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2,1-bEH30THUA3HUH-2,2-TNOKCHU/1bI

8*. CHHTE3 U CTPOEHME 5',5'-TMOKCHIOB 2'-AMUHO-2-OKCO-
1,2-IATUJPO-6'H-CIIMPO[AHI0JI-3,4'-TIMPAHO|3,2-] [2,1]-
BEH30THA3WH]-3'-KAPEOHUTPUJIOB

2,2-lnoxcuapl 1-R-1H-2,1-6en3otnazun-4(3H)-0HOB B TNPHUCYTCTBUU TPHUITHIAMUHA
JIETKO BCTYNAIOT B TPEXKOMIIOHEHTHYIO KOHJEHCALUIO ¢ N-3aMEIIEHHBIMUA HU3aTUHAMU U
MAJIOHOHHTPHIIOM, C XOPOIIMMH BBIXOJaMH 00pasys 5',5'-mmokcumsl 6'-R-1-R'-2'-amuHo-
2-okco-1,2-murnapo-6'H-cnimpo[unpon-3,4'-mupano| 3,2-c][2,1]06en3otnazuu]-3'-kapOoHuT-
pwitoB. Peakmust ¢ He3aMemIEHHBIM B TOIOKEHUH | 2,2-muokcuaom 1 H-2,1-6eH30THAa3HH-
4(3H)-oHa npoTeKaeT Mo aHAJIOTUYHOM cXeMe, HO e€ MPOJYKTaMH OKa3bIBAIOTCS TPHITHII-
aMMOHHEBBIE COJI COOTBETCTBYIOIIMX CITUPOCOCIMHEHHUH.

KawueBnble caoBa: 22-nuokcun 1H-2,1-6enzotnasun-4(3H)-oHa, W3aTHH, MaJOHO-
HUTPWJI, paHo|3,2-c]0eH30THa3uH, ciupo[MH101-3,4'-upaH].

[Mupano[3,2-c][2,1]0eH30THA3UH-5,5-TUOKCUIBI TPEJCTABISIOT HHTEPEC Kak
CUHTETUYECKHUE CYJIh(OAHAIOTH IMIUPOKO PACHPOCTPAHEHHBIX B MPUPOJC MHPAHO-
[3,2-c]xuHONINH-5-0HOB [2—4], 00JIaAarOIIUX PA3TUYHBIMUA BHIAMH OUOJIOTHYECKON
aKTUBHOCTH [2—6], a Taxke MHOYXECTBOM JpPYTHX TIOJIE3HBIX CBOMCTB [7, 8] u
[I03TOMY MHTEHCHUBHO H3y4aeMbIX B mocienHee Bpems [9, 10].

[TepBBie TpEACTaBUTENM 3TOM TETEPOLUKINYECKON CHUCTEMBI OBUTH MOTYYCHBI
15 ner Tomy Hazan c¢ Beixogamu okojo 30% B pe3ynbTare HEOXKHMIAHHON mepe-
rpynnupoBky  4-O-1IMHHAMOWI3aMEIIEHHBIX  2,2-THOKCUIOB  1-MeTmi-2,1-06eH30-
trasuHa [11], Ho, K COXKaJIeHHIO, B IIETOM BCE €II€ TaK U OCTAIOTCS IPAKTUIECKU HE
M3YUYEHHBIMH COCIUHEHUSIMHU.

B kauecTBe MOTEHIUATBEHO OMOJIOTUYECKU aKTUBHBIX BEUIECTB HAMH MOYyYCHBI
2,1-0eH30THA3UHBI, aHHETTMPOBaHHBIE IO pedpy ¢ cnupo[UH107-3,4'-TUPaHOBBIMH |
nuKiaMy. st 3TOro UCIoab30BaH MPUHITUI, XOPOIIO 3aPEKOMEHI0OBABIINN ce0s B
cuHrese 6'-R-2'-ammuno-2,5'-oxco-1,2-murunpo-6'H-ciupo[unnon-3,4'-nupano|3,2-c]-
[2,1]6en30otnazunor] [12]. Haiigeno, uto 1-R-4-okco-3,4-nuruapo-1H-2,1-6eH30-
TUA3UH-2,2-AUOKCUAB 1a—¢ B MPUCYTCTBUM | 3KB. TPUATUIAMHUHA BCTYIAIOT B TPEX-
KOMIIOHEHTHYIO KOHJICHCAIUIO C N-R'-m3atunamu 2a.b u MaJOHOHUTpWIOM (3)
Jake Jerde, ueM 4-TUIPOKCUXUHOINH-2-0HBI. B KUTIAIIIEM MeTaHOoe peakius, Kak
MPaBWJIO, 3aKaHYMBAETCs depe3 15 MUH M NPUBOJUT K OOpPa30BAaHUIO COOTBETC-
TByOmux 5',5'-IHOKCHUIOB 6'-R-1-R1—2'—aMI/IH0—2—0Kc0—1,2—;:[Hrnﬂpo—6'H—anp0—
[unmon-3,4'-mupano|3,2-c][2,1 |0en3oTnazun|-3'-kapOOHUTPIIIOB 4a—€ C XOPOIIUMU
BBIXO/IaMU. boJiee JUIMTeNbHOE KUTITYCHHE PEAKIIMOHHON CMECH Helleaecoo0pasHo,
MIOCKOJIbKY Ha BBIXOJBI KOHEUHBIX MPOJYKTOB MPAKTHUYECKH HE BIMSIET, HO IUIOXO
OTpa)aeTcsl Ha WX YHCTOTE, MPHUBOMAS K TOSBICHUI0O WHTEHCHBHO OKPAIICHHBIX
HIpUMeECei.

* Coobmienue 7 cM. [1].
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Bce nmpanoOeH30THA3HHEI 4a—€ 0KA3aJIMCh BeChbMa TepMO- B (HOTOIA0MIIEHBIMHU
COEMHEHUSAMHU (0OCOOEHHO B PAaCTBOPEHHOM COCTOSIHMM). Byaydnm B uMcTOM BHIE
OecIBETHBIMHU BEIIECTBAMH, Ha CBETY OHHM NMPHOOPETAIOT JKENTO-PO30BBII OTTEHOK.
B 3amuménHoM OT cBeTa MecTe NMpU KOMHATHOW TeMIlepaTrype OHH JOCTaTOYHO
YCTOWYHBBI, HO NPH HATPEBaHWHU CKJIOHHBI K Pa3pyIIEHUIO, YTO XOPOIIO 3aMETHO
IIpu OIPEACICHUU TEMIIEpATyp INUIABJIICHUA — C IMOBBINICHUEM TEMIICPATYPBI BCC
00pasIpl MOCTENCHHO JKENTEI0T, @ B TOYKAX IUIABJICHHS Pa3jiararoTcs ¢ OYpHBIM
BBIJIEJICHHEM Ta3000pa3HbIX MPOAYKTOB U 00pa30BaHUEM CTEKJIONOJOOHBIX TIABOB
YEpPHOTO IBETA.

[Mupano6enzornazuasl 4a—e xopomo pactBopumsl B IMPA u JIMCO, maino
pacTBOpMMBI B CHOUPTax U IPAaKTHYECKH HepacTBopuMmbl B Boge. Ilocie
pacTBOpeHus, Harpumep, B JIM®DA oHM HAaUYMHAIOT 3aMETHO Pa3laraThCs yXkKe Ipu
70 °C, npugaBasg pacTBopaM po3oBoe okpaiirBaHue. C MOBBIIEHUEM TEMIIEPATypPbl
CKOPOCTh JIECTPYKITUU OBICTPO BO3pacTaeT, u B kurmsmeMm JIM®DA ona mpoxomut
y’)K€ MTHOBEHHO ¢ 00pa3oBaHMEM KpacHO-KOPWYHEBBIX NMPOIYKTOB pacmana. [lo
ATOW MPUYMHE CHHTE3 MUPAHOOEH30THA3UHOB 4a—€ MBI PEKOMEH/IyeM TIPOBOIUTH B
OTHOCHUTEJIFHO JIETKOKHUITAIIEM MeTaHoje. K ToMy ke OH JIeTKO pacTBOpSET Bce
HUCXOAHBIC PCArc¢HTbl U MaJIO — KOHCYHBIC IPOAYKThI, UYTO 3HAYUTCIIBHO YIpOIIacT
HUX BBIACJICHHUEC U3 peaKIlI/IOHHOI\/II CMECHU U TMO3BOJIICT BU3YyaJIbHO (HO BbINNIaICHUIO
0CaJIKOB) KOHTPOJHMPOBATh XOJI peaknuu B 1eioM. [lupanoOeH3oTuasnHbl 4a—e
TaKkKe CKIOHHBI KPHUCTANIN30BaThCS B BHJIE THAPATOB, COJIBBATOB M JaXKe
COJIbBATOTH/IPATOB CO MHOTUMH PAaCTBOPHUTEIISIMH, 32 UCKIIOYEHHEM METaHOJIA.

Kpucramnel nupaHoOeH30THA3MHOB 4 BBICOKOW CTENEHH YHCTOTHI OOBIYHO
(OpMUPYIOTCS TIPSMO U3 PEAKIIMOHHON CMECH W B JOIMONHUTEIHLHOW OYHCTKE He
HyXmafTcs. [lpy HEoOXOIUMOCTH MX MOXKHO TEpeKpHcTauIn3oBaTh u3 JIM®DA
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(B OONMBIIMHCTBE JAPYTUX OPraHUYECKHUX pACTBOPHTENEH OHH pacTBOPSIOTCS
IJI0X0), MOCTyMas CIEAyIoMmUM 00pa3oM: pacTBOPSIIOT oOpaszel B HEOOIBIIOM
o6péme MDA mpu 50 °C, punprpyror, mocie yero xk QuiIbTpaTy A0OABISIOT
BOLy TOM € TeMIlepaTypbl — IO Mepe OXJaKAEHUs o0pa3yloTcsi OeclBETHbIE
KPUCTAJUTBI MHPaHOOeH30THa3nHOB. Clenyer, 0IHaK0, UMETh B BUAY, UYTO B TaKUX
YCIIOBUSIX OYEHBb BBICOKA BEPOSTHOCTH (popMupoBaHusi coibpBatoB ¢ JJM®DA, kak,
HampuMep, B cliyyae O6'-MeTHI3aMEIIEHHOTO TPOM3BOAHOIO 4¢, KOTOpOe W3
pPEaKIMOHHON CMeCH KPUCTaUIM3YEeTCsA B BUZE udeTBepThruiapara, a uz JMDA —
Kak cojbBat B cooTHomenuu 1:1 [13].

JeranbHOoe M3ydeHHe MPOCTPAHCTBEHHOIO CTPOEHUS COJbBaTa COEAMHEHUs 4c¢
c AM®A [13] nmokazano, 4To0 HOPMAJIbHOMY INPOTEKAHHIO H3y4aeMOH peakIuu
N-3amecTuTenu Kak B OeH30THasMHax 1, Tak M B M3aTHHAX 2 NPENATCTBOBAThH HE
JOJDKHBI (TI0 KpaiftHed Mepe, crepudeckw). M HeHCTBUTENFHO — KOHICHCAITUS C
yuactueM 2,2-1uokcunoB N-ankun-1H-2,1-6en3otnaszun-4(3 H)-ona 1b—c npoxoaut
raagko M 0bicTpo. OnHAKO He3aMeIEHHBIN B MonokeHnn 1 OeHzotnasuH la moBén
ce0sl HEOZHO3HAYHO: €CIM C M3aTUHOM 2a Peaklys BHEIIHE MPOIUIA IO TUINYHOH
cxeme, T. €. ¢ 00pa30BaHMEM OCaJKa KOHEYHOTO MPOJIyTa B TEUEHHE HECKOIBKHX
MHUHYT, TO B OIBITE ¢ N-aJUIMIN3aTHHOM 2b ocagok He MOsIBUIICA U MOcie 2-4acoBOT0O
KumstyeHust. Pa30aBnenne peaknMOHHOM cMecH BOIOM Huuero He aano. M Tompko
nrocyie moakuciieHwst HC1 ObI1 BBIZICTICH TPOIYKT 3TON peaKIlii, HeOOBITHO JIETKO (110
CPaBHEHHIO C MUPAHOOEH30THA3UHAMU 4¢—€e) paCTBOPUMEIL B alleTOHE.

Tem He menee ¢ momonsto PCA ynanock OJHO3HAUYHO YCTaHOBWTH, YTO M B
JaHHOM CITy4ae Mbl UMEEM JAENO0 C TUMUYHBIM ISl UCCIIEAYEMON PEakLK IPOLYKTOM
— 5.5'-muokcumom 1-ammmn-2'-aMuHO-2-0KC0-1,2-aurnnapo-6'H-criupo[nHnomn-3,4'-
nmpano|3,2-c][2,1]6en3otnazun]-3'-kapOboauTtpusiom (4b), TOITBEKO BHIICICHHBIM B
BHJIE COJBBATOTHIpPATA C AllETOHOM B cooTHomIeHuu 1:1:1, B KOTOpOM MOJEKyIa
alleTOHa  pa3ymopslovYeHa IO JBYM MOJOXKEHUSIM C  PaBHOBEPOSTHOM
3acen€éHHOCThIO (puc. 1).

bunyknudeckas MHIOMBHAS YacTh MOJIEKYJIB MpaHoOeH30THa3Ha 4b mmockas
¢ Tounoctbio 0.03 A. CrimpocousieHEHHBIH ¢ Hell TPUIMKINYECKUH GEH30THA3HHO-
MUPAHOBBIA (PparMeHT PACIOJIOKEH TaKHUM OOpa3oM, YTO YroJl MEXIy CpeaHe-
KBaJPaTUYHBIMH IUIOCKOCTSIMU JUTHIAPOUHAOJINH-2-0BOIO M MUPAHOBOTO IMKJIOB
cocraBisier 100.2°. Ilpum 3TOM BO3HHKAaeT YKOPOUEHHBIH BHYTPHUMOJIEKYJISPHBIH
xontakt C(19)---C(8) 3.33 A (cymma BanaeppaanbcoBbIX pammycos 3.42 A [14]),
CBUJICTENILCTBYIOIIMI O  CTEPHUYECKOM  OTTAJIKUBAHHUHM  CIIMPOCOWICHEHHBIX
(hparMeHToB.

[MupasoBoe s1po muockoe ¢ ToudocThio 0.02 A. BeH30THa3sHHOBHI UK HAXO-
IuTcs B KOHpopManuu "TBUCT-BaHHA" (mapamerpsl ckmagudatoctu [15]: S 0.62,
0 50.4°, ¥ 27.5°). Otxnonennss atomoB S(1) u C(9) oT cpemHeKkBagpaTUIHOMN
TJIOCKOCTH OCTATBHBIX aTOMOB IMKJa coctapisior 0.85 u 0.28 A cooteTcTBeHHO.
Atom N(2) nmeeT mupamMuIaIbHYI0 KOHQUTYPALNIO, CyMMa [IEHTPUPOBAHHBIX Ha
HEM BaJIEHTHBIX yIIOB cocTaBnseT 346°. Ceasp N(2)-C(10) yamuuena no 1.409(3) A
N0 cpaBHeHMIO ¢ €& cpeanuM 3Hauenuem 1.371 A [16]. B Tpunuxindeckom
(dbparMeHTe MOJICKYJBI THpaHOOcH30THa3MHa 4b oOHapykeH YKOPOYCHHBIH
BHYTpUMONEKyJIsApHbIii kouTakt H(14)---O(2) 2.42 A, xoTopblii HekoppekTHO
paccMaTpuBaTh Kak BOJOPOJHYIO CBSI3b BCJEICTBHE CIMIIKOM OCTPOrO YIJa
C—H---0O (100°).
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Puc. 1. CtpoeHre MOJIEKyJIbI THpaHOOeH30THa3KHA 4b B IIpe/ICTABICHUN aTOMOB 3JLTHIICOUAAMHU
TEIJIOBBIX Konebanuii ¢ 50% BeposiTHOCTBIO (BOA M Pa3yIOPsAOUCHHBIH alleTOH He IIOKa3aHbl)

AnnmuneHBEIN 3amMecTuTenb mpu atoMe N(1) pacmonoskeH TakuM 00pa3oM, 9To
€ro BUHHJIOBBIA (PparMeHT MPaKTUYEeCKH OPTOTOHAJICH IUIOCKOCTH OWIWKIA, a
cB3p C(21)-C(22) cun-nepumnanapna cesisu N(1)-C(20) (TOpcHOHHBIE YTIIBI
C(1)-N(1)-C(20)—C(21) 101.5(4)°, N(1)-C(20)-C(21)-C(22) —7.5(7)°). MoxHo
IPEIIOJIOKUTh, YTO TaKOW OPHUEHTALMM BHUHHJIOBOTO ()parMeHTa crocoOCTBYET
aTTpakTHBHOE B3ammoneiictue H(22a)---N(1) 2.51 A (cymma BaHmepBaanbCoOBBIX
paauycos 2.67 A).

B kpucramie mMonekynsl nupaHoOeH30THa3uHa 4b cBsA3aHBl Mexay coOol | C
COJIbBATHBIMM MOJIEKYJIaMH AlleTOHA 4Yepe3 MOCTHUKOBBIC MOJIEKYJbI BOJIBI MEXK-
MOJIEKYJISIpPHBIMU BOAOpOAHBIMU cBa3simu N(2)-H:---O(1w)' (1 —x, 1 —y, 1 — 2)
H---0 1.91 A, N-H---O 171°), N(3)-H(3Na)---O(1w)' (2 —x, 1 —y, 1 —z) H---O
2.02 A, N-H---0 172°), O(1w)-H(1wa)---O(1Sa)' (H---O 1.97 A, O-H---O 166°),
O(1w)-H(1wa)---O(1Sb)' (H---O 1.89 A, O-H---O 142°) u O(1w)-H(1wb)---O(1)'
(H---O 1.88 A, O-H---O 131°). Kpome Toro, B KpucTajaie OOHAPYKEHBI MEXK-
MoJIeKyJIsipHble BojopojHble cBsi3u Thma C—H:---N: C(6)-H:"N#4)' ((x — 1, y, 2)
H---N 2.55 A, C-H---N 151°) u C(22)-H(22b)--"N(4)' (1 - x,2 -y,2 —z) H--"N
2.59 A, C-H---N 158°).

ComnocraBnenne pe3yasTaToB npoBenéHHoro Hamu PCA ¢ HEOOBIYHBIM TIPO-
TEKaHHEeM KOHJIEHCAllUW M MOHAaJIO0OMBIIMMCS MOJKHUCICHUEM PEaKIIMOHHON CMecH
CBHIIETEIBCTBYET O TOM, YTO W3HAYAIBHBIM MPOLYKTOM 3TOH peakuy MOTJa ObITh
TOJIBKO XOPOILO PACTBOPHMAsi B METaHOJIC U BOJE TPUATUIAMMOHHUEBAs coib (Sb)
nupaHoOeH30TraszuHa 4b, MPOSBIAIONIETO0 KUCIBIE CBOWCTBA 32 CUET HUKIMYECKOM
cyabdamuanoii rpynmel. Ho Torma cpasy ke BO3HHMKAaeT BONPOC O CTPOCHHUH
NPOAYKTa BHEIIHE, Ka3aJloch Obl, BIOJIHE "HOPMaJbHO" MPOIIEAIIEH Peakuuu C
yJacTHeM He cojaepkammux N-3aMecTuTene OeH3oTHasnHa la W wm3aTmHa 2a.
[TokazaB, 94TO TpU STOM AEUCTBUTENHHO O0pa3yeTcsl HEPACTBOpUMAs B METaHOJIE
coinb 5',5'-muokcuaa 2'-aMuHO-2-0Kco-1,2-nurunpo-6'H-cnupo[unmnon-3,4'-nupano-
[3,2-c][2,1]6en30THa3uH]-3'"-kapOonuTpuna ¢ TpudTWwiaMuHoMm (5a), PCA moin-
HOCTBIO TOATBEPAMJ HaIle NPEANOJOXKEHHe 00 ydyacTUH He3aMeIEHHOU
Cynp(haMUIHON TPYMIEI B CONE0OPa30BaHNU C MCHOIB3YyEMBIM IPH KOHACHCAITUU
OCHOBaHHEM.
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Puc. 2. CtpoeHue MoJIeKyJIbl TPUITUIAMMOHHEBOM COJIM 5a B IIPEJCTaBICHUH aTOMOB
SJUTAIICOUIAMU TEIUTOBBIX KojeGanuii ¢ 50% BEpOSTHOCTHIO

ATOM BOAOpPOAA NMPH TPUATUIAMUHOBOM aTome N(1s) BBIABICH OOBEKTUBHO W3
Pa3sHOCTHOT'O CHHTE3a 3JIEKTPOHHOM IIIOTHOCTH (pHc. 2). B Monekyne aHHMOHa NpU
atoMe N(2) He oOHapyXeH NHK 3JIEKTPOHHOW IUIOTHOCTH, KOTOPBIA MOT OBI
COOTBETCTBOBaTh aTOMY BOJIOPOJIa, a cBsi3b N(2)—S(1) 1.552(7) 3ameTHO yKkopoueHa
M0 CPaBHEHUIO CO CPEIHUM 3Ha4YeHHEM [16] 1 aHATOTHYHOW CBSI3U B ()parMeHTe
SO, NH-C* (1.633 A). D10 no3BosiseT yTBepKaaTh, 4TO OTPHIATENBHBINA 3apsi
AHMOHA JIOKAJIM30BaH Ha IIUKINYECKOM cyibpamunnom arome N(2).

B ocranpHOM NpOCTpaHCTBEHHOE CTPOEHHE TPHUITHIAMMOHHEBOH coiu Sa
UMEeT MHOTO OOILEro CO CTPYKTYpOH KHCIBIX (OpM HHpaHOOEH30THa3uHOB 4b,c
[13]. Tak, B 4aCTHOCTH, UHAONbHBIA M MUPAHOBBIA LIUKIBI €€ aHUOHA IIOCKUE C
tounoctbio 0.02 A, a yrom Mexay HX CpeIHEKBAJPATHUYHBIMH ILIOCKOCTSMU
cocrasnser 91.2°. Cpasp C(1)-C(2) yanunena go 1.57(1) A no cpaBuenuio c eé
cpenHuUM 3HayeHueM 1.51 A. PeH30THA3HHOBBIH UK HAXOIUTCS B KOH(pOpMaIiu
"tBUCT-BaHHA" (mapamerpbl ckmaguyatoctd [15]: S 0.52, @ 52.8°, ¥ 24.2°).
Otknonenust atomoB S(1) u C(9) oT cpeaHeKkBagpaTHYHOMN IIOCKOCTH OCTAJIBHBIX
atomMoB 1uKia cocTapisoT 0.68 u 0.22 A coorserctBenno. Casp N(2)-C(10)
yumnena g0 1.40(1) A (cpennee snauenne 1.371 A). Kak u B ciryyae KHCIBIX
¢bopM, B OCH30THA3MHOMHUPAHOBOM (hparMeHTEe aHMOHA COJIM 5a CYIICCTBYET
YKOPOUEHHBIH BHYTPUMOJIEKYIApHbIH KoHTakT H(14)---O(2) 2.44 A (yron
C-H:--O coctasmnser 100°).

B kpucramie TpU3TUIaMMOHUEBOU COJIM Sa MOJIEKYJIbl OPraHU4ECKOr0 aHHOHA
W KaTHOHA CBS3aHBI MEXMOJIEKYJSIpHOW BoaopoaHoit cBszpio N(1s)-H---O(4)'
(H---O 1.83 A, N-H---O 166°), a coceqHue aHHOHbI 0OPA3yIOT HEHTPOCHMMET-
pUYHBIE TUMEPHI 32 CUET MEXMOJIEKYJIsipHOH BomopoaHoil cea3u N(1)-H:--O(1)'
(1 =x,1-y,1—-z)H-0 198 A, N-H---O 164°). [lumepsl, B CBOIO 04epe/b,
CBSI3aHBI MEXMOJIEKYIISIpHOH BogopoaHo# cBsi3bio N(3)-H(3Na)---O(3)' ((1 + x, v, 2)
H--O 2.04 A, N-H---O 163°). OOGHapyXeHb TaKke MEKMOIEKYJIAPHbIE
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Bogopoanbie cBs3u tura N-H---1: N(3)-H(3Nb)---C(6)'(7w) ((1 + x, y, z) H---C
2.61 A, N-H---C 162°) u N(3)-H(3Nb)---C(7)'(n) ((1 + x, y, z) H---C 2.73 A,
N-H---C 153°), wMexmonexyisipHas BomoponxHas cBs3p tuna C-H---O -
C(3)-H(3Sa)---O(3)' ((0.5 —x, 0.5+, 0.5 —z) H--O 2.41 A, C-H---O 126°) u
MEXMOJIEKyJIsIpHble Bogopoansie cBa3u tuna C-H:---m: C(3)-H(3Sb)---C(10)'(m)
((0.5=x,-0.5+y,05—-z)H---C2.66 A, C-H---C 151°), C(3)-H(3Sb)---C(14)'()
(05 — x, 05 + y, 05 - z) H--C 28 A, CH-C 149°) u
C(3)-H(3Sb)---C(15)(1) ((0.5 —x, 0.5+ ,0.5 —z) H---C 2.59 A, C-H---C 149°).

Ipu amammse crextpo SIMP 'H u Bc NUPaHOOCH30THA3NHOB 4a—€ HCIONb-
30BaHbl 3aKOHOMEPHOCTH, HaWJEHHBIE BO BpeMs MOJAPOOHOTO H3yYeHHS OYEHb
ONMM3KUX IO CTPOCHUIO S5-KapOOHWJIBHBIX aHAJIOTOB, MPOBEAEHHOTO C MpPHBIIE-
YeHHeM METOAMK JBYMEpPHOW M KOppelaluOHHOHM crekTpockonuu [12]. Xapak-
TEPHOW O0COOCHHOCTBIO criekTpoB SIMP 'H MUPaHOOCH30THA3UHOB 4a—€ SIBIIICTCS
00YCIIOBJICHHBII IPOTOHAMH NMEPBUYHON aMUHOTPYIIBI CUHTJIET HHTEHCUBHOCTHIO
2H B obmactu 7.62—7.71 M. n. Takod XMMWYECKHI CIABUT TUIHYEH CKOpee s
aMHU/IOB, YeM JUIsI OOBIYHBIX aMHHOB (JUIsI CPaBHEHHS — IMPOTOHBI aMUHOTPYII
AHWJIMHOB PE30HUPYIOT B cpeHeM npu 4 M. A.). [loaToMy 1 He yIUBUTENBHO, YTO
2'-aMUHOTPYNINBl THPaHOOEH30THA3MHOB 4 B BOAHOW cpele HE 0O0pa3yroT
THAPOXJIOPUAOB, a Hpu nobaBieHHMH K uXx pactBopam B JIMCO-dg neiitepu-
POBaHHOH TpU(TOPYKCYCHOM KUCIOTHI HE MOAIAIOTCS IeHTepooOMeHYy.

O6pamjaer Ha ce0s BHUMaHWE HEOOBIYHOE MAJsl N-aJUIMIBHBIX (HParMeHTOB
pacuiernyienue curaaia npotoHoB rpynn N-CH, B ciekTpax mupaHoOeH30THA3HHOB
4b,d. Tak, ecnmu B cimyuae nupaHoOeH30THa3WHA 4e (AWUIMIBHBIA 3aMECTHTEITh
HaxomuTcs mpu arome N-2') 3TO THUNWYHBIA I criuHOBoW cucteMbl AA'MRX
nyoner oOmieli MHTEHCMBHOCTBIO 2H, TO y aJuIMiIBHOW TPYIIBI Y HHIOJIBHOTO
atoMa aszora N-1 mporonst B rpynne N-CH, cTaHOBATCS HAacTOIBKO
HEIKBUBAJIEHTHBIMU, YTO KaXAbI M3 HUX MPOSBISIETCS XOPOIIO pa3peuIéHHBIM
DyOseToM, XapakTepHBIM YKe JUIsl CIHHOBOHM cucTeMbl AB, T. €. ISl METHIICHOBBIX
IIPOTOHOB B TPOCTPAHCTBEHHO 3aTpPyJHEHHBIX HECUMMETPUYHBIX COEINHEHHSIX.
BsaumopeiictBue ¢ mnpotoHom coceaHed rpymmel CH He mpuBogur K
JIOTIOJIHUTENIFHOMY PACIIEIJICHHIO 3THX CUTHAJIOB, a JIUIIb BHI3BIBAET HEKOTOPOE
WX yIIHpEHHE.

[IpucyTcTBHE B MOJEKylaX H3y4YaeMbIX COEAMHEHUH JBYX OJMHAKOBBIX
CIMHOBBIX CHCTEM apOMaTHYECKHUX IPOTOHOB CEPBhE3HBIX 3aTPYJHEHMH B HX
WHTEpIpPETallMl HE BBI3BIBAET, IOCKOJBKY BCE IPOTOHBI XHWHOJOHOBOTO sjapa
MOTJIONIA0T B OoJiee CIabOM I0Jie, YeM MPOTOHBI MHJIOJUHOBOTO ()parMeHTa, a
MEIIAIoIMe TOYHOMY OTHECEHHUIO CHUTHAJIOB HAJIOKEHUS cirydaroTcs peako. Coine-
o0pa3zoBaHue M0 MUKJINYECKOW Cynb()aMUIHON TpyNIe CYIIECTBEHHO OCIIOXKHSET
apOMaTHUYECKyl0 00JacTh chekTpa. Tak, HampuMep, B CIHEKTpe TPHITHII-
aMMOHHEBOW COJHM Sa (B OTJIMYME OT COOTBETCTBYIOIIEH el Kuciod (opmer 4a)
TOYHO MIACHTU(PHULIUPOBATH MOXKHO TOJNBKO JBa apoMaTH4YecKHX mpoToHa — H-10'
nupaHoOeH30THa3uHOBOro QparmMenta u H-6 wHmonmunoBoro. Bce ocranmbHble
apoMaTHYECKHE MPOTOHBI U AMHHOTPYIIa 00pa3yloT ABa CIOXKHBIX MYJIBTUILIETA
nHTeHcuBHOCTHIO SH 1 3H cooTBeTcTBEHHO.

KonuyectBo cuTHAIOB M WX XHMHYECKHE CIOBUTH B crekTpax SAMP Bc
MOJTHOCTBIO COOTBETCTBYIOT (DOPMYJIaM CHHTE3UPOBAaHHBIX coeauHeHuil. CToib
CYLIECTBEHHOTO BIIMSHHA Ha XapakTep CIEKTpa cojeoOpa3oBaHHE B JaHHOM
cllydae HE OKasbIBaeT. VICKIloueHHe COCTaBisieT JIMIIb aTOM Yriepoja B OeH30-
tHazuHoBoM ¢parmente C—N-SO, cHrHajg KOTOpPOrO € HEepexoJloM OT KHCIOH
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¢opMBbI 4a K coseBOi 5a, T.€. C TMOSIBIIEHHEM Ha yKa3aHHOM aTOME a30Ta MOIIHOTO
OTPHIIATEIHHOTO 3apsi/ia, IpeTeprieBacT CHIIbHBIN TapaMarHUTHBIN CABUT Oojiee yeM
Ha 10 M. 7.

Ha macc-criektpax TepMmuuecKkasi HEyCTOHYMBOCTh MUPAHOOCH30THA3UHOB 4a—e
OTpa)kaeTcsl, KOHEYHO K€, HEraTMBHO. BmpodeM, B ciydae NPOHU3BOJHBIX,
coJiepiKallle aJKWIbHBIE 3aMECTHUTENH NMpH Cylb()aMUIHOM aToMe a30Ta, MHKH
MOJIEKYJISIPHBIX MOHOB 3a(uKcHpoBaTh BcE ke ymaércs. [lamee crnemyer BhIOpOC
SO, WM >TUMUHUPOBAHUE W3 MOJICKYJSIPHOTO MOHA N-alKWILHOTO ()parMeHTa.
B cnextpax coeaunenuit 4b,d,e TNPHUCYTCTBYIOT THKH, COOTBETCTBYIOIINE
ockomkam [M-All]", mpuuéM He3aBHCHMO OT TOTO, B KAKOH 4YacTH MOJIEKYIbI
HaxoAuTcs N-aJUIMIBHBINA 3amecTuTenb. OTIIENIeHHe METUIBHON TPYIIB s
MEPBUYHON (pparMeHTallid MOJIEKYJISPHBIX MOHOB MHUPaHOOCH30THA3WHOB 4¢,d He
xapakTepHo BoBce. [IponsBomHbie 0e3 N-3amecTuTeneil B 06H30THA3NHOBOM LIUKJIIE
OKa3aJich KpaitHe Ja0uibHbIME BemecTBamMu. [Ipu repeBojie B ra3oByo ¢Ga3y oHH
Cpazy e MpeTepreBaloT JOBOJIBHO ITyOOKYIO JECTPYKIIHIO, B PE3yJIbTaTe KOTOPOit
B Macc-CIeKTpax (pukcupyroTcs (parMeHTHl Jake He MEpBUYHOIO, a, CKopee
BCEr0, YK€ BTOPUYHOTO pacraja.

Takum oOpa3om, Mo pe3ysbTaTaM MPOBEIEHHOTO HAMH HCCIENOBaHMS Tpea-
JIOXKEH TIPerapaTHBHbBIA METO CHHTe3a 5',5'-aHoKcH 0B 2'-aMuHO-6'-R-1-R'-2-0kco-
1,2-murunpo-6'H-ciupo[unnon-3,4'-mupano|3,2-c][2,1]6en3otnaszun]-3'-kapOOHUT-
PHIIOB, TTO3BOJISIONINI MOTy4aTh KOHEYHBIE TPOIYKTHI B OJIHY CTAJHIO C XOPOIINMHU
BBIXOJaMHU M YHCTOTOH.

SKCIIEPUMEHTAJIBHASI YACTb

Cnektpst IMP 'H u C sarmcansr Ha mpuGope Varian Mercury-400 (400 u 100 MI'g
cootBeTcTBeHHO) B pactBope JIMCO-ds, BHyTpenuuii cranmapt TMC. Macc-criekTpsl
3aperucTpupoBansl Ha npubope Varian 1200L B peknMe NOJHOTO CKaHWUPOBAHUS B
muarazoHe 35—700 m/z, noamsanus 3Y (70 3B) nmpu npsimoM BBoze 0Opa3ia. DIeMEHTHBIN
aHaJM3 BBINIOJTHEH Ha MukpoaHanuzatope EuroVector EA-3000. TemmepaTyps! miiaBieHUs
OIIpEe/IeIICHBI B 3aMasiHHBIX C 000MX KOHIIOB KanMJUIsIpax Ha HU(POBOM aHAIN3aTOPE TOUYKH
wranerns SMP10 Stuart. Ucxonnsie 2,2-muokcunpl 1-R-1H-2,1-6en3otnasun-4(3 H)-oHOB
la—c nmomyd4eHsl o Metoauke paboTsl [17]. N-Ammmmmzatus 2b mony4eH anKuInpoBaHUEM
KOMMEpUYECKH JIOCTYIHOTO H3aTMHA (2a) OpOMMCTHIM QUITWJIOM [0 ONMCAaHHOM paHee
meronuke [18]. B pabore ucnonszoBan ManoHOHUTPI (3) pupmsr Merck.

5',5'-Inoxcun 2'-aMHH0-2-0Kc0-3'-uano0-1,2-quruapo-6'H-cnupo[nnmon-3,4'-
nupaHo[3,2-C][2,1]0en3oTnasun|-1'-uga TpuwdTHIammonusi (5a). K pactsopy 1.97 r
(0.01 momp) 6erzotnazuHa la B 15 M MeOH mo6aristtor 1.47 r (0.01 monp) u3artuHa (2a),
0.66 T (0.01 monb) manononutpmna (3), 1.4 ma (0.01 Monp) TpUITHIIAMHUHA M KHIIATST B
TedyeHne |5 MUH NpH WHTEHCHBHOM NepeMelnBaHMU. [IpH 3TOM yke depe3 HECKOJIBKO
MHUHYT U3 MPO3PAavYHOr0 PacTBOpa HAYMHACT BBINAJATh OCAJOK, a €T0 M3HAYAIBHO SIPKO-
KpacHasl OKpacka MEHsIETCSI Ha CBETJIO-KOPHYHEBYIO. PeakIMOHHYI0 CMECh OXJIaKAaloT.
BernenuBmmecss OecuBeTHbIE KPHCTAUIBI TPUATHIAMMOHHMEBOH coii Sa OT(MIBTPOBHI-
BalOT, IPOMBIBAIOT X00aHEIM MeOH, cymat B Bakyym-3kcukarope Hag P,Os. Beixon 3.40
r (69%). T. 1. 225-227 °C (c pasn.). Crexktp SIMP 'H, &, m. a. (J, I'm): 10.31 (1H, c,
1-NH); 7.62 (1H, n, J = 7.6, H-10"); 7.22-7.11 (5H, M, H-7.,8',9", NH,); 6.93 (1H, 1, J = 7.2,
H-6); 6.79-6.68 (3H, m, H-4,5,7); 3.00 (6H, x, J = 17.2, N(CH,CHj);); 1.10 OH, T, J= 7.2,
N(CH,CH;);). Cuextp SIMP C, 8, m. 1.: 178.8 (C-2); 160.6 (C-2'); 148.0 (C-10'b); 147.7
(C-6'a); 142.9 (C-7a); 133.9 (C-3a); 130.5 (C-8"); 128.9 (C-6); 126.5 (C-4); 123.3 (C-10";
122.0 (C-9"; 121.9 (C-5); 118.6 (C=N); 115.8 (C-7"; 112.6 (C-10'a); 109.7 (C-7); 106.4
(C-4'a); 58.6 (C-3"); 49.0 (C-4"); 46.3 (N(CH,CHs;)3); 9.3 (N(CH,CHs;)3). Macc-cnexrp, m/z
(Loms> %0): 262 (15), 234 (9), 197 (38), 195 (26), 168 (19), 140 (23), 119 (27), 104 (25), 92
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(16), 86 (100), 78 (36), 64 (21). Haiimeno, %: C 60.75; H 5.44; N 14.25; S 6.41.
C19H11N404S : (C2H5)3NH Bl:-l‘ll/ICJ'IeHO, %: C 6084, H 551, N 1419, S 6.50.

5'.5'-Nuokcnn  2'-amuHO-2-0KC0-1,2-1Urnapo-6'H-cnupo[nnnon-3,4'-nupano|3,2-C]-
[2,1]0en30THA3MH]-3"-KapOoHuTpuiaa (4a). Pacteop 4.93 r (0.01 Momp) TpUITHIAMMO-
HUeBoi conmu Sa B 30 mur Boabl monkucisitor pasbasnennoir HCI no pH ~3.5. Beinenus-
mmecss OeCIBETHBIE KPUCTAIUIB TMPAaHOOCH30THA3MHA 42 OT(WIBTPOBBIBAIOT, IPOMBIBAIOT
XOJIONHOM BOJIOW, cymiaT B BakyyM-3kcukarope Haa P,Os. Beixox 3.80 r (97%). T. mn.
296-298 °C (c pasi.). Crextp SIMP 'H, &, m. 1. (J, T): 11.89 (1H, ¢, 6'-NH); 10.69 (1H, c,
1-NH); 7.91 (1H, n, J = 7.6, H-10"); 7.62-7.54 (3H, m, H-8', NH,); 7.35 (1H, o, J = 7.2,
H-7"); 7.30-7.23 (2H, m, H-6,9"); 7.15 (1H, &, J = 8.0, H-4); 7.00 (1H, T, J = 7.4, H-5); 6.86
(1H, 1, J = 7.2, H-7). Cnextp IMP °C, 8, m. 1.: 177.3 (C-2); 159.9 (C-2'); 148.3 (C-10'b);
142.7 (C-7a); 137.2 (C-6"a); 133.1 (C-3a); 131.5 (C-8"); 130.1 (C-6); 126.5 (C-4); 124.8
(C-10"; 123.5 (C-9; 122.7 (C-5); 118.8 (C=N); 117.4 (C-7"); 115.0 (C-10"a); 111.7 (C-7);
110.3 (C-4'a); 57.7 (C-3"); 48.7 (C-4"). Macc-cuiektp, m/z (Iym, %): 262 (44), 234 (20), 197
(64), 195 (76), 168 (34), 140 (32), 119 (100), 104 (98), 92 (26), 86 (13), 78 (63), 66 (53),
64 (37). Haiineno, %: C 58.26; H 2.97; N 14.20; S 8.24. C;yH,N40,S. Brruucneno, %:
C 58.16; H 3.08; N 14.28; S 8.17.

CoabBaToruapat 5'.5'-nuokcuaa  1-amamia-2'-aMuH0-2-0Kco-1,2-muruapo-6'H-
cnupo[unnona-3,4'-nupano[3,2-c|[2,1]6en30THa3NH]-3'-kKapOoHUTPUIA ¢ aneToHOM (4b).
K pactBopy 1.97 r (0.01 monp) 6enzornazuna 1a B 10 min MeOH noGasistiror 1.87 1 (0.01
Mons) N-ammmmzatiaa (2b), 0.66 T (0.01 mons) mamononutpmia (3), 1.4 mu (0.01 moinp)
TPUITHIIaMHUHA W KUIATAT B TCUCHUC 15 MUH, TIIOCJIC YCTro PpCaKIMOHHYIO CMECH
OXJTAXKAAKT, pa30aBisitoT 30 M XOJOTHON BOJBI M MOAKHCIIOT pasbdasienHoir HCI mo
pH ~3.5. Tlocne mepekpucTaIM3allid W3 alleTOHAa MOMy4YaroT OeCIBETHBIE KPHCTAJLIBI
coJbpBaToruapaTa nupanodensoruasrina 4b ¢ aneronom. Brixox 3.00 r (59%). T. m. 241—
243 °C (c pasn.). Crextp IMP 'H, 8, m. 1. (J, Tw): 11.90 (1H, ¢, 6'-NH); 7.95 (1H, x,
J=1.2,H-10"; 7.67 (2H, ¢, NH,); 7.59 (1H, 1, J = 7.2, H-8"); 7.41 (1H, n, J = 6.8, H-7");
7.37-7.31 (2H, m, H-6,9"); 7.17 (1H, n, J = 8.0, H-4); 7.11 (1H, 1, J = 7.0, H-5); 6.97 (1H,
n, J = 7.6, H-7); 5.90-5.76 (1H, m, CH=CH,); 5.35 (1H, n, J = 17.2) u 5.17 (1H, &,
J=10.0, NCH,CH=CH.,); 4.39 (1H, 1, 27 = 16.0) u 4.31 (1H, 1, *J = 16.0, NCH,); 2.08
(6H, ¢, 2CH; anerona). Crexrp SIMP *C, 8, m. 1.: 206.3 (C=0 anerona); 175.7 (C-2);
160.1 (C-2"); 148.6 (C-10'b); 143.3 (C-7a); 137.1 (C-6'a); 133.3 (C-3a); 132.0 (NCH,CH);
130.7 (C-8"; 130.2 (C-6); 126.4 (C-4); 125.0 (C-10"; 123.7 (C-9"); 123.4 (C-5); 119.0
(C=N); 117.4 (NCH,CH=CH,); 117.2 (C-7"); 115.2 (C-10'a); 111.6 (C-7); 110.0 (C-4'a);
57.5 (C-3"); 48.4 (C-4"); 42.8 (NCH,); 31.3 (CH; anerona). Macc-criektp, m/z (Iyy, %): 302
(15), 235 (72), 206 (100), 197 (41), 180 (32), 153 (17), 126 (24), 119 (99), 104 (15), 92 (31),
78 (22), 64 (12). Haiineno, %: C 59.14; H 4.70; N 10.96; S 6.23. C,,H;sN4O4S - (CH;),CO -
H,0. Beruucneno, %: C 59.05; H4.76; N 11.02; S 6.30.

5',5'-luokcus 2'-aMuHO0-6'-MeTHI-2-0KCc0-1,2-muruapo-6'H-cmpo [unmoa-3,4'-
mpano[3,2-C][2,1]0en30THa3uH]-3"-kapGoHuTpUIa (4¢) MoNMydatoT u3 OeH3oTHaszuHa 1b
[0 METOJHMKE CHHTE3a TPHITHIAMMOHHUEBOU conu Sa. Brixox 76%. becuperHsie kpucrain-
ael ¢ T. i, 268-270 °C (c pazn.). Cnextp SIMP 'H, §, M. 1. (/, Tm): 10.72 (1H, ¢, 1-NH);
7.98 (1H, n, J = 8.0, H-10"; 7.71 (1H, T, J = 7.4, H-8"); 7.62 (2H, ¢, NH,); 7.50 (1H, &,
J=8.4,H-7);743 (1H, 1, J= 7.4, H-9"); 7.31 (1H, 1, J= 7.2, H-6); 7.26 (1H, 0, J="7.2, H-4);
7.01 (1H, 1, J= 7.4, H-5); 6.87 (1H, 1, J = 7.6, H-7); 3.25 (3H, ¢, NCH;). Criextp SIMP "°C, §,
M. 1. 177.2 (C-2); 160.0 (C-2"); 148.8 (C-10'b); 142.8 (C-7a); 139.7 (C-6'a); 133.7 (C-3a);
131.7 (C-8"); 130.3 (C-6); 126.3 (C-4); 125.2 (C-10"; 124.4 (C-9"); 122.9 (C-5); 119.2 (C=N);
117.4 (C-7"; 116.6 (C-10'a); 111.5 (C-7); 110.5 (C-4'a); 57.9 (C-3"); 49.2 (C-4"); 32.5 (NCH,).
Macc-criektp, m/z (Iym, %): 406 [M]" (3), 342 [M — SO,]" (22), 314 (59), 195 (86), 168 (23),
133 (56), 132 (88), 105 (73), 104 (100), 102 (19), 77 (31), 64 (26). Haiineno, %: C 59.02;
H 3.39; N 13.87; S 7.76. C»H4N4O,S. Beraucieno, %: C 59.11; H 3.47; N 13.79; S 7.89.

[Mupanoben3oTnaszuusl 4d,e IOTY9Iar0T aHAJIOTHYIHO.

5'.5'-Muokenn  1-annmn-2'-aMuHO0-6'-MeTHI-2-0KCc0-1,2-M1MruaApo-6'H-cnupo[ungo.-
3,4'-mupano|3,2-c][2,1]6en3oTna3un]-3'-kapoonntpuaa (4d). Berxog 75%. T. mr. 263—
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265 °C (c pazin.). Cuekrp AMP 'H, 8, m. 1. (/, Tw): 8.00 (1H, n, J = 7.6, H-10"); 7.76-7.67
(3H, M, H-8', NH,); 7.51-7.47 (2H, m, H-7',9"); 7.41 (1H, n, J = 7.2, H-4); 7.35 (1H, T,
J=6.8, H-6); 7.10 (1H, 1, J = 7.0, H-5); 6.98 (1H, n, J = 7.6, H-7); 5.91-5.77 (1H, ™,
CH=CH,); 5.36 (1H, o, J=17.2) u 5.19 (1H, 1, J = 10.0, NCH,CH=CH,); 4.42 (1H, &,
2J=16.8) u 4.30 (1H, 1, ’J = 16.8, NCH,); 3.24 (3H, ¢, NCH;). Cniextp SIMP "°C, §, m. 1.:
175.6 (C-2); 160.1 (C-2"); 149.0 (C-10'b); 143.3 (C-7a); 139.7 (C-6'a); 133.8 (C-3a); 132.1
(NCH,CH); 130.9 (C-8"; 130.4 (C-6); 126.2 (C-4); 125.3 (C-10"; 124.5 (C-9"); 123.6
(C-5); 119.2 (C=N); 117.4 (NCH,CH=CH,); 117.2 (C-7"); 116.6 (C-10'a); 111.2 (C-7);
110.2 (C-4'a); 57.6 (C-3"); 48.8 (C-4"); 42.9 (NCH,CH=CH,); 32.5 (NCHj3;). Macc-cuekrp,
m/z (Lo, %): 446 [M]" (18), 405 [M — All]" (35), 382 [M — SO,]" (39), 341 (24), 235 (19),
211 (100), 206 (27), 180 (30), 118 (38), 105 (11), 104 (14), 91 (30), 77 (35), 64 (16).
Haiineno, %: C 61.95; H 3.97; N 12.49; S 7.22. C,3H3N4O,4S. Brrumcieno, %: C 61.87;
H 4.06; N 12.55; S 7.18.

5',5'-Tuokcusn 6'-amna-2"-aMuHo-2-0kc0-1,2-muruapo-6'H-cnupo [manos-3,4'-
nupano[3,2-c][2,1]6en3oTnazun]-3'-kapoonurpuia (4e). Bexon 75%. T. mm 252
254 °C (c pazn.). Cuektp SAMP 'H, 8, m. 1. (/, T'm): 10.75 (1H, ¢, 1-NH); 7.97 (1H, n, J =
7.6, H-10"); 7.73-7.61 (3H, m, H-8', NH,); 7.50 (1H, n, J = 8.0, H-7"); 7.44 (1H, T, J= 7.2,
H-9; 7.32 (1H, n, J= 7.2, H-4); 7.27 (1H, 1, J = 7.4, H-6); 7.02 (1H, 1, J= 7.0, H-5); 6.88
(1H, n, J = 7.2, H-7); 5.88-5.74 (1H, M, NCH,CH=CH;); 5.16-5.05 (2H, w,
NCH,CH=CH,); 4.42 (2H, n, J = 4.8, NCH,). Cnextp IMP “C, §, m. 1.: 177.1 (C-2);
159.9 (C-2"); 148.6 (C-10'b); 142.7 (C-7a); 138.5 (C-6'a); 133.2 (C-3a); 132.7 (NCH,CH);
131.7 (C-8"); 130.2 (C-6); 126.2 (C-4); 125.1 (C-10"); 124.8 (C-9"); 122.8 (C-5); 120.0
(NCH,CH=CH,); 119.2 (C=N); 117.9 (C-7"; 117.4 (C-10'a); 112.4 (C-7); 110.5 (C-4'a);
57.8 (C-3"); 50.9 (NCH,CH=CH,); 49.2 (C-4'). Macc-cnektp, m/z (Iyy, %): 432 [M]" (1),
391 [M - All]" (13), 368 [M — SO,]" (1), 237 (100), 210 (12), 195 (17), 158 (13), 146 (68),
130 (18), 119(42), 115 (28), 89 (36), 64 (26). Haiineno, %: C 61.18; H 3.80; N 12.88;
S 7.52. CH6N4O4S. Beraucneno, %: C 61.10; H 3.73; N 12.96; S 7.41.

PeHTreHOCTPYKTYpHOE HCCJIE0BAHNE COTbBATOrHAPATA MUpPanodeH3oTHazuHa 4b ¢
ameronom. Kpucramier (C,pH ¢N4O4S - (CH3),CO - H,O, M 508.54) TpuxiuHHBIC
(aneron), mpu 20 °C: a 9.7745(5), b 11.8873(9), ¢ 12.023(1) A; o 86.681(6), B 67.164(6),
y77.262(5)°; V 1255.2(2) A%, Z 2; mpoctpanctBennas rpymmna Pi; dy., 1.346 t/em’;
pw(MoKa) 0.177 MM '; F(000) 532. TlapameTpbl 7IeMEHTAPHON SUECHKH U MHTEHCHBHOCTH
10108 otpaxkenuii (5767 He3aBUCHMBIX, Riy 0.038) m3mepensl Ha mudpakromerpe Xcalibur-3
(CCD-perexTop, rpadMTOBBII MOHOXPOMATOp, M-CKaHUPOBaHUE, 20, 55°). CtpykTypa
pacmudpoBaHa IpsMeIM MeTooM o Kominiekcy mporpamm SHELXTL [19]. [Tonoxenns
aTOMOB BOJIOPOZA BBISBICHBl M3 PA3HOCTHOTO CHHTE3a JJICKTPOHHOM IUIOTHOCTH H
YTOUHEHBI 10 Mojenu "Hae3gHUK" ¢ U, = nU,, HEBOJOPOAHOTO aTOMa, CBS3aHHOIO C
JTAaHHBIM BOJOPOJHBIM (1 = 1.5 11 METHJIBHBIX TpyHn U # = 1.2 71 OCTaJIbHBIX aTOMOB
Boziopoa). CTpykTypa yrouHeHa mo F° mnomHomatpumaneiM MHK B aHH30TpOmHOM
MIPUONKCHAN 111 HEBOJOPOJHBIX aTOMOB 10 WR, 0.148 mo 5658 otpaxkenusm (R; 0.060
mo 2970 orpaxenusm ¢ F > 4o (F), S 0.916). Ilonnas kpucramiorpadudeckas wHOOp-
Malusi [0 COJbBaTOrWApary nupaHoOeH3otHazuHa 4b ¢ aleToHOM JernoHMpoBaHA B
Kemb6pumxckom 6anke cTpykTypHBIX AaHHBIX (nemoHeHT CCDC 1008249).

PeHTreHocTpyKTYypHOE HcC/Ie0BAHME TPUITWIAMMOHMEBOH coum Sa. Kpucramisl
(CioH;1N4O4S - (C,Hs);NH, M 493.58) wmoHokmuHHBIE (MeraHOn), mpu —173 °C:
a 8.193(3), b 12.160(3), ¢ 24.42(1) A; B 96.12(3)%; ¥ 2419(1) A*; Z 4; npocrpancreennas
rpynna P2/n; dyy 1.355 r/em’; w(MoKa) 0.176 mm'; F(000) 1040. ITapamerpsr
JJNIEMEHTApHON sYelikn W wWHTeHCHBHOCTH 16500 orpaxennit (4261 HE3aBUCHMEIX,
R;i,10.095) wm3mepensl Ha mudpaxromerpe Xcalibur-3 (CCD-nmerekrop, rpaduToBbId
MOHOXPOMATOp, ®-CKaHUPOBaHUE, 20y, 50°). Crpykrypa pacmmdpoBaHa npsMbIM
MetogoM 1o kommwiekcy mporpamMm SHELXTL [19]. Ilonmoxkerms aToMOB BOIOpoOna
BBIABIICHBl M3 PAa3HOCTHOTO CHHTE3a 3JCKTPOHHOW IIOTHOCTH W YTOYHEHBI 110 MOJEIH
"Hae3nHUK" ¢ U, = nU,, HEBOAOPOJHOTO aToMa, CBS3aHHOIO C JAHHBIM BOJOPOIHBIM
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(n=1.5 U1 METHIBHBIX Ipynm U # = 1.2 A7 OCTaJIBHBIX aTOMOB Bozxopona). CTpyKkTypa
yTOYHEHA II0 F? nonHoMatpuuHbiM - MHK B aHM30TpOITHOM MpPHONIMKEHHH VIS
HEBOJIOPOJIHBIX aTOMOB 710 WR, 0.178 mo 4161 otpaxenuto (R, 0.093 mo 1142 otpaxeHusm
¢ F>4c (F), S 0.758). Ilomnas xpucramiorpadpudeckas HHPOPMALIUSA MO TPUITHIAMMO-
HHUEBOH coim 5a nenoHupoBana B KeMOpumKcKoM OaHKe CTPYKTYPHBIX JaHHBIX (JICTIOHEHT
CCDC 1008250).
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