTOB MOJITBEPKACHBI pe3yJbTaTaMu
AJIEMEHTHOTO aHanu3a, naHueiMu WK cnextpos, crnektpoB SIMP 'H u "C,
a TaKk)Kke Macc-CIeKTpoB. TakuMm o0pa3oM, M3ydeHbl HEKOTOpPHIE IMpEeBpaIleHus
2,5-n11(2-THEeHNUT)TUPPOJIOB U BBISBIEHBl BO3MOXXHOCTH ONTHUMU3AIUH OTAEIb-
HBIX peakiuii, MPUBOIAMUX K COEIMHEHUSAM, KOTOpble MOTYT NpEACTaBIATH
WHTEpeC JUIS MOJIy4YEHHUS JIEKTPONPOBOIAIINX MATEPUAIIOB U CIIY>KUTh KOMIIO-
HEHTAaMH OPTraHMYEeCKHUX CBETOM3IYYarolMX AUoA0B. JlanpHelimas pa3paboTka
Ha OCHOBE MNOJYYEHHBIX MPOJYKTOB KOHJAECHCHUPOBAHHBIX MOJUTETEPOLMKINYE-
CKHX CHCTEM IT03BOJIUT BBIMTH K COEAMHEHUSIM, IIEPCIEKTUBHBIM KaK CTPYKTYp-
HBIE parMeHThl POTOXPOMHBIX AUTCTAPUIITEHOB.

SKCHEPUMEHTAJIbBHASI YACTb

Crekrpst IMP 'H cuuvanu na paamocnextpomerpax Bruker AM-300 (300 MI'm),
Bruker DPX-300 (300 MI't) u Bruker AC-200 (200 MTI'n), criektpsr IMP °C — ua
npudope Bruker DPX-300 (75 MI'm) B CDCl; ¢ ucnonp30BaHHEM OCTAaTOYHOTO CHTHA-
Jla HeIeHTepUpOBaHHOIO PAcTBOPHUTENSI B KauecTBE BHYTpPEHHEro isrtajioHa. Macc-
cnextpsl (OY) perucrpupoBanu Ha npudope Kratos (70 3B). Konrpons xona peakiyn
mpoBommwm ¢ momompio TCX mHa mmactmHax Merck Kieselgel 60 Fpsy (amoeHT
neTponeiHpii  d¢up—-otmwianerar, 2.5:1). IlpemapaTuBHOE BBIACICHHE MPOITYKTOB
OCYLIECTBISUIM Ha KOJNOHKax ¢ cuiukareneM Merck Si0O,-60 (0.060-0.200 mwm),
UCTIONB3Ysl B KA4ECTBE DIIIOCHTOB CIICAYIOUINE PACTBOPUTEIM WJIM MX CMECH: TeKCaH
(I'K), mmatunosstit a3¢up (1), merponeitasrit r¢pup (I19), xmopuctsiit metmireH (XM),
stunanerat (DA).

1,4-/In-(2-Tuennn)oyran-1,4-1M0H TOJTyHalOT AlMIMPOBAHHEM THO(EHA TUXJIOP-
anruapunom siHTapHor kucnotel B CH,Cl, B mpucyTcTBHM XJIOpHIa aJTIOMHHHUS IO
metony [7].

1,4-buc(5-MeTna-2-Tuennn)0yTan-1,4-1M0H MONTYy4alOT aHAJIOTUYHO U3 2-METHII-
tnodena, . wi. 170-171 °C (u3 DA) (176 °C [8]).

1-MeTua-2,5-6uc(2-ruennn)-1H-nuppoa (1a) cuntesupyror peaxnueit 1,4-mu-
(2-tnennn)Oyran-1,4-110HA C METHJIaMUHOM B OEH30JIbHOM pacTBOPE B NPHCYTCTBUU
YKCYCHOM KHCJIOTHI C a3€0TPOITHOW OTTOHKOM BOAHI [9].

1-MeTua-2,5-6uc(5-merna-2-tuennn)-1H-nuppoa (1b) momydaroT aHaJIOTHYHO
n3 1,4-6uc(5-metmn-2-tuennn)oyran-1,4-nuona [10].
2,5-buc(5-metnia-2-ruenn)-1-okrua-1H-muppou (1c¢). Pacteop 1 1 (3.6 MMomp)
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1,4-6uc(5-metmn-2-tueHnn)oyran- 1 ,4-mmona, 0.51 r (0.65 mi1, 4 MMOJIB) H-OKTHIIAMHIHA
u 0.5 M1 MPOITMOHOBOM KHUCIIOTHI B 15 MJ1 O€H30I1a KHITATAT B KOJIOE ¢ Hacaakoi JluHa—
Crapka 20 u 30 mus (koHTpOJH ¢ momompio TCX). CMmech OXJIaXKAal0T, YaCTHUHO
ynapuBaloT O€H30J, K OCTaTKy J00aBisioT 5 Mi HachlmeHHoro pactBopa NaHCO;,
15 vt Bogs! u skcTparupytor CH,Cly. DKeTpakT mocienoBaTeIbHO MPOMBIBAIOT BOIOM,
paszbasnennsiM pactBopom HCI, Bojo#, cymar Hang MgSO, u ynapuBawoot gocyxa. 13
ocraTrka KosoHouHOH xpomarorpadueit (I19) Beigemnstor 1.12 1 (84.5%) mponykra 1c
B Buze rycroro macna. Cnekrp AMP IH, o, M. 1. (J, T'm): 6.88 (2H, n,J = 4, H tTnoden);
6.73 (2H, n, J = 4, H tnoden); 6.30 (2H, ¢, H muppon); 4.14 (3H, k8, J = 7, NCH,);
2.53 (6H, c, 2HetCH3); 1.20 (2H, m, NCH,CH,); 1.35-1.15 (10H, m, 5CH,); 0.92 (3H,
1, J=7, CH,CH;). Macc-cnextp, m/z: 278 [M]". Haiineno, %: C 71.01; H 8.21;
S 17.02. Cy,HyNS,. Beraucneno, %: C 71.11; H 7.87; S 17.25.
1-Metun-2,5-nu(2-tuenn)-1H-muppoi-3-kap6ansaerus (2a). K oxnaxnaeHHoMy
(10-12 °C) pactBopy 0.223 r (1.454 mmons) POCIl; B 2 M cyxoro CH,Cl, npubasstor
0.106 t (1.454 mmonp) IM®A, xunisatat 30 MuH, Aajee OXJIaXAaloT B JSASHON OaHe U
nmobasisror 0.27 T (1.1 mmonp) mupposia la. PeakIIMOHHYIO CMECh KUILITAT IPH
nepemeniBanny 1 9 30 MUH, OXJIXKIAIOT U BBUIMBAIOT B pacTBOop 1.7 1 (1.454 MMoIIb)
MeCOONa+2H,0 B 10 M1 Bogsl. Tlony4eHHYI0 SMYIBCHIO KUISTAT | 4, OXJaXIaroT,
OTJICTSIFOT OPraHUYECKHit CII0it, BOJHBIN ciioil akcTparupytoT asaxasl CH,Cly. O0benu-
HEHHBIN SKCTPAKT MPOMBIBAIOT HEOOJBIIUM KOJIMYECTBOM BObI, cymaT Hax MgSO,,
(GUIBTPYIOT, yNapuBalOT HA POTOPHOM HCIApHUTENe J0CYyXa, OCTATOK PacTHPAIOT B
HeOOoJIbIIOM 00beMe reKcaHa. Brimasiiye KpucTauibl MPOIyKTa 2a OTQUIBTPOBBIBAIOT,
cymar. Beixox 0.217 1 (90.5%), T. mr. 110112 °C. Cnekrp IMP 'H, &, m. 1. (J, T'n):
9.70 (1H, ¢, CH=0); 7.56 (1H, n. 1, °J = 4.2, *J = 2.2, H tnoden); 7.38 (1H, 1. 1,
3J=5.0, *J = 1.2, H tnoden); 7.20 (2H, M, H troden): 7.13 (2H, m, H tnoden); 6.92
(1H, ¢, H-4 mappomn); 3.63 (3H, ¢, NCH;). Crextp SIMP °C, &, m. a.: 33.29 (NCH,);
108.9 (C-4 mmppom); 126.29, 126.99, 127.49, 128.68, 130.82; 186.01 (CH=O).
Haiineno, %: C 61.49; H 4.3; N 5.14. C4H;NOS,. Beruucieno, %: C 61.51; H 4.06;
N 5.12.
1-Metua-2,5-6uc(5-merna-2-tuennn)-1H-nuppoa-3-kapo6ansaerna (2b) momy-
YalT aHaJOrMyHO anpieruay 2a u3 0.45 r (1.65 mmons) mupposna 1b, 0.334 r
(2.1 mmonb) POCI; m 0.154 1 (2.1 mmoins) IM®A B 2 M cyxoro CH,Cl, ¢ ouncTkoit
mpoaykTa Ha KoioHke ¢ cumkareneMm (I13-3A, 10 : 1). Bexon 0.48 1 (96.7%), T. m.
90 °C. Cnektp SIMP 'H, §, m. x. (J, Tm): 9.70 (1H, ¢, CHO); 6.92 (1H, 1, J = 4,
H tnoden); 6.87 (1H, n, J = 4, H tnoden); 6.80 (1H, yu. ¢, H tnoden); 6.73 (1H, c,
H-4 muppon); 6.71 (1H, ym. ¢, H troden); 3.60 (3H, ¢, NCH3); 2.55 (3H, ¢, CCH;);
2.50 (3H, c, CCH;). Haiinerno, %: C 63.78; H 5.00; N 4.67; S 20.81. C;,H;sNOS,.
Brruncineno, %: C 63.76; H 5.02; N 4.65; S 21.27.
2,5-buc(5-metun-2-rueHmin)-1-oktwi-1H-nmuppoa-3-kapoansaernn (2¢) moiy-
YaroT W OYMIIAIOT aHajormyHo anpaeruay 2b u3 0.33 r (0.083 mmons) muppona le,
0.19 r (1.2 mmoas) POCl; 1 0.09 T (1.2 mmois) IM®DA B 7 M cyxoro CH,Cl,. Beixon
0.29  (82%), rycroe macio. Criektp SIMP 'H, &, m. a. (J, T'm): 9.63 (1H, ¢, CHO); 6.95
(1H, ym. ¢, H troden); 6.90 (1H, ym. ¢, H tnoden); 6.80 (1H, ym. ¢, H tnoden); 6.76
(1H, ¢, H-4 mappomx); 6.71 (1H, ym. ¢, H tnoden); 4.00 (2H, 1, J = 7, NCH,); 2.55 (3H,
¢, CCH3); 2.50 (3H, ¢, CCH3); 1.50-1.10 (12H, m, 6CH,); 0.85 (3H, T, J = 7, CH,CH3).
Haiineno, %: C 69.48; H 7.38; N 3.47; S 15.80. C»3HoNOS,. Brruncneno, %: C 69.13;
H 7.31; N 5.50; S 16.05.
1-Metna-2,5-6uc(S-metnia-2-tuennn)-1H-nuppoi-3,4-qukapo6ansaernn (3). K pac-
tBOpYy 0.663 T (3.5 MMoib) TiCly B 1.5 mi cyxoro CH,Cl, npu nepemenivBaHum 1 oxJjia-
xnaernn (10-12 °C) npubasnsiot B Teuenue 10 mun omHoBpemerno 0.3 r (1.0 mmoinb)
anpreruga 2b B 3 mun CH,Cl, m pactBop CL,CHOEt, monyduenssiii u3z 0.315T
(1.5 mmons) PCls m 0.125 1 (1.69 mmouns) stundopmuara B 3 mi cyxoro CH,Cls.
Cmech
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BeIIepkuBatoT 35 MuH mpu 10-12 °C, nanee BputmBatoT Ha nex ¢ HCl u noxy4eHHyO
Maccy mnepemenmBaoT 20 MuH. BomHbli crmoit otmensior, skctparupyior CH,Cl,,
00BEIMHEHHBIH 3KCTPaKT IMPOMBIBAIOT BOIOW, cymar Hajg MgSOs OGUIBTPYIOT U
ynapuBaroT gocyxa. [lomydator 0.4 r© ocraTka, U3 KOTOPOTO KOJIOHOYHOW XpPOMATO-
rpadueii (ITO-3A, 10:1) Beigenstor 0.1 T ampaeruma 2b u 0.15 r amanpaernga 3
(45.7% mwna B3saTeid wm  68.5% Ha BerynuBmmH B peakuuio 2b). Ilocne
MEPEeKPUCTAILTU3AINH 13 TeKCaHa MPOIyKTa 3 MOIydaloT aHAJUTHYECKuid oOpaser ¢ T.
mn. 132 °C. Cnextp SMP 'H, &, m. x.: 10.15 (2H, ¢, 2CHO); 7.02 (2H, ym. c,
H troden); 6.85 (2H, ym. ¢, H tnoden); 3.47 (3H, ¢, NCH;); 2.55 (6H, c, CCHj).
Haiineno, %: C 61.96; H4.56; N 4.21; S 19.59. C;;H;5sNO,S,. Beruucneno, %: C 61.98;
H 4.59; N 4.25; S 19.46.

1,3-Aumernia-2,5-mu(2-tuennia)-1H-mappoa (4). Pacteop 0.2 T (0.7316 MmoIb)
ampaeruaa 2a, 0.071 r (2.21 mmons) ruapasunaruapata u 0.2 r (3.57 mmons) KOH B
40 M7 TpUATUIIEHIIIMKOIS BhIep kuBatoT 3 4 mpu 200240 °C, nanee 1 1 mpu 190-200 °C
U OXJIQXKIAIOT. PEakMOHHYIO0 cMech pa30aBIsatoT 50 MIJI BOJIBI, 3KCTPArUPYIOT TPUKIIBI
0eH301I10M, O0BEIMHEHHBIA SKCTPAKT ABAXIBI MPOMBIBalOT Bojnoi, cymart Hag CaCl,,
¢bunpTpytor W ynapuBaroT. W3 ocratka ¢udm-xpomartorpadueit (DA-TK, 1:10)
sutersiot 0.178 T (93.8%) mpomykta 4 B Buze *entoro macima. Crextp SIMP 'H, 8, m. 1.
(J, Tu): 7.40 (1H, 1. 1, °J = 5.0, *J = 1.2, H-5 tnoden); 7.27 (1H, n. 1, J = 5.0, *J= 1.5,
H-5' tnoden); 7.13 (1H, n. o, *J = 5.2, °J = 3.5, H-4 tuoden); 7.05 (3H, m, H-4'
tuoden); 6.27 (1H, a, J = 0.4, H nuppomn); 3.60 (3H, ¢, NCH;); 2.13 (1H, ¢, CH3).
Crektp SIMP “C, &, m. 1. 13.32 (CHs); (34.81 NCH3); 112.2 (C-4 mappon); 120.81
(C-3 muppom); 126.06, 126.57, 126.99, 127.53, 128.43, 128.71, 129.09, 129.49, 134.98,
136.45. Hatineno, %: C 64.93; H 5.15; N 5.91. C4H3NS,. Brruucineno, %: C 64.82;
H 5.05; N 5.40.

1,4-TumeTn-2,5-nu(2-Tuenunit)-1H-nuppoa-3-kapoanbaerna (5). K oxnaxmeH-
Homy pactBopy 0.223 1 (1.45 mmonb) POCl; B 2 M cyxoro CH,Cl, npuGapmnstor
0.106 r (1.45 mmons) JIM®A, cmech kumatat 30 MUH, 3aTeM OXJIXKIAIOT B JICASHON
6ane un gobasistor 0.270 r (1.1 mmoinp) mupporna 4. PeakmoHHYI0 MacCy KHUILITAT C
nepemenivBanieM 90 MUH, OXJaXJalOT ¥ BbUIMBAIOT B pacTBop 1.7 r (1.454 MMmouib)
MeCOONa-2H,0 B 10 mn Bogsl. IlodydeHHYI0 3MyJIbCHIO KAMATAT 1 4, OXJIQXIAMoT,
OTJIENAIOT OPTAHUIECKUH CITOH, BOMHBIN CIIoi aBakasl skcTparupyot CH,Cly. O6nenu-
HEHHBIN SKCTPaKT MPOMBIBAIOT HEOOJBIINM KOJIHYECTBOM BOABI, cymaT Hax MgSOy,
(GWIBTPYIOT, yNapuBalOT HAa POTOPHOM HCHApHUTENEe J0CYyXa, OCTATOK PacTUPAIOT B
HEOONBIIOM 00BbeMe TeKcaHa. BpINaBIIMe KPUCTALIBI OT(QWIBTPOBBIBAIOT, CYIIAT,
nomyuaior 0.217 r (90.5%) npoxykra 5. T. mn. 128-130 °C. Cnekrp SIMP 'H, §, M. 1.
(J, T): 9.75 (1H, ¢, CH=0); 7.54 (1H, 1. 1, *J = 4.2, *J=2.2, H tnoden); 7.47 (1H,
a1 n g =152 %=12, H tuoben); 7.17 (3H, M, H tnoden); 7.06 (1H, 1. 1, *J=3.5,
“J=1.2, H tnoden); 3.44 (3H, ¢, NCH3); 2.33 (3H, ¢, CHs). Criextp SIMP °C, 8, m. 1.:
11.94 (CCH; nuppomn); 33.74 (NCHs;); 121.58, 123.76, 128.02, 128.12, 128.22, 129.20,
130.33; 131.61, 131.84, 188.07 (CH=0). Haiineno, %: C 62.80; H4.56; N 4.88.
C5sH3NOS,. Beruucieno, %: C 62.69; H 4.56; N 4.87.

3-Anernia-1,4-mumerna-2,5-qu(2-tuenna)-1H-muppoa  (6). K oxnaxaeHHOMYy
pactBopy 0.071 T (0.696 mmonb) ykcycHoro anrmapuaa u 0.158 v (0.6091 mmois)
nuppoiia 4 B 30 Mt cyxoro 6en3zona npubasisitor pactsop 0.042 r (0.69 mmons) SnCly
B 1 M cyxoro Oenzona. PeaknuonHyo cMmech nepeMelinBaroT 4 4 NpH KOMHATHOW
TeMIepaType, 3aTeM BBUIMBAIOT B JensHoW pactBop 1 mu koHr. HCl B 50 M BosI U
CMECh HHEPTWYHO BCTPSAXWUBAIOT B JEMUTEIBHONH BOpoHKE. OpraHMYecKHd CIOi
OTJIEJNAIOT, BOIHBIN CIOI TPHXKABI SKCTparupyroT Oen3onoM. OObeIUHEHHBIA 3KCTPAKT
MPOMBIBAIOT CHJIBHO pa3bariieHHbIM pactBopom HCI, Bogo#i, pacteopom NaHCO;,
cymar Han CaCl,, ymapuBaroT Ha poTOpHOM wucmapurene. M3 ocraTka KOJOHOYHOM
xpomarorpadpueii (DA-TK, 1 : 10) Bergensitor 0.109 r (59.2%) kerona 6, T. . 129-131 °C
1 0.042 1 (26.5%) ucxoamoro coenuuenust 4. Crektp IMP 'H, 8, m. 1. (J, ['m): 7.53
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(1H, . n, °J = 5.1, *J = 1.2, H-5 tnoden); 7.45 (1H, n. n, °J = 5.1, /=12, H-5'
troden); 7.13 (4H, M, 3H tnoden + 1H mappon); 7.04 (1H, 1. 1, °J=3.49, *J = 1.14,
H-4 tuoden); 3.29 (3H, ¢, NCH3); 2.26 (3H, ¢, COCHs3); 2.01 (3H, ¢, CH;). Crektp
AMP C, 8, m. a.: 13.32 (CHj); 34.81 (NCH;); 112.2 (C-4 muppon); 120.81 (C-3
muppon); 126.06, 126.57, 126.99, 127.53, 128.43, 128.71, 129.09, 129.49, 134.98,
136.45. Jnsa mponykra 6. Haiineno, %: C 64.93; HS5.15; N 5.91. C4H;5NS,.
Brruncieno, %: C 64.82; H 5.05; N 5.40.

3-Auernia-1-metun-2,5-1u(2-tuennn)-1H-nuppoan  (7a). A. Uz 0.055 r
(0.70 mmoip) AcCl u 0.165 r (0.71 Mmmomns) mmppona 1a (B 5 M cyxoro OeH3omna)
0.182 r (0.69 mmons) SnCly (B 1 mMim cyxoro OeH30ia) MO METOIWKE CHHTE3a
coearHeHUsT 6 mociie ynapuBaHHMs BbIcymieHHoro Hajg MgSO; o00bequHEeHHOTO
sKcTpakTa xpomarorpadueit Ha komonke (DA-T'K, 1 : 8) sermemstor 0.0196 r (10.1%)
ketoHa 7a, T. . 124-125 °C (u3 cnupra). Cnexktp AMP 'H, 8, m. 1. (/, T'm): 7.54 (1H,
1 m, ) =49,% =12, H-5 Tuoben); 7.45 (1H, a. 1, *J=5.2, *J = 1.1, H-5' THoden);
7.17 (2H, M, H tnoden); 7.10 (2H, m, H tnoden); 6.84 (1H, ¢, H muppomn); 3.48 (3H, c,
NCH3); 2.15 (3H, ¢, COCH3). Crnekrp SIMP °C, 8, m. x.: 27.4 (COCH3); 32.07
(NCHj;); 110.11 (C-4 muppon); 124.93, 125.63, 126.27, 126.41, 127.48, 129.55, 130.97,
192.67 (COCH5;). Haiineno, %: C 62.74; H 4.58; N 4.64. C,,H;;NOS,. Boraucieno, %o:
C 62.69; H 4.56; N 4.87.

B. PactBop 0.168 r (1.64 mmoib) ykcycHoro anruapuzaa, 0.414 r (3.6 mmonb)
CF;COOH wu 0.134 r (0.548 mmons) mmppoma la B 4 wmin cyxoro CH,Cl,
MepeMeIrBarT 15 4, BEUTMBAIOT B HackImeHHbIH pacTBop NaHCOs;, nepemermusaiot 20
MUH, BOIHBIA CJIOW OTACHSIOT W Tpwxabl skcTparupyor CH,Cly. OObenuHeHHSBIH
9KCTPaKT NPOMBI-BAIOT BOJOH, 3areM pactBopoM NaHCO;, cymar nHax MgSO, u
ynapuBaioT. U3 ocratka komoHouHo# xpomartorpadueit (IK-XM-DA, 14 : 4 : 1)
BeiiensroT 0.023 r (14.6%) xetoHa 7a.

B. K 1 ma POCI; npu oxnaxxaenun (nensiHas 6aHs) npubasisitor 1 ma N,N-anme-
THJIALlETAMH/A, TIONyYeHHYI0 CMECh BBIACP)KHMBAIOT Ha KHUIIAMIEH BomasHOW Oane | 4,
3arem oxnaxnawot a0 0 °C u npubasisitor 0.2 T (0.815 MMonb) nuppona 1a. Peakinon-
HYI0 MAacCy BBIICP)KUBAIOT HA KHILANICH BOMSHOW OaHe 3 4, OXJAXKIAIOT, BHUIUBAIOT
B pactBop 15 r AcONa-2H,0 B 75 mn Bonsr, nobasmsaror 10 mn CH,Cl, u xunsarsar npu
WHTCHCUBHOM mepeMmenmmBanud | 4. Ilocie OXJaKACHUS OTHENAIOT OpraHMYECKHH
CIIOM, BOAHBIN ciiod Tprk bl dkeTparupyoT CH,Cly. O0beiMHEeHHBIH SKCTPaKT ABaXIbI
IIPO-MBIBAIOT BOJOH, 3areM pactBopoM NaHCO; um pactBopom CaCl,, cymar Hax
Na,SO, u ynmapuBator. M3 ocrtatka xpomarorpadueii mHa komouke (DA-TK, 1:8)
BeiensiroT 0.11 1 (47%) npoaykra 7a.

OO6pa3is! keToHa 7a, monydeHHsIe o MeToankam A—B, naertuanst (TCX).

3,4-Inauernia-1-merun-2,5-6uc(5-metun-2-ruenun)-1H-nuppoa (8a). K cmecu
0.2 r (0.733 mmonp) coemmuenus 1b u 0.12 r (1.47 MMONB) aNETHIXJIOPHIA TIPH
temneparype <5 °C npubapmstor no kamisim 0.191 r (0.733 mmons) SnCly B 4 M
OeH3oia. OOpa30BaBILUICS TEMHO-KPACHBIH PacTBOP BBIAEPKUBAIOT 25 MHUH U BBLIH-
BatoT Ha yen B npucyrctBuu HCl. BonmHbId ciioil OTHENSIOT, JBaXKIBl 3KCTPArUPYIOT
XII0poGopMoM, OOBEIMHEHHBI AKCTPAKT IMPOMBIBAIOT BOMOW, cymaTr Hax MgSO,.
Ilocne ymapuBanusi pactBoputens momydaioT 0.28 r© ocratka, W3 KOTOpPOTO
xpomarorpacgueii Ha kosonke (II13-DA, 10 : 1 u ganee 5 : 1) Beigensiror 0.06 T (25%)
npoxykra 8a, T. 1. 138 °C. Cnexrp IMP 'H, &, M. 1. (J, I'm): 6.92 (2H, ym. c,
H troden); 6.78 (2H, 1, J = 4, H tuoden); 3.32 (3H, ¢, NCH;); 2.52 (6H, ¢, 2CCH;);
2.20 (6H, c, 2COCH;). Haiizeno, %: C 63.99; H 5.29; N 4.05. C;oH;oNO,S,.
Brruncaeno, %: C 63.84; H 5.36; N 3.92.

3-Auernia-2,5-6uc(5-meruia-2-ruennn)-1-oktua-1H-nuppoa  (7b) u  3,4-1u-
aneTui-2,5-omc(5-metui-2-ruedu)-1-oxktuia-1H-nuppoa (8b). A. K pacteopy 0.2 T
(0.54 mmoutp) coenuuenus 1e¢ B 3.5 Mt cyxoro 6ensona npu 10 °C npubasnstot 0.085 ¢

(1.08 MMoup) aneTmixsopuaa, 3ateM Kamto SnCly B 0.5 mi 6enszona. O6pa3zoBaBIIHIACS
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TEMHO-KPACHBIH PacTBOP BBIACPKHUBAIOT 15 MHWH M BBUIMBAIOT HA JI€J B MPHUCYTCTBUU
HCl. Yepes 15 MuH CBETIbId OpraHUYECKHA CIIOH OTACNSIOT, BOJHBIN JIBAXKIBI
IKCTPArupyrT XJI0pOoHOpMOM, OOBECTHUHEHHBIH KCTPAKT MPOMBIBAIOT BOJOW, CyIIaT
Hax MgSO,. ITocne ynapusanust pactBopurens nonxydator 0.28 T ocrarka (Macio), u3
KOTOpOro KoioHouHoH xpomartorpadmuein (ITD-DA, 10: 1) Beigenstor 0.15 T (75%)
ucxomuoro 1e u 0.05 r (22%) npoaykra 7b B Buxe macma. Crexrp SIMP 'H, 8, m. 1.
(/,T): 691 (1H, 1, J = 4, H tnoden); 6.88 (1H, n, J = 4, H tuoden); 6.78 (1H, x,
J=4, H tnoden); 6.75 (1H, ¢, H muppon); 6.72 (1H, x, J = 4, H troden); 3.88 (2H, T,
J=7,NCH,); 2.57 (3H, ¢, CCH3); 2.52 (3H, ¢, CCH3); 2.16 (3H, ¢, CH;CO); 1.60-1.10
(12H, m, 6CH,); 0.88 (3H, T, J = 7, CH,CH3). Haiineno, %: C 71.20; H 7.60; S 15.22.
C,4H3NOS,. Breraucieno, %: C 69.69; H 7.55; S 15.50.

b. [lo onucaHHOW BhIlLIE METOAUKE, HO IPU BBIAECPKMBAHUHM PEAKLUOHHON cMecu
B Teuenue 2 4 BeiaessitoT 0.014 1 (7%) ucxomuoro 1e, 0.043 r (19%) npoaykta MOHO-
armpoBanus 7b u 0.086 r (35%) nponykra muamwimposanus 8b, macno. Crekrp
SIMP 'H, 8, m. 1. (/, T'm): 6.92 2H, 1, J = 4, H tnoden); 6.78 (2H, x, J =~ 4, H tnoden);
3.76 (2H, 1, J = 7, NCH,); 2.55 (6H, ¢, 2CCHj3); 2.16 (6H, ¢, 2CH;CO); 1.60-1.00
(12H, M, 6CH,); 0.88 (3H, T, J = 7, CH,CH3). Haiineno, %: C 68.40; H 7.58; S 13.52.
C,6H33NO,S,. Beruncneno, %: C 68.53; H 7.30; S 14.07.

B. K pactBopy 0.15 r (0.4 mmonb) coeauHenust le B 20 mu cyxoro OeH3ola
npubasisor 0.05 r (0.5 Mmous) ykcycHoro anruapuaa npu 10 °C, a 3aTeM 1o KarisiM
pactop 0.027 r (0.45 mmonp) SnCly B 1 M 6enzona. OOpa3oBaBIIMACS TEMHO-(PHO-
JIETOBBIA PAcTBOP BBIACPKHUBAIOT 3 4 NMPHU KOMHATHOM TeMIlepaType M BBUIMBAIOT B
nens-Hyo Bony. [Ipu BCTpsiXMBaHMM cMeCh NPHOOPETAET CBETIIO-CUPEHEBYIO OKPACKY.
Opra-HUYecKuil CI0H OTHEINSIOT, TpoMbIBatoT pazbasinenHoi HCI, Bonoli un cymar Han
MgSO,. [Tocne ymapuBanus pactBopurens noiaydarot 0.2 T Macia, U3 KOTOpPOTro KOJo-
HouHoU xpomarorpadueii (I13-3A, 10 : 1) Beigenstor 0.04 r (27%) ucxoanoro 1c u
0.08 T (48%) mpoxykTa 7b, maeHTHYHOTO 00pasily, noxyyeHHoMy 1o Meroauke A (TCX).

3-I'uapoxcumeTuii-1-merTni-2,5-6uc(5-meTus-2-ruenun)-1 H-nuppo (9a).
PactBop 0.1 1 (2.66 Mmonp) NaBH, B 1.5 M aGcomoTHOTO 3TaHOJIa IPUOABIISAIOT TPH
~20 °C x cycmensuu 0.2 r (0.66 mmonb) anpieruna 2b B 3.5 mu meranona. Yepes
15 mur 00pa3syeTcst pacTBOp, KOTOPBHIA BBIACPKHUBAIOT 2 9 MPH KOMHATHOW TeMIIe-
patype, 3aTeM J00aBISAIOT K HeMy 1.5 MJI BOABI, HACKIIIIAIOT HOTAIIOM H 3KCTParupyroT
s¢upom. Tlocne ymapuBanust pactBopuTens moiaydaroT ~0.2 1 (BBIXOZ
KOJIMYECTBEHHBIN) 0eNoro KpUCTaIMYECKOr0 yCTOHYMBOIO NPH XPaHEHHH IMPOAYKTa
9a, T. . 88-91 °C, KOTOPBIH MPOMBIBAIOT T'€KCAHOM M TIOIYYalOT aHATUTHYCCKHUH
oopazert ¢ T. wi. 95 °C. Cunekrp SIMP 'H, §, m. & (J/, Tm): 6.88 (1H, n, J = 4,
H tnoden); 6.85 (1H, n, J = 4, H tTnoden); 6.80 (1H, ym. c, H tnoden); 6.73 (1H, ym.
¢, H tnoden); 6.39 (1H, ¢, H muppom); 4.52 (2H, ym. ¢, CHy); 3.60 (3H, c, NCH3); 2.55
(3H, ¢, CCHy); 2.53 (3H, c, CCHj;); curnan OH He HaOmromaercs u3-3a oOMeHa C
Bojoit, mpucyrcreytomeit B CDCly. Macc-criektp, m/z (I, %): 303 [M]" (100), 286
[M-OH]" (30). Hatizeno, %: C 63.55; H 5.87; N 4.60. C,(H;NOS,. Beraucneno, %: C
63.32; H 5.65; N 4.63.

2,6-Aumetuni-1,3,5,7-rerpakuc(S-meTnin-2-tuenuit)-4,8-muruaponupposo|3,4-el-
oenso[b|muppoa (11a). KapOunon 9a mpu XpaHeHHH €ro pacTBOpPOB B xiiopodopme
WM MeTuieHxjopuae, conepxkamux ciensl HCl, mocrenenHo npeBpamaercst B coeu-
uenne 11a ¢ T. 1. 240-250 °C. AHanuTHYECKUH 00pa3el, MOTYyISHHBIA 0CIEe OYUCTKH
na xononke (II9-DA, 10 : 1) umeer 1. mr. 255 °C. Cnextp IMP 'H, 8, m. x. (J, 'n):
6.62 (4H, ym. ¢, H tnoden); 6.48 (4H, n, J = 4, H tnoden), 3.68 (4H, c, 2CH,); 3.31
(6H, c, 2NCHj;); 2.49 (12H, c, 4CCH;). Macc-cuektp, m/z (1o, %): 570 M]" (100),
303 (72). Haiineno, %: C 67.43; H 5.43; N 4.56. C;,H;(N,S,4. Beraucneno, %: C 67.32;
H 5.30; N 4.93.

3-I'mapoxkcumeTni-2,5-6uc(5-merna-2-ruennn)-1-okrua-1H-nuppon (9b) u
1,3,5,7-terpakuc(5-MeTn-2-Tuenun)-2,6-nmoxkrui-4,8-nuruaponuppoJo|3,4-e]-
oenso[b]muppoa (11b). Cycnenszuro 0.29 r (0.73 mMMoib) anmbaeruga 2¢ B pacTBOpE
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0.125 r (3.32 mmons) NaBH, B 7 Mt MeOH nepememmsaror 3 1 ipu Temnepatype <20 °C,
3aTeM NpHUOABIIOT K 00pa3oBaBIIEMYCsl pacTBOpY 1.5 MIJI HACHIIIEHHOTO pacTBOpa
K,CO;3 u skcrparupytor 3pupoM. DKCTPaKT BBICYIIMBAIOT, YIAPHBAIOT, M3 OCTaTKa
xpomarorpacgueii Ha kononke (II9-0A, 20:1) seraemsttor 0.08 r (27%) npoaykra 11b u
0.17 r (51%) npoxaykra 9b (06a B Buze Macia).

Coeaunenne 11b. Macc-cuextp, m/z  (Iom, %): 653 [M—CgH7]" (56), 540
[M—-CsH,7~CgHy,]" (21), 384 [M/2+H]" (36), 149 (75), 59 (100). Haiineno, %:
C 71.35; H7.85; N 3.31. C4H;30N,S,4. Beruncneno, %: C 72.01; H 7.62; N 3.65.

Coeannenue 9b. Crnexrp SIMP H, 8, m. 1. (/, Tm): 6.86 (1H, 1, J = 4, H tnoden);
6.85 (1H, o, J = 4, H tvoden); 6.78 (1H, a, J= 4, H tnoden); 6.73 (1H, x, J = 4,
H tuoden); 6.40 (1H, ¢, H nuppoin); 4.50 (2H, ym. ¢, OCH,); 4.00 (2H, 1, J=7,
NCH,); 2.55 (3H, ¢, CCH3); 2.52 (3H, ¢, CCH3;); 1.50-1.10 (12H, M, 6CH,); 0.88 (3H,
1, J = 7, CH;); curnan OH He HabmromaeTcst n3-3a 0OMEHa ¢ BOJOMU, IPHCYTCTBYIOIIEH
B CDCls. Macc-criektp, m/z (Iym, %): 401 [M]™ (100), 385 (44), 288 (13), 272 (31), 258
(29). Haiineno, %: C 69.61; H 7.48; N 3.37. Cy3H;NOS,. Boruncneno, %: C 68.78;
H .78; N 3.49.

3,4-buc(ruagpoxkcumerni)-1-meTn-2,5-6uc(5-merna-2-rtuenuin)-1H-nuppoa  (12),
3-ruApoOKCUMeTHII-1-MeTUI-4-MeTOKCUM eTHII-2,5-0uc(5-meTun-2-Tuenua)-1H-
mppoa  (14), 1-meruwi-3,4-6uc(MeTokcuMeTWw1)-2,5-6uc(S-meTuii-2-tuenn)-1H-
nuppoJ (15a). Pacteop 0.034 r (0.91 mmons) NaBH, B 0.7 M1 abcontoTHOTO MeTaHOa
npubasistor npu temmeparype <20 °C k cycnensuu 0.06 r (0.182 MMonb) anansaeruaa
3 B 1 M meraHona. [lomy4eHHYI0 cMecCh BBIACP)KUBAIOT 2 4 IPHU KOMHATHOW TeMIIe-
patype, 3atem noGamisror K Hel 1.5 mur Bomsl, HaceimaioT K,COs; U 3KCTparupyroT
sa¢pupom. M3 ocrarka mociie ynapuBaHHUS SKCTpakTa Xpomarorpadueil Ha KOJIOHKe
(cnavana [19-DA, 10 : 1) nomyyaror 2 ¢pakumn no 0.02 r (kaxngas B BHAE T'yCTOTO
macna). [lepsas comepxut npoaykt 15a. Macc-criektp, m/z (Iyy, %): 361 [M]" (42),
301 (100). Bropas ¢pakumst comepxutr nponykr 14. Macc-criektp, m/z (Lo, %): 347
[M]™ (59), 316 (58), 301 (36), 285 (40), 57 (100). 3ateM ¢ KoIOHKH >moupyioT (I2)
0.01 r (16%) npoxykra 12, KOTOpBIIi MPOMBIBAIOT TOPSIYUM T'EKCAHOM M TIOJYyYaroT
obpaser u1st aHanm3a ¢ T. i, 145-146 °C. Cnextp SIMP 'H, &, m. 1. 6.88 (2H, yu. c,
H troden); 6.79 (2H, ym. ¢, H trnoden); 4.60 (4H, c, 2CH,); 3.47 (3H, ¢, NCHj;); 2.53
(6H, c, 2CCHj); curnamst OH He HaGmromaroTcst m3-3a oOMeHa C BOAOH, MPHCYT-
creytomeii B CDCls. Macc-cniextp, m/z (I, %): 333 [M]" (100), 315 [M-H,0]" (41),
256 (86), 140 (84). Haiineno, %: C 61.01; H 5.76; N 4.32; S 18.46. C;7HoNO,S,.
Brruncneno, %: C 61.23; H 5.74; N 4.20; S 19.23.

IIpu BoccranoBinenuu 0.06 r (0.182 mmons) muaneaeruna 3 neiictBuem 0.05 r
(1.34 mmosis) NaBHy B 2.5 M MeOH (~20 °C, 1 u ¢ nocnenyronield o0paboTKo#H
cMecu | MJI HacBIIEHHOTO BOJHOTO pPAacTBOpa IMoOTamia) HpoxykT 12 momydaror c
BbIxoZoM 85% crT.mi 125 °C (0e3 OYHMCTKHM), MJCHTHYHBIA OIHMCAHHOMY BBILIE
obpasuy (TCX, TK-DA, 2.5 : 1).

3,4-buc(3rokcumermin)-1-meTna-2,5-6uc(5-merua-2-ruenunn)-1 H-nuppos (15b).
K cycrensun 0.1 1 (0.3 MMmonb) quanpaernaa 3 B 3 Mir dTaHoia npu oxnaxkaenun (<20 °C)
npubasistor pactBop 0.056 t (1.5 mmons) NaBH, B 0.7 M1 aGCONMIOTHOTO METaHOJA.
Cwmech BeiiepkuBatoT 1 9 30 muH npu ~20 °C, 3aTeM H00aBISIIOT K Hel 1 MIT BOJBI,
HaCBIIAIOT NOTAIIOM M KCTParupyor 3GpupoM. DKCTPaKT MPOMBIBAIOT BOJOMW, CyIIaT
Hax MgSO,4 u ynapusatot. [Tomyqator 0.065 r ocraTka (Macio), colepskamero cMech
tpex coemmaeHuit (TCX, TK-DA, 2.5:1), U3 KOTOPOro SKCTpaKIUeH TEKCAaHOM H
nmocienyromeii xpomatorpaduei skcrpakra Ha kojoHke (II9-DA, 10: 1) BeiensroT
0.025 r (21%) npoaykra 15b. Crextp IMP 'H, &, m. x. (J, I'm): 6.90 (2H, yur. c,
H troden); 6.76 (2H, ym. ¢, H tnoden); 4.42 (4H, c, 2CH,); 3.53 (4H, k8, J = 7,
2CH,CHs;); 3.45 (3H, ¢, NCH3;); 2.55 (6H, c, 2CCHj); 1.22 (6H, 1, J = 7, 2CH,CH,).
Macc-crektp, m/z (Iym, %): 389 [M]" (45), 314 (30), 300 (100), 286 (39).
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buc[1-meTnin-2,5-2-tuenni)-1H-nuppos-3-ui]penunameran (16). Cmecr 0.105T
(0.95 mmonp) 6enzanpaernaa u 0.25 r (0.102 mmouns) mu(2-tuennn)-1H-muppona 1a
B 50 MJI 3TaHOJIA KUISATAT B MPUCYTCTBHU KaTaduTHueckux konudectB 30% pactBopa
HCI (1-2 xarum) u ZnCl, (1 kpuctannuk) B TedeHue 14 4. OxnaxaaroT, BBIMABIINE
KpHUCTaJUIBl OT(GHILTPOBBIBAIOT, CylIaT, o4MIIaioT (uam-xpomarorpadpuein (DA-T'K,
8 : 1), momyqator 0.257 r (87%) OGnenHO-3€NEHBIX KPUCTAIUIOB Mponykra 16, T. .
154-156 °C. Crextp SIMP 'H, 8, m. 1. (J, T'm): 7.30 2H, n. 1, °J = 5.2, 7= 1.1, H-5
tioden); 7.12 (1H, m, p-H denmn); 7.05 (4H, m, H dennn); 6.94 2H, 1. 1, °J = 3.5,
3J= 5.2, H-4 tnoden); 6.70 (2H, 1. 1, °J = 3.5, *J = 1.1, H-3 toden); 6.36 (2H, c,
H mappon), 5.22 (1H, ¢, CHC¢Hs); 3.57 (6H, ¢, NCH;). Crektp IMP °C, &, m. 1.
34.11 (NCHj); 40.67 (Het,PhC); 111.10 (C-4 mmppom); 125.20, 125.89, 126.07,
127.17,127.41, 127.93, 128.40, 128.58, 128.77, 129.02, 129.57, 133.59, 135.98,
147.06 (p-C ¢dennn) Haiineno, %: C 67.78; H 4.96; N 4.75. C33H6N,S,. Boruucieno, %:
C 68.47; H 4.53; N 4.84.

Paboma evinonnena npu noodepocxe lpesuouyma PAH (Ilpoepamma Ne 8
"Paspabomxa memo0os noiy4eHuss XUMUYeCKUx 6ewecms u co30amue Hogvlx
Mmamepuanos").
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