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BBEJIEHUE

Cpenu TpOM3BOIHBIX LMKJIOAIKA[b|TUPUANHOB
0oOHapYyKEHbI CEJICKTUBHBIC HHTUOUTOPBI KWHa3 [1, 2],
Ipernaparbl ¢ MPOTUBOOIMYXOJIEBHIM [3], TPOTHBOBOC-
MTAJTUTEIBHBIM W aHAJIBTe3UPYIONUM [4] AeiicTBHEM.
OHM TPUTOAHBI AJIS JIEYEHUS] aT€pPOCKIIEpPO3a, JIUIIO-
MIPOTEMHEMHUH U THIIepIpoTenHeMuH [ 5 ]. UHTHOUTOPHI
SARS-Cov-2 [6], npoTuBOpaKkoBble Ipenaparsl [7] u
CEJIeKTHUBHbIC MHIHOUTOPBI (hepMeHTOB [8] HaliaeHbI
cpenu tmkioanka[b|nupanos. [IpuBencHHBIC BHIMIC
JaHHBIE YKa3blBAlOT Ha BBICOKHH (hapMmaxooruye-
CKHI TOTEHIHAN I'€TEePOLUKIIOB 3TOr0 TUIIA.

PE3VIIBTATBI 1 OBCYXAEHNE

B mpopomkeHue wuccnenoBaHui IMKIIOANKa[b]-
nupuauHoB [9—13] u mupanoB [14, 15] mamu wuzy-
YEHBI HOBHIC BAapPHAHTHI MHOTOKOMITOHCHTHBIX KOH-
JIEHCAITNH, TPUBOMASIINNE K JAHHBIM T€TePOIMKIIHYC-
CKMM CHCTEMaM. YCTAaHOBJIEHO, YTO B3aWMOJEHCTBHE
S-metmndypdypona la ¢ nmaHoTHOANETAMUIOM 2,
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1-(umknorekc-1-en-1-um)nunepuauaom 3b u a-Opom-
METHJILUKIIONPOIMIKETOHOM 4a, IPOTEKalolee B
abcomrorHoM 3TaHoie npu 20°C B NPUCYTCTBUU TH-
nepuuHa, MPUBOJIUT K oOpa3oBaHuio 5,6,7,8-reTpa-
THJIPOXHHONMH-3-KapOoOHUTprUiaa 5. Apomaruzarus
JUTUIPONUPUINHOBOTO  IIMKJIA  OCYIIECTBISIETCH,
[O-BUANMOMY, TOZ ACHCTBHEM KHCIOPOAA BO3MyXa.
[IpumeHeHue B TaHHON KOHIEHCALIMM apOMaTHUECKUX
anpaerunoB 1b—d, eramunos 3a, b, anKuIHpyIONUX
pearenToB 4b—d u >TUIATA HATPUS MPU NPOUUX PaB-
HBIX YCIIOBHSAX 3aKaHYMBAETCSI 00pa30BaHUEM LIUKIIO-
anka[b]|3aMemeHHbIX  3-aMHUHO-4-apwii-2-Z-THEHO-
[2,3-b]nupunauHoB 6a—c (cxema 1).

BeposTHbIi MeXaHHM3M IpPEBpallCHMs] BKJIHOYAET
o0pa3oBaHrEe 3aMEIICHHBIX aKPWJIOHUTPHIOB A 10
Knésenarento. 3areMm cleayeT alKWINpPOBAHUE €HA-
MuHOB 3a, b amkenamu A [16]. OOpa3yromuecs: af-
OykTel B mpeTepmneBaioT BHYTPUMOICKYISPHOE Iie-
peaMUHUPOBAaHUE, YTO MPUBOIUT K (HOPMHPOBAHHIO
1,4-mUTHIPOTTUPUINHOBEIX [UKIIOB, CTa0MIN3HPYIO-
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1, R = 5-Metundypan-2-un (a), 4-MeOCgHy (b), 4-CIC¢Hy (¢), 4-CH(Me),CgHy (d); 3, n=1 (a), 2 (b);
4, Hlg = Br, Z = nuknonponuikapoonui (a); Cl, 2-MeCsH4NHCO (b); Cl, CONH; (¢); Cl, COOEt (d);
6, R =4-MeOCgHy, n =2, Z =2-MeC¢cH4NHCO (a), 4-CIC4H4, 1, CONH, (b); 4-CH(Me),CgHy, 1, COOEt (c¢).

uuxcs B Buge coneit C. Mx ankunupoBaHue coeuHe-
HusAMHU 4a—d TIpOTEKaeT PETHOCENEKTUBHO 10 aTOMY
cepbl ¢ obOpazoBanueM THOA(hUpoB THMa 5. OgHAKO,
MIOBBINICHUE OCHOBHOCTH PEAKITHOHHOHN CPEIIBI MTyTEM
npubasinenns EtONa crmocoOcTByeT BHYTPHUMOIICKY-
JSPHOMY 3aMbIKaHUIO THO(EHOBOTO KOJbI[A, YTO U
MPUBOAUT K 00Pa30BaHUIO KOHECUYHBIX CTPYKTYp 6a—c.
MHOTOKOMITOHEHTHAsI KOHJICHCAIHA, COCTOSIIas W3
2-autpoben3anpaeruga 4f, nuaHormoamneramuaa 2,
nuMenona 7 u 3-Opomrmmkiorekc-1-ena 8, mpore-
Karomiasi B ataHosie npu 20°C B NpUCYTCTBUU MUIIE-
pUAMHA, 3aKaHYUBACTCS OOpa30BaHUEM HUTpWIA 9
(cxema 2).

Beenenne B KoHACHCAIUIO C 4-XJIOpOCH3aITb-
gerugoM lc¢ nmaHoTHoaneTaMuia 2, OEMEIOHA 7 U
N-(4-6pomdenmn)-2-xnopaneramuaa 4f npu kara-
nu3e npouecca nunepuauHoM u EtONa mo3Boauio
cuHTe3upoBarb amua 10, moaydeHHBIM HamMu paHee
ucxons u3 4-xJIOpOCH3WIHICHIINAHOTHOAIIETAMUIA
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[13]. BoBreuenue B paccMaTpuBaeMyI0 KOHACHCAITHIO
Oenzanpaernaa 10, muaHoTroaneTamMuaa 2, IMMeI0Ha
7, metunuoausa 4e u GpoMa IMPUBEIO K 00pa30BaHUIO
HuTpuiaa 11. JlJornyHo npeanosoxkuTh yyacTue HHTEp-
menuatoB A, D, E u F B x0o1¢ maHHOTO B3anmMOCH-
cTBUs (cxema 2).

3ameHa [uaHoTHOAleTAaMUIa 2 Ha MAJTOHOHUTPIII
11 npuHIMIHATIBHO HE MEHSIET CXeMY KOHJIEHCAIlUU:
B-dbenmmmponanans 1g B3aUMOJEHCTBYEeT ¢ MaJIOHO-
HutpwioM 11 ¢ oOpa3oBaHMEM COOTBETCTBYIOILIETO
ankeHa G, 3areM clenyeT MPUCOCTMHEHHE K HeMY
IUMEZI0OHA 7 ¢ MOCIEAYIOEeN HUKIU3alue anayKra
Muxasns B nupan H. AnkuinpoBaHne mocienHero
N-(4-6pomdennn)-2-xiopaneramuaom 4f B mpucyt-
ctBun BonHoro pactBopa KOH mporekaer peruoce-
nekTHBHO 1o atomy C® XpOMEHOBOI CHCTEMBI ¢ 00-
pasoBanneM 13 (cxema 3). MHOTOKOMIIOHEHTHAsI KOH-
JieHCarus  3-IUKIIOTeKCceH- 1 -kapOokcanpaeruna lh,
MamoHoHuUTpmwiIa 12, mukiorekcas-1,3-guona 14 u
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Cxema 2
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1, R =2-NO,C¢Hy4 (e), Ph (f); 4, Hlg = Cl, Z = xunonun-8-unkapdamon (e), I, H (f).

Oenzanpaeruia le apGeKTUBHO MPOTEKAET B 3TAHONE
ipu 20°C B mpucytetBun EtONa. Ee mpomykTom sBis-
ercst auTpun 15. O6pazoBanue coequHeHus 15 cramo
BO3MOYKHBIM B PE3yJIbTaTe MPOTEKAHHS CIIETYIONIIX
MIPOIIECCOB: Ha TIEPBOM CTAJIMU PEATU3yeTCs PeaKIus
Kuépenarens, npuBozsiimas K OEH3aIbMaIIOHOHUTPH-
ay G. K nocnemnemy npucoeaunsiercs CH-kucio-
ta 14 mo Muxasmo, 0o0pa3ysi COOTBETCTBYOIIUHN aJi-
IYKT, BHYTPUMOJIEKYJIAPHO IUKIM3YIOLIHiica B OEH-
s3onupad I. Ha ciienyroiiem aTane peakiuu ocyuiecT-
BIIsieTCsl BTOpasi KoHJeHcanusi Kuépenarens, 4to u
MIPUBOANT K KOHEYHOMY MPOAyKTy 15 (cxema 3).

TpexxoMIIOHEHTHAs! KOHJCHCAINsA W30MPONHIIIN-
nIeHMaJoHOHUTpmIa 16, nuMenona 7 u 4-3>TOKCHOCH-
3WIIAICHITHAHOYKCYCHOTO 3dupa 17, mporekaroras B
JM®A npu 20°C B mpucyrcreuu Et;N 1 BogHOTO pac-
tBopa KOH, npuBoaut k obpa3oBanuto 4H-XxpomMeH-
3-xapOonutpuia 18 (cxema 4). BeposTHbII MexaHU3M
JTAaHHOTO B3aWMOJEHCTBHSI COCTOUT M3 CJIEAYIOLIUX
cTaauii: K ankeHy 16 mo Muxasmio NpuCOeTUHSET-
csa CH-xucnora 7, 94TO MPUBOAUT B KOHEYHOM HTOTE
K KoHjaeHcupoBanHomy mnupany K. 3arem crnemyer
npucoeauHenue o Muxaanto kerona K x akruBupo-
BaHHOMY ankeny 17. O6pa3zoBaBimiics anaykt L amm-
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Cxema 3
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MUHUPYET IMAaHOYKCYCHBIN 3(pup U cTaOMIM3upyeTcs
B Bujie coequHenus 18. Takum oOpa3oM, Ha mocie-
HEH CTaauu KOHJICHCAIIMH peajn30Bajach peakius
Muxansiis, IpOTEeKAaoIas 10 TUITy 0OMEHa METHIIEHO-
BbIMH KomrioHeHTaMu [17] (cxema 4). OTmeTum, 410
paHee HaMU OOHApY>KEH TaKOH BapuaHT ee MpOoTeKa-
HUS C MAJOHOHUTPWIOM [ 18], InaHoTHOAIIETAMUIOM
[19] n mmanoTHo(ceneno )aneramuaamu [20].

CriekTpalIbHbIE XapaKTEPUCTHUKU TMOATBEPKIAIOT
CTpOEHHE CUHTE3UPOBAHHBIX COEAMHEHUH (CM. DKCTIe-
puM. gacTh). B MK criekTpax HaOmrogaroTest XapakTe-
PUCTHUYECKHE MTOJIOCHI MTOTJIOIIEHUS CONPSKEHHOM ITH-
aHOI'PYIIIbl, KAPOOHMIIBHOMN IPYMIIBL, @ TAKXKE MOJIOCHI
MOTVIOMICHUSI BAJICHTHBIX U JIe()OPMALIMOHHBIX KOJIe-
Ganuii amuHOrpynmel. B crektpax SIMP 'H mpucyr-
CTBYIOT CUTHAJIBI BCEX TPOTOHOB MOJIEKYJI CHHTE3HPO-
BaHHBIX COCAMHEHHH B COOTBETCTBYIOIIMX OOIACTSIX
0 C XapakTepHBIM paciieruiennemM. B crekrpax SIMP
13C maGmonarorcs cUTHANBI BCEX aTOMOB YIVeposa
BCEX MOJIyuyeHHbIX BewecTB. C BBIICHEHHUS] MEXaHM3-
Ma HU3y4aeMbIX PEAKIUH U OTHO3HAYHOIO YCTAHOBIIE-
HUS UX POAYKTOB coeuHeHns 5, 6b, ¢ u 10 u3y4ueHst

JKYPHAJI OPTAHUYECKOM XUMUWM tom 59 Ne7 2023
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1, R = Ph(CH>); (g), unkiorekc-3-en-1-un (h); 4, Hlg = Cl, Z = 4-BrCcH4NHCO (g).

MeronoM PCA. CTpoeHue MONEKyNbl COeIUHEHUS 5 U
COOTBETCTBYIOIIASI HYMEPAIIHs aTOMOB MPEACTABICHBI
Ha puc. 1.

{MKITOTEeKCEHOBBIH MK OCHOBHOTO OWITUKIIIYe-
CKOTO TETParuJIpOXUHOJIUHOBOTO (PparMeHTa B MO-
JIeKyne S mpuHUMaeT KOH(GOPMAIHui0 HECUMMETPHY-
HOTO Kpecia ¢ OTKIOHEHHEM aToMoB yrimepoma C°
u C’ oT Ga3anbHON IMIOCKOCTH, TIPOXOASIIEH uepes
ocTajgbHBIe aToMbl ITukia, Ha —0.461(5) u 0.323(5)°,
cootBercTBeHHO. CkenmerHas menouka S'-CO—Cl0-
C!'! OKCONMKIOMPOMUIITHATHONATHOTO 3aMECTUTEIS
uMeeT HauOojee CTepUYECKH MPEANOYTUTEHHYIO
mpanc-KoHQOpPMAITIO [TOPCHOHHBIA YTOJ paBeH
—178.11(18)°] u pacnonaraercs NPaKTUYECKU B ILIO-
CKOCTH THPHIMHOBOIO IMKJIA [yroj CKpy4HBaHUS
paseH 15.96(12)°]. ®ypaHoBBIil 3aMeCTUTENb Pa3Bep-
HYT OTHOCHUTEJIHHO TIOCKOCTH MUPHUIANHOBOTO LHKJIA
Ha yron 29.44(6)°. Monekyna coequHeHHs S comep-
KUT aCUMMETPUYCCKUI LIEHTP MpPU aroMe yriepoja
C!'!. Kpucrami coeiuHEHNs 5 Mpe/ICTaBIISIET PaIleMaT.
B kpucramie, MOJNEKyJIbl COCIUHEHHSI 5 00pa3yroT
CTOTIKH BIOJIH KpHUCTautorpaduyuexoi ocu b m pac-
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Cxema 4
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nojiararoTCsi Ha BaH-ACP-BaaJIbCOBBIX PACCTOAHUAX

(puc. 2).

CtpoeHne MOJIEKYI CoeTMHEHU 6b 1 ¢ 1 cOOTBET-
CTBYIOII[asA HyMEpalus aTOMOB IMPEACTABJICHBI Ha PHUC.
3ud.

IIUKIONEHTEHOBBIA LUK OCHOBHOTO TPUIIUMKIIN-
4yeckoro 6,7-muruipo-5H-nukinonenralb]|tuenol3,2-
elnupuauHOBOrO (PpparmMenta B MosieKynax 6b u ¢
MPUHUMAET THUIHYHYIO KOH(MOPMAIHIO KOHEEpm C
OTKJIOHEHHeM aToma yriaepona C® ot 6azanbHoil mio-
CKOCTH, ITPOXOJISIIIEH Yepe3 OCTaIbHbIe aTOMBI IIHKJIA,
Ha 0.418(4) u 0.358(6)°, coorBeTcTBeHHO. VCcKimtogas
aTOMBI BOJJOPO/1a, KapOOKCaMUIHBIN 3aMECTUTEINH B 6b
1 KapOOKCHIIATHBIN 3aMECTUTEINb B 6C MPaKTHYEKCKH
KOTIaHApHBI THEHO[3,2-e|TUpUANHOBOMY (pparMeH-
Ty (CpeaHeKBaIpaTUYHOE OTKIOHEHHE aTOMOB PaBHO
0.019 u 0.045°, cooTBeTCTBEHHO). YTOJI pa3BOpoTa
(heHWIBHOTO 3aMECTUTENII OTHOCHUTEIBHO 0a3alib-
HOMW TIOCKOCTH TPUIMKINYECKOrO (hparMeHTa paBeH
61.89(3)° B 6b 1 68.24(7)° B 6¢. [lomoOHOE cTpoeHUE
MOJICKYT 6b m ¢ cTabmim3upyercss BHYTPHUMOIICKY-
JIAPHBIMHU BOAOPOAHBIMH cBa3siMu N—H--O (tabm. 1)
u N-H--n(C=C) [B 6b: H3B--C? 2.48(2)°, N3---C°
3.090(2)°, yrom N3-H3B..C% 124(2)°; H3B..c'4
2.58(2)°, N3--C" 3.063(2)°, yrom N3-H3B..Cl4
114(2)°; B 6¢: H'B--C!! 2.42(4)°, N'---C'! 3.080(4)°,
yron NI-H'B..C!l 133(4)°; H'B--C'® 2.54(4)°,

NL--Cl® 3.172(5)°, yron NI-H!'B-.C!® 130(3)°]
(puc. 3 u 4).

Atomsl azota amuHo-rpyrnn N' u N3 B 6b nme-
10T TIAaHAPHYIO W MHAPaMHUIAIBHYI0 KOH(PUTYpPALHIO,
COOTBETCTBEHHO [CYMMBI BaJICHTHBIX YIJIOB pPaBHBI
360(6) u 348(5)°]; B 6¢ arom a30Ta aMUHO-TPYIIIIBI
MMeeT TUIaHApHYI0 KOH(QUTYpalHio [CyMMa BajeHT-
HbIX yroB paBHa 358(10)°]. B kpucramie coenune-
HUH 6b 1 ¢ MoneKysIbl 00pa3yloT HEHTPOCUMMETPHY-
HBbIE TUMEPHI 32 CUET MEKMOJECKYISIPHBIX BOIAOPOJI-
HbIX cBsizedt N-H--O (tabm. 1, puc. 5 u 6). Jumepsr
YIaKOBaHBI B CTONKHU BJIOJIb KPUCTAILIOTpadUIeCKIX
oceil b U a, COOTBEeTCTBEHHO, W DPACIIONAraloTcs Ha
BaH-JICP-BaallbCOBBIX PACCTOSHUAX (puC. 7 U 8).

Crpoenne Moinekynbsl coeaunenust 10 U cooTBet-
CTByIOIIAasl HyMeEpalus aTOMOB IMPEACTABICHb Ha
puc. 9.

[IMKIOTeKCEHOHOBBIM LMK OCHOBHOTO TpPHUIHU-
kinuueckoro  4,5,6,7,8,9-rexcaruaporreno|2,3-bxu-
HOJIMHOBOTO (hparMeHTa B Mojekyine 10 mpuHHMaeT
KOH(OPMALUIO HECUMMETPUYHOTO 1OAVKpPecid C OT-
k1oHeHneM atomos yriepona CO u C7 or 6azanbHoit
TUIOCKOCTH, TPOXOJSIICH Yepe3 OCTaNbHbIE aTOMBI
nukira, Ha —0.144(7) u 0.545(7)°, cOOTBETCTBEHHO.
KapbokcaMuaHbIN 3aMECTUTENb TPAKTHYECKH KOTIIa-
HapeH IEHTPAIBHOMY THEHO[2,3-b|XUHOTUHOBOMY
¢parmenty [yron ckpyuuBanus paseH 14.6(6)°], B To

JKYPHAJI OPTAHMYECKOM XUMUM tom 59 Ne 7 2023
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Puc. 2. Kpucrammmueckas CTPyKTypa COCTUHEHUS 5

BIIOJIb KpUCTaILIOTpadudekoit ocu b
BpeMs KaK XUHOJHUHOBBIM 3aMECTUTEIb CKPYYEH Ha
yroa 47.01(8)° O OTHOIIECHUIO K 3TOMY (PparMeHTy.
DEeHUIIbHBIA 3aMECTUTEINIb Pa3BEPHYT OTHOCHUTENIHHO
0a3agpbHON TUTOCKOCTH THEHO|[2,3-b|XUHOIMHOBOTO
nuKiIa Ha yronl 76.26(8)°. Takoe cTpoeHHE MOJEKY-
el 10 ompenensieTcss HaIUYMEM BHYTPUMOJICKYISP-
HBIX BOAOPOAHBIX cBs3eit N—H--O, N-H---S, N-H--N
(ta6m. 1) u N-H---n(C=C) [H3B---C172.50(5)°,N3---C!7
3.011(5)°, yrom N3-H3B--C!7 116(3)°; H3B--C??
2.71(5)°, N3--C? 3.490(5)°, yrom N3-H3B..C?2
145(4)°] (puc. 9). B xpucramie coequnenust 10 mo-
JIEKYITbI CBSI3aHBI B IIETIOYKH BJOJb KpUCTAILUIOTpadu-
YeCcKoi och b 3a cHeT MEeKMOJIEKYISIPHBIX HEBaJCHT-
ueIx B3ammoneitctuit C1'N? [x, y—1, z] 3.178(3)°
(puc. 10). Llenmouku oOpa3yloT CTONKH BAOIbL KpH-
crajuiorpaduieckol OCH a ¥ PAacloJOKEHB Ha
BaH-JIEP-BaabCOBBIX paccTosHUAX (puc. 10).

JKYPHAJI OPTAHUYECKOM XUMUWM tom 59 Ne7 2023

Puc. 3. MonekynsipHas cTpyKTypa coeiuHeHus 6b B npen-
CTaBJIICHHU aTOMOB JJUIMIICOMJAMU aHU30TPOIHBIX CMe-
wenuid ¢ 50% BepositTHOCTBIO. LLITPUXOBBIMU JIMHUSIMU
[I0Ka3aHbl BHY TPUMOJICKY/ISIPHBIE BOJOPOIHBIC CBSI3H

Puc. 4. MonexynsapHasi CTpyKTypa COeTUHEHHS 6¢ B 1pe/-
CTaBJICHUU aTOMOB JJUIMICOMJAMH aHU30TPOITHBIX CMe-
menuit ¢ 50% BeposTHOCTBIO. LIITPHXOBBIMU JTHHUSIMHU
[IOKa3aHbl BHYTPHMOJIEKYIIIPHbIC BOJIOPOAHbIE CBSI3H

OKCIIEPUMEHTAJIBHA S YACTD

[TapameTpsl s7eMEHTapHBIX S4Y€€K M MHTEHCHUB-
HOCTH OTPaXXEHUW JJIi KPUCTAIOB COCNUHEHUH 5
u 6¢ mmepensl Ha mudpaktomerpe Bruker APEX-II
CCD (rpaduroBblii MOHOXPOMATOP, (- M (O-CKAHH-
poBanue). O6padoTKa IKCICPUMEHTAIBHBIX JaHHBIX
npoBezieHa ¢ momoiisio nporpamMmbl SAINT [21]. s
MOJTyYEHHBIX JIAHHBIX IMPOBEAEH YYET IONIOIIEHUS
PEHTI€HOBCKOIO M3i1y4yeHus no nporpamme SADABS
[22]. TlapameTpsl >JI€MEHTApHBIX SYEEK W WHTCH-
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Ta6auna 1. Bogoposnble cBa3u B CTpyKTypax 6b, 6¢ u 10 (A u rpan)

D-H-A d(D-H) d(H+A) d(D--A) Vron (DHA)

Coenunenue 6b

NL_H!A-..Qle 0.88(3) 2.17(3) 3.039(2) 172(2)

NI_H!B-..g! 0.86(3) 2.69(2) 3.093(2) 110(2)

N3-H3A--0! 0.91(2) 2.02(2) 2.711(2) 132(2)
Coennuenue 6¢

N'-H'A---0! 0.78(5) 2.30(4) 2.832(4) 126(4)

N'-H!A...QlP 0.78(5) 2.26(5) 2.946(4) 146(4)
Coenunenue 10

N_H!.-s! 0.84(5) 2.60(4) 3.002(3) 110(4)

N'-H!---N? 0.84(5) 2.25(5) 2.657(5) 110(4)

N3-H3A--0! 0.90(5) 2.17(5) 2.832(4) 130(4)

4 Kpucrannorpajuieckie onepaun Ui TeHepanuil CHMMETPHIECKH SKBUBAJICHTHBIX aTOMOB: —x+1, —, —z+1
b Kpucrannorpaduueckue oneparuu s reHepaii CHMMETPHYECKH YKBUBAJIEHTHBIX aTOMOB: —x, —y+1, —z+1

CHBHOCTH OTPKEHUU [UIsI KPUCTAJUIOB COCIUHE-
Huii 6b 1 10 M3MepeHbl Ha CHHXPOTPOHHOU CTaHITUH
«PCA» HanoHanbHOTo MCCIIE€A0BATENBCKOIO HEHTPA
«Kyp4uaToBckuii MHCTUTYT», HUCHONB3YS JByXKOOP-
nuHaTHBIA getekTop Rayonix SX-165 CCD (¢-cka-

HupoBanue ¢ maroM 1.0°). O6paboTka SKCIIepUMEH-
TaJbHBIX JJAHHBIX MTPOBEACHA C IIOMOIIIBIO TPOTPAMMBI
iMOSFLM, Bxomsmieit B komruieke mporpamm CCP4
[23]. Jns momy4deHHBIX JAHHBIX MPOBEACH y4deT MO-
[JIOIIEHUSI PEHTIEHOBCKOTO M3JIYYCHHS IO MPOTpam-

Puc. 5. llenTpocummerpudHbie JUMEphl B KpucTaiuie coeauHeHus 6b. LLTpuxoBbIMU U MyHKTUPHBIMU JTMHUSAMHU [10KAa3aHbl BHY-

TpU- U MEKMOJIEKYJIAPHBIC BOJOPOAHBIE CBA3U

JKYPHAJI OPTAHMYECKOM XUMUM tom 59 Ne 7 2023
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Puc. 6. LlenTpocuMMeTprudHbIE AUMEPHI B KpHCTaILIe coequaeHns 6¢. LIITprXoBEIMI TMHUAMMY TTOKa3aHbI BHYTPH- U MEKMOIIEKY-

JISIPHBIC BOOOPOIHBIC CBA3U

Me Scala [24]. OcHOBHbBIE KpPUCTaJNIOCTPYKTYpPHBIC
JaHHBIC U TapaMeTpbl YTOYHEHHUS MPEACTABICHBI B
Tabn. 2. CTpyKTypbl OmpelesieHbl MPSIMBIMH METO-
JaM{ U yTOYHEHBI MMOJTHOMATPUYHBIM METOJIOM Hau-
MEHBIINX KBAJPaToB M0 F> B aHU30TPOITHOM TIPUOIIH-

Puc. 7. Kpucramummueckass CTpyKTypa COeIUHEHHs 6b
BJIOJIb KpUCTAJLTOrpadHUeKoit ocu b

JKYPHAJI OPTAHUYECKOM XUMUWM tom 59 Ne7 2023

YKEHUH TSI HEBOIIOPOAHBIX aTOMOB. ATOMBI BOJIOPOAa
aMUHO-TPYII B coeluHEHUsAX 6b, ¢ u 10 BbIsBIEHBI
00BEKTUBHO B Pa3HOCTHBIX Dyphe-CHHTE3aX U yTOU-
HEHbl M30TPONHO C (UKCHPOBAaHHBIMH IapameTpa-
mu cmemienus [Uy, (H) = 1.2U,,(N)]. Tlonoxenns
OCTaJIbHBIX aTOMOB BOAOPOJAa BO BCEX COCIUHEHUSIX
paccuuTaHbl FTeOMETPHUYECKH U BKIIIOYCHBI B YTOYHE-
HUE ¢ PUKCUPOBAHHBIMH MTO3ULIMOHHBIMY ITapaMeTpa-
MU (MOZIETTh Hae30HUKA) U N30TPOITHBIMH TTapaMeTpa-
mu emerenust [Uigo(H) = 1.5U(C) must CH3-rpymm

Puc. 8. Kpucramindeckas cTpykrypa coeiuHeHus 6b
BJIOJIb KPUCTAIIOrpapHUCKOii OCcH a
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Puc. 9. MonekynsipHas cTpykTypa coexumHeHus 10 B
NPEeACTABICHUA aTOMOB DJUIUIICOUAAMU aHU3O0TPOITHBIX
cmeteHnit ¢ 50% BeposTHOCThIO. LIITpUXOBBIMH U ITyH-
KTUPHBIMHM JIMHUSIMU TI0Ka3aHbl BHYTPHUMOJIEKYJISIPHbIE
BOJIOPOJHBIE CBSI3U
1 1.2U(C) mnst ocranerbix rpymn]. Bee pacderst
MIPOBENICHEI C UCTIOJIB30BAHUEM KOMILIEKCA IIPOTPamMM
SHELXTL [25]. Tabnuibl KOOpAWHAT aTOMOB, JJIHH
CBA3€H, BAJICHTHBIX U TOPCHUOHHBIX YIVIOB W aHU-
30TPOIHBIX TAPaMETPOB CMEIICHUS ISl COCIUHE-
Hull 5, 6b, ¢ u 10 nenonupoBansl B KeMOpumKckom
banke CrpykrypHbiXx J[aHHBIX, HOMEpa NEMOHUPO-
Banusi — CCDC 2190286 (5), CCDC 2190287 (6b),
CCDC 2190288 (6¢) u CCDC 2190289 (10).

UK cnexTpsr momydanu Ha mpubope Varian Vertex
70 B Tabnerkax KBr. Crexrpsl SMP 'H u 13C peru-
cTpupoBany Ha cnekrpodoromerpe Varian VXR-400
(399.97 m 100 MI'y cOOTBETCTBEHHO) B pacTBOpax
DMSO-dg, BuyTpennnii crangapt — TMC. Jlns coenu-
HeHuil 6a, b n 18 —B pactBopax CDCl;. Macc-criekTpsl
cHuManu Ha cnekrpomerpe Agilent 1100 Series ¢ ce-
NeKTUBHBIM JieTekTopoM Agilent LS/MSDLS (o6pas-
uel BBoguwi B marpuue CH;COOH, nonuszauns DY,
70 3B) (coenunenus 11 u 13). Jlns ocTanpHBIX coe-
JUHEHUH Macc-CIEKTPBI MOIy4Yaid Ha MacC-CIIEKTPO-
MeTpe Beicokoro pasperienus Orbitrap Elite. O6pasery
st HRMS pactopsumu B 1 mur IMCO, paz6asisiiu B
100 pa3 1%-noit HCOOH B CH;CN, BBOIMIM LIITPHU-
LIEBBIM HACOCOM CO CKOPOCTBIO 40 MKJI/MUH B UCTOY-
HUK HOHU3ALMH MeKTpopacnbuieHneM. [lotoku raszos
WCTOYHHMKA OBLIM OTKIIIOYEHBI, HANpsDKEHHE Ha WITIe
cocrasisuio 3.5 kB, temneparypa xanwuispa 275°C.
Macc-CreKkTp perucTpupoBagd B PEKUMAaX IOJIOKH-
TENLHBIX ¥ OTPUIATEIBHBIX MOHOB B OpPOMTAIBHOM

Puc. 10. Kpucrammueckast crpykrypa coenusHeHus 10
BJIOJIb KpUCTAJLIOT paduueKoit ocu a

noByuike ¢ pazpemenuem 480000. BuyTpeHHue kanu-
opanThl — noH 2JIMCO + H" (m/z 157.03515) B no-
JIOKUTETHHBIX HOHAX W JOACHHICYIh(haT-aHuoH (m/z
265.14789) B oTpunaTenbHBIX HOHAX. TemmepaTypbl
mnaBieHus: ompenemsuin Ha Omoke Kodmepa. Xox
peaKkiuyd M YHCTOTY IMOJYYCHHBIX COCIMHEHHWH KOH-
TponupoBanu MetogoM TCX na mnactunkax Silufol
UV-254 B cucreme aneToH-rekca (3:5), mposiBIeHue
napamu Hoxa u Y®-o0mydeHreM.

4-(5-Metunagypan-2-uia)-2-(2-0Kco-2-1HKJI0-
NMPONMUJIITHITHO)-5,6,7,8-TeTparugpoxuHouu-3-
kapoonutpui (5). K mepememmBaemoii cmecu 1.0 v
(10 mmonb) S-meTundypdypona lau 1.0 r (10 Mmosb)
UaHOTHOAleTaMUAa 2 B 25 MIT a0CONIOTHOTO 3TaHOJIA
nipu 20°C npuOapmsy 1 Karo nunepuanHa, nepemMe-
mmBanu 30 MUH 10 Havyana KpucTaummsauun S-Qyp-
bypunuaeHIMaHOTHOALIETAMHAAa A W NPHOABISUIIN
1.7 r (10 mmons) eHamuHa 3b, TTOCIIE Yero nepeMerin-
Banu 1 4 u ocrapmsuin. Yepes 24 u npu nepeMeninBa-
Hun TipuoaBsy 1.63 T (10 MMois) OpoMaIe TIHKITO-
MIPOTIIIIKETOHA 4a, TepeMerTuBaiy 4 9 U pa30aBIsIn
paBHBIM 00BEeMOM Boabl. OOpa3oBaBIIMIACA OCAIOK
OT(WIBTPOBBIBAIM U TOCJIEOBATEIBHO TPOMBIBAIN
BOJIOH, 3TaHOJIOM W TekcanoM. Beixox 2.6 T (75%),
KeJTble UIII000pa3Hble KpucTauibl, T.Iul. 128—-130°C
(n-BuOH). UK crmektp, v, cM™: 2219 (C=N), 1703
(C=0). Cnextp AMP 'H, §, m.1.: 0.75-0.81 m (2H,
HZHHKOHPOHHH), 0.83-0.97 m (2H, Himonponnn), 1.59—
1.72 m (2H, CH,), 1.74-1.81 m (2H, CH,), 2.20—
2.28 m (1H, Hlumonponm), 2.34 ¢ (3H, Me), 2.65 T (2H,
CH,, J 6.1 I'n), 2.81 T (2H, CH,, J 6.5 I'n), 4.25 ¢

(2H, SCH,), 636 1 (1H, H4, ., J 1.8 Tn), 6.94 1
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Tabuauua 2. KpucramiocTpyKTypHble JaHHbIE Ui coeluHeHu S, 6b, ¢ u 10.

Coenunenue 5 6b 6¢c 10
DJeMEeHTHBIH cocTaB CyoHoN,0,S C7H,;4N;0SCl Cy,Hy4N,O,S C,9H»3N,0,SCl
MonekynsipHas Macca 352.44 343.82 380.49 527.02
A A 0.71073 0.79313 0.71073 0.79475
T,K 296(2) 100(2) 150(2) 100(2)
Pa3mepsl MOHOKpHUCTAILIA, MM 0.12x0.20%0.30 | 0.10x0.11x0.15 | 0.20x0.30x0.30 | 0.02x0.05%0.10
CuHroHus MoHoxknuHHas MoHokuHHas TpuknunHas Tpuknunnas
[IpocTpaHCcTBEHHAs rpyIIa P2,/c P2,/c P-1 P-1
a, A 10.9178(3) 12.819(3) 7.5568(9) 5.5880(11)
b, A 7.6136(2) 7.9099(16) 10.3852(12) 12.011(2)
¢, A 21.5532(5) 15.903(3) 12.7972(15) 18.631(4)
o, Tpaj 90 90 88.703(4) 93.26(3)
B, rpan 101.9900(10) 108.862(10) 89.288(3) 90.10(3)
g 90 90 89.646(3) 100.57(3)
v, A3 1752.50(8) 1525.9(5) 1004.0(2) 1227.2(4)
VA 4 4 2 2
dpacas reM 1.336 1.497 1.259 1.426
F(000) 744 712 404 548
, MM 0.201 0.527 0.180 0.370
20, axc> TPAR 2.84-30.27 1.87-31.01 2.50-30.54 1.22-31.00
N3MepeHHBIX OTpaskeHUH 32782 12086 10427 18062
HesaBucumbIx oTpaskeHuit, R, 5159, 0.057 3374, 0.035 5819, 0.043 5404, 0.057
HabnronenHsix otpaxkenutii [¢ [ > 26(1)] 3518 2896 3937 4228
VY TouHsIeMBIX TapaMETPOB 227 221 253 347
Ry [I>20(])] 0.071 0.042 0.098 0.067
WR, (Bce JaHHbIE) 0.183 0.115 0.225 0.186
GOF o F? 1.044 1.039 1.008 1.011
Ty Traxe 0.936; 0.966 0.888; 0.919 0.940; 0.960 0.950; 0.990
KoathdummeHnT sKkcTHHKIIH — 0.024(2) — 0.032(3)
APyaxes APy €A 0.662; -0.267 0.341; -0.493 0.995;-0.363 0.561;-0.364

(1H, H3)y 0/ 1.8 Twr). Criexrp SIMP 3C, 8, 1.2 11.2
(20), 13.8,20.3, 21.9, 22.4, 27.0, 33.4, 100.9, 109.0,
116.2,117.3,125.9, 140.9, 144.8, 155.1, 158.3, 16 1.9,
204.1. Macc-cnekrp (HRMS, ESI), m/z: 353.1327
[M +H]". CyoHpgNyO,S. [M + H]" 353.1245.
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Huxnoankalb|3amenienHbie 3-aMuHO-4-apuJi-
2-Z-tueno|2,3-b|nupuaunbl 6a—c (odOwas memo-
ouxa). K nepememmBaeMoit cmecu 10 MMOIb COOT-
BETCTBYIOILIErO apoMaruyeckoro anpaeruna 1b—d u
1.0 (10 mmonp) nnanornoaneramuaa 2 B 20 mur ab-
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comotHOTO ATanona npu 20°C npubaBisim 1 Karmo
nunepyuanHa, nepemermmBany 30 MUH U TPUOABISITH
10 mmonb enamuHa 3a, b, mocie 4ero nepeMentnBaIm
4 4 1 u ocraBisuu. Yepes 24 4 npu nepeMerinBaHuu
npubaBsii 10 MMOJIb aNKUIIMPYIOMIETO peareHTa
4b—d, mepememmBar 1 94 w TpUOABISIIN PacTBOP,
npuroroeieHHbId 13 0.23 r Na u 20 M1 abCcoMOTHOTO
9TaHoNA. 3aTeM PEeaKIHOHHYI0 CMECh IepeMelInBa-
7 2 9 U OCTaBIISIN Ha 24 4, 1MocIie 4ero pa30aBisuiu
paBHBIM 00BEMOM BOJBI, OT(hUIBTPOBHIBAINA 00Opa30-
BABILUKCS OCAJOK U MPOMBIBAJIN BOAOH, 3TAHOIOM U
TeKCAHOM.

3-AMuHO0-4-(4-MeToKCUDeHUT)-N-(0-TOIUT)-
5,6,7,8-Terparnaporueno|2,3-b|xuHoaMH-2-Kap-
ooxcamun (6a). Berxon 3.7 1 (83%), xenThie KpucTa-
me1, T.IOL 268-270°C (AcOH). VK crextp, v, cM '
3412, 3332, 3238 (NH, NH,), 1668 (CONH), 1645
(8NH,). Cniextp SIMP 'H, §, m.1.: 1.55-1.72 m (2H,
CH,), 1.76-1.82 m (2H, CH,), 2.19 ¢ (3H, Me), 2.28-
2.33 M (2H, CH,), 2.81-3.02 m (2H, CH,), 3.83 ¢ (3H,
MeO), 5.65 yur.c (2H, NH,), 7.01-7.23 M (4H,p,,,),
722 1 (2Hyp0y, J 7.2 Tm), 7.26 1t (2H, 0, J 7.2 T,
9.07 ym.c (1H, NHCO). Cnexrp SAMP 3¢, 8, M.
16.1, 22.6, 22.8, 26.6, 33.5, 55.1, 90.5, 94.4, 97.3,
100.2, 101.6, 104.9, 103.3, 107.5, 110.2, 111.1, 115.0
(20), 119.4, 120.2, 127.2 (2C), 128.6, 130.0 (20),
132.2. Macc-ciekrp (HRMS, ESI), m/z: 444.1742
[M +H]". Cy6H,5N50,S. [M + H]" 444.1667.

3-AMuHo-4-(4-xaoppenun)-6,7-nuruapo-SH-
HuKJIoneHTalb]tueno[3,2-e|nupuaun-2-kapookx-
camug (6b). Beixox 2.3 r (67%), KENTHII MOPOIIIOK,
. 288-290°C (BuOH), mpu 200°C cyomumupy-
ercsa. UK cmektp, v, cvM': 3288-3445 (NH,), 1666
(CONH), 1639 (8NH,). Cnektp SIMP 'H, §, m.a.:
2.11-2.24 m (2H, CH,), 2.72 T (2H, CH,, J 7.5 T'n),
3.18 T (2H, CH,, J 7.7 '), 5.34 ym.c (2H, NH,),
5.76 ym.c (2H, NH,), 7.32 1 (2Hgp,,, J 8.3 Tm),
7.53 1t (2H,poys / 8.3 T'). Cuiexrp SIMP 13C, 8, M.
23.2,29.2,34.4,97.9, 120.6, 129.3 (2C), 130.6 (2C),
133.2,134.1,134.3,141.0, 146.1, 158.4, 167.0, 167 .4.
Macc-cnekrp (HRMS, ESI), m/z: 344.0634 [M + H]".
C,7H,4CIN;0S. [M + H]" 344.0546.

ITUa-3-amuHo-4-(4-uzonponuadenni)-6,7-
auruapo-SH-uuknonenralb|tueno|3,2-e|nupu-
auH-2-kapookcuaar (6¢). Beixog 2.9 r (75%), xen-
THIA TTOPOIIOK, 1Tpu YD-00myuennn (iayopecupyer,
T 164-166°C (EtOH). VK cnekrp (KBr), v, cm

3483, 3355, 2959 (NH,), 1671 (C=0), 1605 (8NH,).
Cnextp SAMP 'H, §, ma.: 1.22-1.27 m (9H, 2Me +
MeCH,), 1.98-2.22 m (2H, C°H,), 2.59 T (2H, CH,,
J 7.3 T'm), 2.84-3.02 m (3H, CHMe, + CH,), 4.18 k
(2H, OCH,, J 7.1 I'n), 5.60 ymr.c (2H, NH,), 7.28 n
(2Hyp0p J 8.2 '), 7.42 11 (2H, 5y, J 8.2 T'mx). Criekrp
SAMP 13C, §, m.n.: 14.9, 23.1, 24.1 (2C), 29.3, 33.7,
34.5,60.4,94.3,120.1, 127.4 (2C), 128.5 (2C), 132.6,
133.4, 142.8, 148.2, 149.6, 159.9, 164.9, 168.1.
Macc-cniekrp (HRMS, ESI), m/z: 381.1643 [M + H]".
Cy,H,4N,0,S. [M + H]" 381.1558.

7,7-AumeTna-4-(2-aurpodeHnsn)-5-oxkco-2-
(uurJjorekc-2-en-1-narmo)-1,4,5,6,7,8-rexcaru-
ApPOXUHOJIUH-3-kapOonuTpua (9). K pactBopy
1.51 r (10 mmomb) o-HuTpoben3anpaernaa 1f 8 20 M
atanona pu 20°C mpu nepeMennBaHnuy TPHOaBIISITH
1.0 T (10 MMoOIB) mEaHOTHOANIETaMKIAa 2 U 1 Karuto
nUnepuanHa, nepemMemuBamu 30 MUH U MOCIE0Ba-
tenbpHO npubassum 1.4 v (10 Mmoib) auMeaona 7 u
1.0 ma (10 MMoinp) mumepuarnHa. 3aTeM peaxIoH-
HYIO CMeCh TIepeMEeNTHBaIu 4 9 1 puoOaBisuIy 1.2 M
(10 mmomb) 3-O6pomimkiorekc-1-eHa 4f, mocie gero
OCTaBIISIH Ha 24 4, TIOCIIE Yero IPHU NepeMeIInBaHuT
pa3baBIIsIN PaBHBIM 00BEMOM BOJIbI U OT(UIIETPOBBI-
BaNM 00pa3zoBaBIIMiics OcazoK. [IpombiBanu BOAOH,
3TaHoNoM u rekcanoM. Berxon 3.4 r (79%), xenTorit
mopormiok, T.Ir. 190-192°C (i-BuOH). UK cnektp, v,
em i 3310 (NH), 2205 (C=N), 1698 (C=0). Cnextp
SAMP 'H, §, m..: 0.51 ¢ (3H, Me), 0.75 ¢ (3H, Me),
1.52-2.20 m [8H, (CH,);], 2.26 1 (1H, CH,CO, 2J
16.4 T), 2.29 1 (1H, CH,CO, 27 16.4 Tm), 4.17-4.23
M (1H, SCH), 5.24 ¢ (1H%,o ) 5-53-5.72 M (1H,
CH=), 5.77-5.89 m (1H, =CH), 7.28-7.46 M (2H,,,,,),
7.65 T (1Hypoy, J 7.4 Tw), 7.78 0 (1H,p0y, J 9.2 Tm),
9.89 ym.c (1H, NH). Cniexrp IMP 13C, §, m.1.: 18.3,
19.1, 26.2, 26.7, 29.3, 35.5 (2C), 34.6, 44.0, 50.0,
93.4, 108.6, 118.6, 124.0, 125.0, 128.6, 131.0, 133.2,
134.1,139.7, 144.1, 148.3, 150.7, 194.8. Macc-criektp
(HRMS, ESI), m/z: 434.1542 [M - H]". C,4H,5N50,S.
[M—H]" 434.1617.

3-AMuHO-7,7-TUMEeTHJ-5-0KCc0-N-(XHUHO-
JuH-8-n11)-4-(4-xnoppenni)-4,5,6,7,8,9-rexcaru-
porueno[2,3-b]xunonun-2-kapooxcamua (10). K
nepementrnBaeMoii cmecu 1.4 1 (10 MMOITb) n-XITOpOCH-
sanpaeruaa 1c u 1.0 (10 MMoITh) ITMaHOTHOATICTAMHE/IA
2 B 20 mu abcomtotHOro dTanona mpu 20°C npubdaB-
nsmm 1 Karorro nunepuauHa, nepeMeruBany 30 MuH
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u mocnenoBarebHo npuoaBmsum 1.4 T (10 MMoms)
mumentona 7 u 1.0 mu (10 Mmonb) nunepuanHa. 3atemM
PEaKLMOHHYI0 CMECh MPOAOIIKAIN TEepeMENInBaTh 2
9, toce gero npuodasisuy 2.21 1 (10 MMoIs) o-XJ1op-
N-(xuHOonmH-8-nn)aneramuna 4f, nepememmaany 2 9
U puOaBIsIA PAcTBOP, MPHUTOTOBIEHHBIH u3 0.23 T
Na u 20 mMi aGCOJIOTHOTO ATaHONA, MEePEeMEITHBAIN
1 y u ocraBmsun. Yepes 24 4 peakUUOHHYIO CMECh
IIpH MePEMEIIUBaHUK Pa30aBIIsIM PAaBHBIM 00BEMOM
BOJIbI M OT(MIBTPOBBIBAIIN 00pPa30BaBIIUIICS OCAIOK.
IIpombIBanu BOJIOM, PTAaHOJIOM M TreKcaHOM. BbIxon
4.1 v (80%), xentble KpucTamiel, T.IUL. 285-287°C
(BuOH), [13] —285-287°C.
6-bpom-7,7-nuMeTUI-2-MeTHJITHO-5-0KC0-4-
bennn-5,6,7,8-TerparuApoxuHoIMH-3-KApOOHU-
Tpua (11). K pactsopy 1 mi (10 mmonb) GeHzamb-
neruna le B 20 mut aranona npu 20°C npu mepeme-
muBanny npudarmsi 1.0 (10 MMomne) 1maHoTHoAa-
neramMuia 2 1 xaruo nunepuauHa, MepeMenInBain
30 muH, npubasnsum 1.4 r (10 Mmmonb) qumenona 7
n 1.0 ma (10 MMonp) muTIEpUINHA, TIEPEMEITHBAITN
2 9 u npubassiy 0.62 M (10 MMoIb) MeTHITHOAM A
4e. 3areM peakLMOHHYIO CMECh INepeMermuBany | 4
u octaBsutu. Yepes 24 9 pa30aBisuid paBHBIM 00b-
€MOM BOIBI M OT(QUIBTPOBBIBAIM 0OpPa30BaABIIHHACS
0CaJIOK, MPOMBIBAJIM BOJAOW, 3TAHOJIOM W TEKCAHOM.
[Tomyuennsiit mpoaykT pactBopsian B 20 ma JIMDA
1 TIpH OONMYYCHUH PEAKITMOHHOW CMECH JIaMITOH Ha
500 Bt nmpuxansiBanu npu nepememnsanun 0.51 mi
(10 MMoib) OpoMa CO CKOPOCTBhEO OOECI[BEUMBAHUS
pacTBopa, Ha YTO MOHAAOOMIOCH 15 MuH. 3areMm
CMeECh TiepeMeluBaiy 1 4, pa30aBisiiif paBHBIM 00b-
€MOM BOJBI M OT(QWIBTPOBBIBAIA 0OpPa30BaBIIHIA-
cs ocamok. Bexon 3.2 T (79%), 'KeNTHIN MOPOIIIOK,
T 100-102°C (AcOH). UK crektp, v, cm |: 2225
(C=N), 1698 (C=0). Cniexrp AMP 'H, §, m.1.: 1.15 ¢
(3H, Me), 1.16 ¢ (3H, Me), 2.67 ¢ (3H, SMe), 3.15 1
(1H, H8,2718.5T), 3.23 1 (1H, H®, 2/ 18.5 T'wy), 4.70
¢ (1H, H%), 7.15 1 (IHapous / 7.0 T'r), 7.40 T (1H, 0
J 7.0 Tu), 7.42-7.51 m (3H,,,,). Macc-cniektp, m/z
(I %0): 402.1 (100) [M + 1]". C;oH,,BrN,0S. M
401.3.
2-(2-Amuno-7,7-nuMeTHI-5-0KCc0-4-peHeTHI-
3-unano-5,6,7,8-rerparuapo-4 H-xpomeH-6-mu.)-/N-
(4-opompennn)aneramua (13). K mepementmBaemoit
cmecH 1.4 ma (10 MMoITh) THIIpOITMHHAMATBAETHIA 1g
1 0.66 T (10 MMOJb) MATOHOHUTPUIIA B 25 MJI dTaHOJA
mpu 20°C npubasnanm 1 xarumo nunepuanHa, nepe-
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mermmBany 1 4 u npubasmsum 1.4 T (10 MMoinb) au-
Me/IoHa 7, TIocyie Yero MpoJoJKail IepeMelIiBaHue
B TeUeHHE 2 4. 3aTeM K NepEeMeIInBaeMON peaKIlu-
OHHOHM CMECH TIOCJIEIOBATEIBHO TPUOABISIIH 5.6 M
(10 mMmomp) 10%-mOTO BOmHOTO pactBopa KOH,
10 M IM®A u 2.21 T (10 MMOITB) aJKHIUPYIOIIE-
ro pearcuta 4f, mepememuBanu 2 4 ¥ OCTaBISIIH.
Uepe3 24 9 cMech pa3daBIsUId PaBHBIM OOBEMOM
BOJIBI ¥ OT(MIIBTPOBBLIBAIIN 00Pa30BABIIUICS OCAJIOK.
[IpombIBanu BOJIOM, 3TAaHOJOM M TIE€KCAaHOM. BbIxoj
3.8 t (72%), xenThle KpuCTALIbI, T.I0I. 155-157°C
(BuOH). UK criextp, v, cM ' 3425, 3307, 3264, 3187
(NH, NH,), 2182 (C=N), 1656 (C=0), 1605 (CONH),
1550 (8NH,). Cnekrp AMP H, §, m.1.: 1.01 ¢ (6H,
2Me), 1.55-1.82 m (2H, CH,), 2.12 x (1H, H®, 2J
11.9 T), 2.24 1 (1HS, 27 11.9 T'n), 2.26-2.49 ™ [SH,
IH® + (CHy),], 3.27 yur.c (1H, H,paa), 4.25 ¢ (2H,
COCH,), 6.96 ym.c (2H, NH,), 7.09-7.28 m (5H,
Ph), 7.40 1 (2H,p0y, J 6.6 I'm), 7.56 1 (2H, Hypy, J
6.6 T'n), 10.41 yur.c (1H, NHCO). Crextp SIMP 13C,
o, m.a.: 27.5, 28.7, 29.8, 31.6, 32.1, 36.6, 44.0, 50.6,
55.7, 112.8, 116.0, 120.6, 121.8 (2C), 126.1 (2C),
128.5 (2C), 128.8 (2C), 132.1 (2C), 138.3, 142.2,
160.5, 163.7, 165.3, 196.8. Macc-cuektp, m/z (I,
%): 535.1 (100) [M + 1]". CygH,4BrN;05. M 534.4.

2-AMMHO-6-0eH3MIUIeH-5-0KCO-4-(LNKJIOTeKC-
3-en-1-n1a)-5,6,7,8-rerparngpo-4H-xpomeH-3-kap-
oonntpua (15). K nepememmBaemoii cmecu 1.2 mi
(10 mmonb) 3-mukiorekceH- 1 -kapbokcanpaeruga 1h
u 0.66 r (10 mmoinp) maononutpuia 12 B 20 mi sta-
pHona nipu 20°C mpubasmsumm 1 Karwio MHIepUInHa,
nepememBany 1 4, nocne yero mpudasmsum 1.12 T
(10 MMonp) nmkorekcan-1,3-auona 14 n nepemernu-
Bali 2 4. 3aTeM K PEeakUHOHHOW CMECH MOCielI0Ba-
TEJIbHO TPUOABIISIIM PACTBOpP, NMPUTOTOBJICHHBIA W3
0.23 r Na u 20 mu abcomoTHOTrO dTaHoia u 1.0 Mr
(10 mmonb) Oenzanpaeruna le, mepememmBanu 1 4 u
octaBisi. Yepe3 24 u cMmech pa30aBsiId PaBHBIM
00BEMOM BOJIBI M OT(OPUIBTPOBBIBAIIA 00Pa30BaABIIIHIA-
cs1 ocaok. [IpoMbIBanu BOOH, ’TAHOIOM U T€KCAHOM.
Beixon 2.9 r (80%), OecuBeTHbIE KPUCTAJUIBI, T.ILL.
224-226°C (EtOH). UK crekTp, v, cm': 3404, 3315,
3210 (NH,), 2198 (C=N), 1687 (C=0), 1635 (6NH,).
Cnextp AMP 'H, §, m.a.: 0.82-1.11 ™M (lHamb),
1.33-1.42 M (1Hg,e), 1.46-1.71 (3H,ug), 1.76-
2.02 M (BHgpug)> 2.19-2.32 M (2H, ), 2.54-2.61 M
(1H9), 3.14 1 (1H, H4HHpaHa, J13.4Tn),4.17c (1H,
PhCH=), 5.58 ym.c (2H, CH=CH), 6.97 ym.c (3H,
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1H,pon + NH,), 7.13-7.22 M (2H00), 7-24 T (2H 0
J 7.3 T'n). Cnextp IMP 13C, §, m.1.: 19.8, 22.3, 26.4,
27.1,33.2,35.7,36.9, 52.7, 58.2, 113.8, 119.9, 122.4,
126.2, 126.7 (2C), 128.4 (2C), 144.8, 158.5, 161.2,
164.5, 165.8, 196.4. Macc-cniektp (HRMS, ESI), m/z:

357.1721 [M — H]*. Cp3H,N,0,. [M— H]" 357.1681.

2-Amuno-4,4,7,7-trerpamernna-5-okco-6-(4-
ITOKCHOeH3uau1eH)-5,6,7,8-Trerparuapo-4 H-xpo-
MeH-3-kapOonnTpua (18). K mnepememmBaemoit
cmecu 1.53 r (10 MMOJIB) M30TIPONIIUACHMATOHOHH-
tpuna 16 u 1.4 r (10 mmone) mumenona 7 B 15 M
JAM®A npubasisiu 1 xammo Et;N, nepememnmBanu
2 4 n mpubasnsum 5.6 mi (10 mmons) 10%-HOTO BO-
aaoro pactsopa KOH u 1 mi (10 Mmonb) GeH3amnb-
neruna le, mepeMermBanu 1 4 u ocrasmsuii. Yepes
24 4 cMech paz0aBisuIi paBHBIM 00BHEMOM BOJIBI U OT-
(UIBTPOBBIBAIIN 00Pa30BABIIUIICS 0CAIOK, IPOMbBIBA-
JIU BOZIOH, 9TaHOJIOM M TekcanoM. Berxox 2.7 r (70%),
OecuBeTHbIe KpUCTaLIbl, T.Iu1. 215-217°C (EtOH).
UK cmekrp, v, em 1 3387, 3319, 3210 (NH,), 2192
(C=N), 1687 (C=0), 1657 (3NH,). Cnextp SIMP 'H,
o, m.a.: 0.93 ¢ (3H, Me), 1.02 ¢ (3H, Me), 1.28 T (3H,
MeCH,, J 7.0 Tn), 2.06 1 (1H, H8, 27 16.1 Tu), 2.22
n (1H, H%, 27 16.1 T'm), 3.95 x (2H, CH,0, J 7.0 T'm),
4.09 ¢ (1H, CH=), 6.80 1 (2H,,y, J 6.8 I'w), 6.95
yurc (2H, NH,), 7.01 x (2H,,,, J 6.8 I'm).Criekrp
AMP 1B3C, §, m.a.: 14.8 (20), 26.8, 28.4, 31.8, 34.8,
50.0, 58.6, 62.9, 113.0, 114.1 (2C), 120.0, 128.2 (2C),
136.7,151.9,157.2, 158.5,159.2,162.2, 174.3, 195.8.
Macc-criexrp (HRMS, ESI), m/z: 377.2591 [M — H]".
Cy3HygN,O5. [M — H]" 377.1943.
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Multicomponent Synthesis of Cycloalca[b]pyridines and Pyrans
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New condensed pyridines and pyrans were synthesized using multicomponent condensation. A number of
compounds was studied by X-ray structural analysis.

Keywords: pyridine, pyran, multicomponent condensation, Michael reaction, Knoevenagel, transamination,
alkylation, X-ray
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