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CHUHTE3
13-®EHWJI-9,15-TUTHA-2-A3ATPALIMKJIO[9.3.1.0> | ITEHTA IEKA -
1(14),3,5,7-TETPAEHA

KmoueBbie caoBa: 9,15-qurna-2-asarpuuukio[9.3.1.0% nenraneka-1(14),3,5,7-
TeTpacH, TOMUHO-PEaKI1H, peakuus cemepo-Jnnbca—Ainbaepa.

MeTon0n0THsT TOMHHO-pEaKIiii B TIOCIETHEe BpeMs HAaXOIUT Bce Oolee
IMPOKOE MPUMEHEHUE B OpraHnueckoM cuHTese [1, 2]. 3HauuTenbHbIN NOTEeH-
[T IMEIOT, B YaCTHOCTH, JIOMHUHO-PEAKIINH, B KOTOPHIX IIEPBOHAYAIEHO 00pa-
3YIOLIUICS TeTEPOANCHOBBIN (DparMeHT ydacTBYET B TOCIEAYIOIIUX PEaKIUIX
nuKJIonpucoenuuenus [1-4].

B »10i1 paboTe nzydeHa BO3MOKHOCTh ()OPMHUPOBAHUS HOBOW TETEPOIUKITH-
YECKOW CHCTEMBI MyTeM IMPOTEKAaHUS BHYTPUMOIIEKYIAPHONH PEaKIUu 2emepo-
Junsca—Anbaepa nepBoHauYaIbHO 00pa3yroIIerocs MpoayKTa N-arTupoBaHus
2-(2-nponen- 1 -uncynshanni)aaunuHa (1).

B3anmopeiicteuem (ermmmporneHamMuaa 1 ¢ XJIOPaHTUAPHIOM KOPUIHOM
KHUCJIOTHI (2) TIONyYeHO COeAMHEHHE 3, B KOTOPOM HMMEETCS TeTEepPOTUCHOBAS
cuctema C=C—C=0 [5]. Oxa3zasioch, YTO BHYTPHUMOJICKYJSpPHAS pPEaKIIHs
ecemepo-Jlunbca—Anprepa ¢ obOpa3oBaHHeM coenvHEHHS 4 HE TPOUCXOIUT
JaKe MTPH KUTISTYeHNH B TOMyOJIe U KaTannie kucinotamu JIpronca. M3BecTHo, 9TO
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o, B-HenpenenbHble THOKAPOOHMIEHBIE ()ParMEHTHI B KAYECTBE IUEHOB SBIISFOT-
¢ yOOOHBIMH "CTPOHMTENHFHBIMH OJIOKaMU" JJIS TTOYUCHHS CEpOCOIEpIKAIINX
MIECTUYJIEHHBIX TeTepolukiioB [3, 4]. [loaToMy mnpencTaBiseT UHTEPEC IMOY-
YeHHe THOAMHUIHOTO aHAJIOTa COEMUHEHHA 3 W M3yde HUE er0 BO3MOKHOCTH
y9acTus B peaklii [UKIOTPUCOSIIHEHNSI.

[IpoBenst peakuio THOHUPOBAHMSI COeAMHEHMS 3 ¢ moMotmbio P,S; B mrok-
care, Mbl monyumin 13-denmnn-9,15-murra-2-azarpurmkino[9.3.1.0* |menraze-
ka-1(14),3,5,7-tetpaeH (6) — HOBYIO TeTEPOIUKINICCKYIO CUCTEMY C THOIIHPA-
HOBBIM U JUTHA30IIMHOBBIM nukiamMu. GopMupoBanue coequHeHns 6, Mo-BHUIH-
MOMY, IPOUCXOIUT B pe3yjbTaTe BHYTPHUMOJEKYJSPHON pEeakiuil IHUKIIOIPH-
COEIMHEHHUS IPOMEKYTOTHO 00Pa3yIOMIEerocsi COeNMHEHHS 5.

Taxum 006pa3oM, IpeUIoKeHHas cXxeMa IpeBpalieHus (GeHmImponeHaMuaa 3
B TPHUIWKINYECKOE COEAMHEHHE 6 aeraeT BHYTPUMOJEKYJSPHYIO PEaKIIHIO
mua-Jlnapca—Anbaepa TPUBIEKATEIbHBIM TTOAXOIOM K CHHTE3Y 3,4-muruapo-
2 H-tnonmpaHoB, KOH/IEHCHPOBAHHBIX C BOCBMUWICHHBIMH ITHKJIAMH.

Cnextpsl IMP 'H 3amucaus Ha npu6ope Varian Mercury (400 MI'i) B pactBope
JIMCO-dg, BayTpennnit cranmapt TMC. Macc-crieKTpbl OIy4eHBl Ha XpoMaTo-Macc-
cnektpomerpe Agilent 1100 LC/MSD cnocoOoM XUMHYECKOW HOHU3AIMU IPU
atmoceprom nasienun (APCI) Ha kononke Zorbax SB—C18, 1.8 mxm.

(2E)-3-®enni-N-[2-(2-nponeH-1-nncynasdanna)penns]-2-nponenamun  (3) [5].
K pactBopy 0.82 T (5 mMmonb) 2-(2-mpomnes-1-uncynbdanun)anuaunaa (1) u 0.7 miu
(5 mmonb) EtsN B 5 M MeCN npubaBinsitor npu HHTEHCHBHOM nepeMerinBannu 0.83 r
(5 MMomnp) XJOpaHTHIpHIA KOPUYHOM KHUCIOTHI (2). HarpeBaioT g0 KumeHHs, OXja-
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KIAIOT 10 KOMHATHOM TEMIIEpaTypbl W IIEPEMEIINBAIOT 1O OO0pa30BaHUS OcajKa.
Ocanok OT(GUIBTPOBBIBAIOT U OYMINAIOT MEPeKpUCTAIM3AMeH U3 MeTaHosa. Beixox
1.35 1 (92%), T. 1. 93-94 °C (r. 1. 99-100 °C (EtOAc—Hex) [5]). Criextp SIMP 'H,
o, M. g (J,Tm): 359 2H, n, J = 6.8, CH,); 5.03 (1H, n, J = 10.0) u 5.11
(1H, n, J=16.9, =CH,); 5.78-5.88 (1H, m, CH=); 7.10 (IH, n, J = 15.5, CH=);
7.18 (1H, 1, J=17.2, H-4); 7.25-7.29 (1H, m, H-5); 7.40-7.50 (4H, m, H-6 + H-3',4',5");
7.60 (1H, », J=15.7, CH=); 7.67 (2H, 0o, J = 7.1, H-2',6"); 7.76 (1H, n, J = 7.5, H-3);
9.50 (1H, ¢, NH). Macc-cnextp, m/z: 296 [M+H]'. Haiineno, %: C 73.01; H 5.99;
N 4.58. C;3H7;NOS. Brrurcieno, %: C 73.19; H 5.80; N 4.74.
13-(I)emm-9,15-zmTua-2-asannunK.110[9.3.1.03’8]neHTaz[eKa-l(14),3,5,7-TeTpa-

eH (6). PactBopstor npu HarpeBanuu 1.47 r (5 Mmoib) coequnenus 3 B 10 mi cyxoro
Jokcana u npubasisttor 0.6 r (2.6 mmoins) P,Ss. Peakumonnyro cmech Kumstsr 72 4,
OXJTAKAAIOT 0 KOMHATHOHM Temrieparypsl, GuipTpytoT depe3 Al,Os;, ¢pumbTpar BbUTH-
BalOT B CTakaH co Jba0M. OOpa30BaBIIMKCSA OCAIOK OT(HUIBTPOBHIBAIOT, IIPOMBIBAIOT
BOJIOW W NEPEKPUCTAUIM30BBIBAIOT W3 BOJHOrO 3TaHoyia. Ecim mpoaykrt oOpasyercs
B BUJIC BSI3KOH JKMJIKOCTH, €TO SKCTParupyroT TOpSYMM I'€KCaHOM, a SKCTPAKT yHapH-
BalOT MpU KOMHATHOW Temmeparype. Bexon 0.88 r (57%), T. mn. 88-89 °C. Cnektp
SAMP 'H, 8, m. 1. (J, Tu): 3.49 (2H, n, *Ji35, = 7.0, H-13a,b); 5.044.98 (2H, wm,
H-2a,2b); 5.78-5.89 (1H, m, H-3); 7.05 (1H, 1, *J4,5 = 15.6, H-14); 7.10 (1H, 1. x,
J=176,J = 1.0, H-12); 7.24-7.29 (2H, m, H-10,11); 7.36-7.45 (3H, m, H-3'4"5");
7.57 (1H, 1, *Jis14 = 15.6, H-15); 7.62 (2H, 1, J = 7.0, H-2',6"); 7.97 (1H, 1, J = 8.0,
H-9); 9.24 (1H, ¢, NH). Macc-cniextp, m/z: 312 [M+H]". Haitneno, %: C 69.20; H 5.58;
N 4.37. C;sH7NS,. Boruncneno, %: C 69.41; H 5.50; N 4.50.
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