CHHTE3 MPOM3BOIHBIX
6,7-IUTUIPO-5H-[1,3,4] THAIUTA30JI0[2,3-b][1,3] THAASUHUEBOI
CHCTEMBI

KaroueBbie cjaoBa: TaJIOTeHUT 6-ranoren-2,5,5-tpumetni-6, 7-quruapo-5H-[ 1,3,4]-tuaauasono[2,3-
b][1,3]tnazunust, 2-metun-5-[(3-metundyr-2-eH-1-un)cynbdannn]-1,3,4-tuaguaszon, PCA.

[Toka3aHo, YTO B3aUMOICHCTBUE 2-IPEHUITHO-5-MeTni-1,3,4-tnanuazona (1) ¢ OpomMoM W HoAOM
MPOTEKAET C 00Pa30BAHUEM TPOJYKTOB TATOTCHIMKIIN3A-IUA C y4acTHEeM aToMa a30Ta THAIUa30JIbHOTO
[MKJIa - raJIOTeHHUI0B 6-ranoreH-2,5,5-rpumernin-6, 7-muruapo-5H-[ 1,3,4 | tnanuasono[2,3-
b][1,3]Trazunus 2a,b. Ilpu s3ToM 00pa3oBaHKs 3aMETHBIX KOJIMYECTB MPOIYKTOB PEAKIHHU 10 aTOMY CEpbI
oTMeueHo He Obuto. Panee cuures 6,7-muruapo-5H-[1,3,4]ruaguazono-[2,3-b][1,3]TrHasuuneBoii cucTeMbl
OCYIIECTBIEH peakiuei 2,5-numepkanTo-1,3,5-tuaauaszona ¢ 1,3-qudpommpornanom [1].
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CoemuHenne 1 cuHTE3WpPOBAaHO peaknuend 2-mepkanto-5-metwi-1,3,4-tnamu-azoma ¢ 1-6pom-3-
MeTHIIOYT-2-eHoM. CTPYKTYpBl COEAWHEHUI TOATBEPIKICHBI TaHHBIMH CHeKTpoB SIMP 'H, a CTPYKTypa
noauaa 2a taxke naHaeiMu PCA.

Crextpsl SIMP 'H 3ammcaner Ha crnextpomerpe Bruker DRX-400 (400 MTI'm) B JIMCO-dg, BHyTpeHHHIT
crangapt TMC. PCA npoBeJ€H Ha aBTOMATHYECKOM YETHIPEX-KPY>KHOM PEHTreHOBCKOM audpakxtomerpe Xcalibur
3 no crangaptHoil mpouenype (MoKa-u3nydenue, rpaguroBbiii MmoHoxpomatop, 295(2) K, w/20-ckanupoBanue).
Jns aHanM3a MCIONb30BaH OOJIOMOK CBETJIO-XKENTOr0 HMPU3MAaTHUECKOTO Kpucrayua pasmepom 0.226 x 0.095 x
0.034 mm. Kpucrami MOHOKIMHHBIN, MPOCTPAHCTBEHHAs rpymma P2;/N, mapameTpbl 3JIeMEHTapHOW sHYeiikd a =
6.7607(2), b = 18.4770(6), ¢ = 10.6587(3) A, B = 100.836(2)°, V = 1307.72(7) A3, anst 6pyrro-hopmymsi CgHy,l,N,S;
Z=4, dy.= 2.307 r/er®, p = 5.097 mm . B untepsane yrios 2.94 < 6 < 30.50° coGpano 9153 oTpaxeHus, U3 HUX
He3aBUCHMBIX 3914 (Riy = 0.0185), B ToM umcie 2821 ¢ | >20(1), anst 6 = 30.50° komrurekTHOCTH 98.0%. ITonpaska
Ha TIOTJIOIIEHNE BBE/ICHA aHATUTHYECKH [2] 110 MO/eIM MHOTOIpaHHOTO KpucTaiia. CTpyKTypa pelieHa U yTOYHeHa
¢ wucrons3oBanneM makera mporpamm SHELX [3]. Bce HeBOJOpO/HBIC aTOMBI YTOYHEHBI B AHHU30TPOITHOM
NpUOIMKEHNH, aTOMBI BOJOPOJAA IIOMEIIEHBl B T'€OMETPHU-UYECKH PACCUUTAHHBIE MOJOXKEHHS M BKIIOUCHHI B
YTOYHEHHE B MOJIENH "Hae3/IHUKA" C 3aBUCHMBIMHU M30TPOITHBIMU TEIUIOBBIMH NapaMeTpamu. OKOHUYATEeNbHbIC Mapa-
MeTpbl yrouHeHus: ctpykTypbl: Ry = 0.0314, wR, = 0.0781 (1o otpaxenusm ¢ | >20(1)), Ry = 0.0449, wR, = 0.0802 (1o
BCEM OTpakeHUsM 1pu (akrope modpotHocTH S = 1.029.

IIvkn MakcUMyMa 1 MUHUMYMa OCTaTOYHOM 3JIEKTPOHHOHM mwioTHOCTH Ap =2.099 n—1.637 &/A3. Jlanusie PCA B Bije
cif-patina 3apeructpupoBansl B KeMOprmpKkckoM O6aHke CTpyKTYpHBIX maHHbIX (fAenoHent CCDC 793711). Dtu naHHbIe
HaXOJATCS B CBOOOJHOM JIOCTYIIE M MOT'YT OBITh 3alpOILIEHbI 110 aapecy WWw.ccdc.cam.ac.uk/data_request/cif.

2-Metui-5-[(3-mernnoyr-2-en-1-wi)cyabdanmi]-1,3,4-tuaguazon (1). K pac-teopy 0.10 t (4 mmois)
MeTauinaeckoro Hatpus B 10 mi stanona mpobasisror 0.53 1 (4 mmons) S-metui-1,3,4-tnaguaszon-2-tuona u 0.47
M (4 MMOJIB) OPOMHCTOTO MpEHMWIa U KUOATAT 2 4. [locie oxytaxaeHust puiabTPyrOT, UCTIAPSIIOT STAHOJ, OCTaTOK
obpabareiBatoT 3pupom. Ilocne ncnapenus sdupa noaydarot coequHerne 1 B Buae xénroro macna. Berxox 0.50 r
(63%). Haiineno, %: C 47.65; H 6.01; N 32.04; S 13.86. CgH;,N,S,. Beranciaeno, %: C 47.97; H 6.04; N 32.01; S
13.98.

Hoauna 6-uon-2,5,5-rpumerui-6,7-muruapo-5H-[1,3,4| ruaguaszono[2,3-b][1,3]tua-3uuus (2a). K pacrsopy 0.20
r (1 MmMonb) coequnennst 1 B 2 M atanona no6asisiror pactBop 0.51 r (2 Mmmorns) |; B 4 M staHona. Yepes 24 4
pacTBOp NEKAHTHPYIOT, OCaJI0OK PacTBOPAIOT B 3 MJI alleTOHA M NpwiuBaroT K Hemy pactBop 0.37 r (2 MMoub)
Nal:2H,0 B 3 M arierona. OOpa3oBaBIIKIACS CBETIO-KENTHIH 0caqok oThmibTpoBeBatOT. Bexox 0.32 1 (97%), T.
wr. 116 °C (u3 3TaHoNa, ¢ pasin.). Crexktp AMP H, 5, M. 1. (J, Tm): 1.79 (3H, ¢, CH3); 1.83 (3H, ¢, CH3); 2.77 (3H,
¢, CHz apom.); 3.91 (1H, a. 1, J =14.1,J = 7.1, SCH,); 4.17 (1H, a. n, J = 14.1, J = 3.1, SCH,); 5.29 (1H, m, CHI).
Haiineno, %: C 21.02; H 2.54; 1 55.96; N 6.28; S 14.03. CgH1,I5N,S,. Brruncieno, %: C 21.16; H 2.66; 1 55.89; N
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6.17; S 14.12.

Bpomua 6-6pom-2,5,5-rpumerni-6,7-muruapo-5H-[1,3,4] tuaguazono|2,3-b][1,3]-ruazunus (2b). K pacrsopy
0.11 t (0.5 mmoib) coemunenust 1 B 3 mur xsopodopma m100aBISIOT MO KaIUTSIM TIPH OXJIXKIEHUH JIBIOM PacTBOP
0.028 mm (0.5 mmoms) Br, B 3 mnm xmopodopma. Uepes 24 1 xjmopodopM HCHApSAIOT, OCTaTOK 00padaTHIBAalOT
aeTOHOM U OT(HIBTPOBBIBAIOT. Bexox 0.19 r (67%), T. mr. 196-200 °C (¢ pasn.). Cnextp SIMP HY, 8, m. 1. (J,
I'm): 1.74 (3H, ¢, CHa); 1.85 (3H, ¢, CHy); 2.78 (3H, ¢, CHz apom.); 3.89 (1H, a. n, J = 14.4, J = 5.5, SCH,); 4.22
(1H, 0. m, J = 14.4, J = 2.8, SCH,); 5.44 (1H, m, CHI). Haiineno, %: C 26.53; H 3.18; Br 44.59; N 7.87; S 17.64.
CgH12BrN,S,. Boraucneno, %: C 26.68; H 3.36; Br 44.37; N 7.78; S 17.81.
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