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R' = Ar, Alk; R? = Ar, Alk, Hetar; X = CH,, CH,0, CH,CH,

OOHapyKeHO, YTO CyTbHOHUIUPOBAHHE aMUAUHOB 1,2,3-THaana30IKapOOHOBOM KUCIOTHI B MIPUCYTCTBUH OCHOBAHUS COTIPOBOMKIACTCS
neperpymnmnupoBkoir Kopudopra 1,2,3-tnamuazonsHoro nukna B 1,2,3-TpHa3oNbHBIE U TPUBOAMT K OOpa30BaHHIO 2-3aMEIICHHBIX

1,2,3-Tpra3oJ0B ¢ BEICOKMMH BBIXOJIaMH.

Kiwuesble ciioBa: N-cynbHoHUIAMUAUHBL, 2-CyabGOHMI-1,2,3-Tpra3oisl, CyIbPOHUIXIOpUIbI, 1,2,3-THaauas3osl, IeperpynmipoBKa.

B npoioiIKeHue HAIIMX MCCIIEIOBAHMIA,' HaNPaBIeHHBIX
Ha cuHTe3 N-Cynb(hOHUIAMHUINHOB C 3aJaHHOM Omojormye-
CKOIl aKTHBHOCTEIO, C LIENbI0 MosTydeHust N,N'-1n3aMenieH-
HBIX aMUAWHOB 1,2,3-THannazonkapOOHOBON KHCIOTH 3
MBI HCCIIEIOBAIM PEaKIHI0 aMHUIUHOB la—i ¢ GeH3omI- |
cynbonmnxnopunamu 2a—h. Oka3zanoch, 4TO aMUIUHBI
la—i WHEpPTHBI MO OTHOIICHUIO K cOeAMHeHUsIM 2a—h mpu
npoBeaenun peakiun B CHCl; mpu pa3HbIX Temmeparypax.
ITo marueiM TCX, peaknuioHHAs CMECh COCTOUT U3 MCXO-
HbIX coeauHeHui. [Ipu mpoBeneHUM peakuuu TUaauas3oja
la ¢ cymepormIxnOpuaoM 2¢ B mpucyrctBuu DBU mpu
KOMHaTHOW TemmepaTtype Mmeronom TCX Oputo oOHa-
py’XeHo o0pa30oBaHHE HOBOTO COCIUHEHHUS, HO PEaKITHs
nporekana meaiieHHo. [ToBwimenne temmneparypsl a0 30 u
61 °C npuBeno kK 00pa3oBaHUIO CMECH HECKOJBKUX COEJH-
HEHUHU ¢ ONHM3KOM XpomarorpadudecKoi TOIBHIKHOCTBIO.

© 2019 JlaTBHiCKHil HHCTUTYT OPraHUYECKOTO CHHTE3a
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Mpsl 0OHapy>XWIH, Y4TO TPeIBAPUTENbHBIA HarpeB THAIH-
azosna la B CHCI; B mpucyrcteun DBU B tedenune 2 4 ¢
MOCIIEAYIONUM T00aBJIeHHEM CyIbGOoHIIXIOopUaa 2¢ (Tipu
KOMHATHOW TeMIIepaType) IMO3BOJISET MOJHOCTHIO OCYIIe-
cTBUTH IpeBpanierne 3a 1 4 (mo ganaeiM TCX) ¢ obpaso-
BaHHEM HOBOTO COEOMHEHUS. DTH yCIOBHS OBUIM HCIONb-
30BaHbl JUIS BCeX peaknuid THaguasonoB la—i ¢
cynmshoHmxnopunamu 2a—h (cxema 1).

JlarHBIE Macc-CeKTpoB (MoHM3amus DY) M CIEKTPOB
SAMP 'H cormacyioTcst ¢ TpeamonaraeMoii CTpyKTypoii
JTU3aMEIeHHBIX aMUIUHOB 3. OTHAKO HaNMW9Ke B CIIEKTPax
SAMP “C stux coemmHennmii curanos B obnacta 178.8—
182.5 M. x., xapaktepueix ams rpymmel C=S,'" nporuso-
pednT npeamnosaraemor ctpykrype 3. Kpome Toro, panee
HamMu OBIJIO TIOKa3aHO, YTO OCHOBHBIM HAIIPAaBJICHHEM
(dparMeHTanuu coenuHeHU 1 B Macc-CIEKTpax BTOPOTO
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1aR"=Ph, X= CH,CHy; b R" = 4-MeCgH,4, X = CH,CH;

¢ R" = 4-MeOCgHj, X = CH,CHy; d R" = 4-MeCgHy4, X = CH,0;

e R" = 4-FCgHy4, X = CH,0; fR' = Ph, X = CH,; g R" = 4-MeCgH,,
X = CHy; h R = 4-MeOCgH,, X = CHp; i R' = Et, X = CH,

2 aR? =Ph, b R? = 4-MeCgH,, ¢ R? = 4-MeOCgH,,

d R? = 4-O,NCgH,, e R? = 4-FCgHy, f R? = Et, g R? =@002Me
nopsiaka (MC/MC) siBisieTcst OTILEIUICHHE MOJIEKYJbl Nj
or 1,2,3-THagmasonsHoro mukiaa.” TeM He MeHee B
CIIEKTpaxX COEAUHEHHH C TMpearojiaraeMod CTpyKTypou 3
o [M+H-N,]" oTcyTcTByeT, 4TO Takke OIpPOBEpraeT
00pa3oBaHUe JAHHOTO MPOIYKTA.

Ha ocnoBammn nanebix PCA 1ms nByx coenuHEHHI
atoro psna (puc. 1, 2) 6b1 cenad BeIBOJ 00 00pa3oBaHuU
MPOJIYKTOB JPYroro TUIIAa — H30MEPHBIX 2-CyJb()OHMII-
1,2,3-tpuazonoB 4a-n (cxema 1, Tabm. 1), crpoeHue
KOTOPBIX Takxke coryacyercs co cnekrpamu SIMP u macce-
cHeKTpamMu. XapakTEepUCTUYHBIMU CUTHAJIAMU B CIIEKTPax
SIMP 'H coeMHEHUH 4a—n SBISIOTCS CUTHAIBI MPOTOHOB
rpynnsl NH npu 9.20-10.61 m. 1. Curnansr atomos C-4 u
C-5 TtpuazonmpHOro nukina mnpu 135.5-147.4 u 146.6—
148.1 M. & COOTBETCTBEHHO OTHECEHbI Ha OCHOBaHUH
JIAHHBIX IBYMEpHbIX dKcrepumentoB SIMP 'H-">C HMBC
n '"H-""C HSQC tpuazonos 4i-k. K coxanenmio, macc-
CIIEKTPhI OTPULATCIIBHBIX HWOHOB, KOTOPBLIC WCIIOJb30Ba-
JIUCh paHee JUIsl UCCIIeIOBaHUS TpaHCOopMaIiii B Ta30BOH
(daze paszHoOOpa3HBIX guazocoenuHeHwit u 1,2,3-Tpu-
a30JI0B,” OKA3aJIMCh HEJOCTATOYHO HH(OPMATHBHBIMH 1 HE
TIO3BOJIMJIM BBIABUTH XAPAKTCPHUCTUYCCKUX CTPYKTYPHBIX
0COOEHHOCTEN HAHHBIX COSIMHEHUI.

Peakiust mmeer oOmuii XapakTep: BCE HCCIEAYyEMBIE
amunuHel la—i, cozepikamme pazHOOOpa3HBIE 3aMECTH-
TCIIH, B3aHMOHeﬁCTByIOT C Pas3sIMYHBIMU AJIKWJI- U apuiI-
CcynbHOHMIXIOpHUIAMU 2a—g PETHOCENIEKTUBHO C 00pa3o-
BaHUEeM 2-Cynb(hoHMI-1,2,3-Tpra3zonoB 4a—m ¢ BBIXOIAMH
67-98%.
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Taéauna 1. Berxoxsr 2-cynsdonmi-1,2,3-rpuasonos 4a—m

Coepa- R X R? Beixox, %

HEHHE
4a Ph CH,CH,  4-MeOC,H, 86
4b 4-MeC,H, CH,CH,  4-MeCH, 80
dc 4MeOCgH,  CH,CH,  4-MeCeH, 81
4d 4-MeOCH,  CH,CH,  4-O,NCoH, 90
de 4MeOCH,  CH,CH, d\cozm 80
af 4-MeC H, CH;0 4-FC4H, 81
4g 4-FC4H, CH,0  4-MeOCeH, 83
4h 4-MeOC,H, CH,  4-MeOC,H, 70
4 Et CH, 4-MeC,H, 98
4 4-MeOC,H, CH, Ph 82
4K Ph CH, Et 67
41 4-MeC,H, CH,  4-MeOCqH, 81
4m Ph CH,  4-MeOCH, 87

B otnmume ot peakmum amunuHOB la—i ¢ cymb(oHMI-
XJopuiaMu 2a—g, MpU B3aUMOAECUCTBUUA aMUIMHOB la—i C
XJIOpaHTHAPUIAMA  KapOOHOBBIX KHCIOT (n-HUTPO-, XJIOpO-,
METWI- ¥ METOKCH3aMEIICHHBIMH OCH30MIXIOPUIaMH)
00pa3yloTcsi CMECH HECKOIBKHX COCAMHEHUH, pa3iennuTb
KOTOpBIC HE yIaloch. MIHTEPECHO OTMETHUTB, YTO PEaKIH
amuauHa le ¢ 6emsomnxiaopunom (2h) nmporekaeT rmaako c
oOpasoBanueM 2-6er3omi-1,2,3-rpuazona 4n.

CymecTByromme MeTonbl CUHTe3a 2-cyibdonmi-1,2,3-
TPHa30JI0B BKIIIOYAIOT MEPETrpyNIHUpoBKY |-cynbdonni-
1,2,3-tpuazonos,® karanusupyembie HoaoM peaxiuu 1,2,3-
TPHA30II0B C TONYOJICYIb(GHHATOM® H NPAMOE CyIb(o-
HupoBanue 1,2,3-Tpua3onoB CyJb(QOHWIXIOPUIAMH B
opraHmueckux pactBoputensx.’ PermocenexTiBHOe 0Gpa-
30BaHHE 2-CynbQoHUI-1,2,3-TpHazonoB 3a(pHUKCHPOBAHO
HaMu MpHu B3auMopenctBuu 4-azonui-1,2,3-TpuazosioB ¢
2,4-numeTtnnbensoncynbhonnmazuom.” Bee cymecTByio-
mye MeTOAsl CcuHTe3a 2-cynbdoHmi-1,2,3-Tprua3onos
MMEIOT OmpejielieHHble HexocTaTkn. Meron Mypakamu®
MPHUBOAUT K cMecH 1- m 2-cynmb(oHui-1,2,3-TprazoioB u
BBIJICICHUE YHCTOTO 2-cynbdoHmi-1,2,3-Tpua3ona tpedyeT
MIPOBEICHUS CENEKTUBHOTO TUAponu3a 1-cymbponmi-1,2,3-
TpHa3ona C MOCIHEIYIOUUM pa3ielIeHueM Tpuaszola Hu
2-3amemeHHoro 1,2,3-tpuasona. Karanusupyemas nonom
peakius He3aMelleHHBIX 1,2,3-Tpra3osoB ¢ cynb(uHaTaMu
OlucaHa TOJBbKO Ha IpPUMEPE PEAKLUUH TOIYOJICYIb(H-
nata.’ Ilpsmoe cynbhonumuposanne 1,2,3-TpHasonos B
peakuy ¢ cyIb(QOHUIXIOPUIAMH, KaK ITPAaBUIIO, TIPUBOAUT
K cMecu 1- u 2-3amenieHHbIX 1,2,3-TpHa3osoB, KOTOpbIE
HEOOXOMMO PA3eNATh C MOMOIIBIO KpUCTALIH3amum. ™
OOHapyxeHHOe HaMu peruocrnenupuiHoe oOpasoBaHUE
2-cynb(onui-1,2,3-TprazonoB 4a—m IPOUCXOJUT, BEPOSITHO,
n3-3a CTEPUYECKHUX NPEMATCTBUH ISl aTakd CyJIb(OHMUI-
XJIOpHaMHU aTOMOB a30Ta B mosiokeHuu 1 u 3 1,2,3-tpu-
a30JIbHOTO IHKIA. Pacrionosxenue 3amecturens y aroma N(2)
TPUA30JILHOTO IUKJIAa OJHO3HAYHO JOKA3aHO PEHTIEHO-
CTPYKTYPHBIM aHAIN30M coenuHeHuni 4g.i (puc. 1, 2).
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Cxema 2
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ITo ananmormm c¢ tpanchopmanumein coequnenuii 1 npu
obpadorke EtONa B EtOH B HatpueBble couu
S-cynbdonunamuno-1,2,3-tuaauazon-4-kapooTHOAMHUIIOB it
MBI TpeArnoyiaraeM, 4ro coequHeHus 1 mox aeHcTBUEM
DBU mnperepnesator neperpynnuposky B coau DBU u
5-cyneponunamuno-1,2,3-rpuason-4-kapboTnoamMuIos 5.
OTa neperpynmnupoBKa BKIIOYAET IeTepo3NeKTPOLUKINYe-
CKMeE Peakiuy packpeITHs 1,2,3-THagua30IbHOr0 MHKIA 1
nukIu3annu auasoumMuHoB DI ¢ obGpasoBanuem coenu-
nenmit 5.° Peaxuus coneit 5 ¢ Gemsomnxiopugom (2h) u
CyIb(OHMIXJIOpUAaMHU 2a—g 3aBepIlacT Mmpolecc oopaso-
BaHUA coenuHeHul 4 (cxema 2).

CoenuHeHne 4g KpUCTAUIM3YeTcd B LIEHTPOCHM-
METPUYHOM INPOCTPAHCTBEHHOW IpyNIe TPUKIMHHON
cucteMpl. OOmmMi BUA MOJEKYJIbHl M NPUHATAasE B CTPYK-
TYpHOM 3KCIEpUMEHTE HyMepalus aTOMOB IOKa3aHbI Ha
puc. 1. B Monekyine THoaMuaHbIil ()parMeHT pa3BEepHYT
OTHOCHUTEJIbHO TIOCKOCTH TPHAa30JbHOTO nukia Ha 37° u
(dopMHpYeT BHYTPUMOJIEKYJSIPHYIO BOJOPOIHYIO CBS3b C
rpynnoi SO,N(5)H (tabm. 2).

Topcuonnsrit  yron N(3)-C(4)-N(5)-S(2) cocraBnsiet
49.4(4)° u rpymnma N(5)SO, HE UMeEEeT CYIIECTBEHHOTO
COTPSDKEHHSI C TPUA30JbHBIM LUKIOM. MHTEpecHO, 4To, B
OTJIMYME OT POACTBEHHOTO coeamHeHus 4i, atom N(5) B
COCIMHEHUH 4g MMEEeT HEIUIOCKYI0 TEOMETPHUIO U BBIXOIHUT
U3 TUIOCKOCTH cMexkHBIX atomoB H(5)-S(1)-C(4) na 0.325 A.
OueBUIHO, B JaHHOM cjydae KOHQHUrypauus onpejae-
JIgeTCsl reoMeTpueill BOJAOPOJHOW CBSI3U, a HE 3JIEKTPOH-
HbIMH d(dekrtamu cMexHOH rpymibsl SO,Ar ¥ TpUa3olb-
HOTO IMKJIa. ATOM a30Ta MOP(OIMHOBOTO IMKJIA IJIOCKHH,
3aMeCTUTENb MOP(OIMHIITHOAMHIHOTO (hparMeHTa UMeeT
TpamuIMoOHHY0 KoH(popmaruio "kpecnmo" ¢ (mceBmo)-
aKCHAJIBHBIM pacrosiokeHueM rpymnmnsl C=S U He JAEeMOH-
cTpupyeT KOH(OpPMaIMoHHON pazymnopsaodeHHocTH. DTop-
(eHWITBHBII  3aMECTHTENIb XapaKTEePU3yeTCsl MOIIHBIMH
muOpanysaMu B IUIOCKOCTH IMKJIa. B kpucramne Habimio-
JmaroTcs ciaabble MEXMOJISKYJISIPHBIE BOJOPOAHBIE CBS3H
0O(3)---HC(1) (=x, =y, —) ¢ paccrosruem O---H 2.36 A (ma
0.36 A wmenbme cymmbl paamycos Bau-nep-Baanbca) u
CHIIBHBIA KOHTaKT MEeXIy aToMoM kuciopoaa O(2) u ¢par-
menTom C(10)H; (—x, 1 — y, —z) MOp¢hOTMHOBON TPYIIIBL.

Tabéauua 2. BonopoaHsle cBA3M B KpUCTAIaX COSAMHEHUN 4g,i*

Yron
Coenu- d(D-H), d(H---A), d(D---A),
HEHUe D-H A A DHa, A A
rpan.
4g  N(5)-H(5) 0.843) 2.51(3) 136(2) 3.169(2) S(3)
4i  N(5)-H(5) 0.82(5) 2.35(5) 140(3)  3.027(3) S(3)

*H---A <r(A)+2.000 A, yron DHA >110°.
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[Tpoune HaGmOgaeMble OTKIOHEHUS! OT CTAaHJIAPTHBIX 3HA-
YEeHUH MEXMOJIEKYISPHBIX KOHTAKTOB HE3HAUUTENbHEL.
CornacHo manHelM PCA coenunenue 4i camonpous-
BOJILHO KPUCTAJIM3YEeTCsl B BHUJE arjioMepara XUpalbHbIX
pomOundeckux KpuctamwioB. Mosekyna 4i peMoHCTpupyer
CYIIECTBEHHbIE KOH()OPMALMOHHBIE OTJINYUS B CPAaBHEHUH
¢ coequnenueM 4g. 1,2,3-Tpua3zonbHbld GparMeHT UMeeT
OOBIYHYIO ISl 2-3aMEIEHHBIX TPHA30JI0B TE€OMETPHIO.
B cpennem miuHbl cBAzei N-N U yCIIOBHO [BONHBIX
cem3eit C=N 2-zamemeHHbIX 1,2,3-TpHa3oyioB JexarT B
npenenax 1.33-1.34 A, B To Bpems kak gauHa cazu C—C
cocrapiser okono 1.41 A. Banentmblit yrom N-N-N
omm3ok kK 115°, B TO BpeMs Kak 3HAYCHUS OCTaJIbHBIX
BaJICHTHBIX yIJIOB He mpeBbimaioT 110°. Taxas reomerpus
SIBII€TCS OOBIYHOM N7 HEKOHJIEHCUPOBAaHHBIX 2-3aMe-
meHHbIX 1,2,3-Tpra30i0B U HETI0OX0 BOCIPOU3BOJUTCS HE
TOJBKO IS 2-Cynb(OHMII-, HO W Uil Pa3IMYHBIX MPOM3-
BOJIHBIX 2-aJIKWI- U 2-apI/IJI-1,2,3-TpI/Ia3OHOB.9 Heckonbko
AQHOMAJIbHO B pacCMaTpHUBaeMON CTPYKType BBIVIAIUT Mapa
ceaseit C(4)-N(3) 1315 A (MeHbIIe cpefHero 3HadeHus),
N(2)-N(3) 1.374 A (6ombIue cpeHero 3HaUeHUs) U CBA3AH-

Pucynox 1. MonekynspHas CTpyKTypa COeIUHEHUs 4g B mpel-
CTaBJICHHH aTOMOB JJUTHIICOMJIAMHU TEIUIOBBIX Kosebanuit ¢ 50%
BEPOATHOCTBIO.

Pucynok 2. MonekynspHas cTpyKTypa coenuHenus 4i B mpen-
CTaBJICHUH aTOMOB JJUTHIICOMJIaMU TEIUIOBBIX Kosebanuit ¢ 50%
BEPOSTHOCTBIO.
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HbI ¢ HUMH BaneHTHBIH yron C(5)-C(4)-N(3), paBHbIH
110.97°. OTx0HEHUSI MOTYT OBITH OOBSICHEHHI +M-3(hekToM
COIIPSHKEHUST C aTOMOM a30Ta CyiIb()OHWIAMHHOTPYTIIHI.
S1o moxaTBepKAacTces ykopouenueM caszu N(H)-C(sp?) Ha
0.03 A (c 1.404 nmo 1.377 A) B coemuuenmu 4i 1o
CpPaBHEHHIO C MOJIEKYJION 4g, B KOTOPOH Cephe3HBIX MCKa-
KCHHH TEOMETPHH TPHA30JIFHOTO (parMeHTa He HabIiro-
JIaeTCs, a aTOM a30Ta HAXOJAUTCA B Sp -THOPHIN30BAHHOM
COCTOSTHMM 0€3 CONpPSDHKCHUSI CBS3eH C TPHA30JIbHBIM
¢parMeHTOM. MOKHO TPEINONOXKUTh, YTO Ha CTEICHb
CONPSHKEHUS aToMa a30Ta CyIb()OHMITAMHHOTPYNIBI C
TPHUA30JbHBIM LUKJIOM BIHSET NPUpPOJa 3aMecTHTens R
rpymrsl RSO,NH, 1 371eKTpOHOTOHOPHAS STHIIbHAS TPYIIIIa
YBEIMYNBACT CONPSDKCHUE C TETEPOIMKIOM. THOaMUaHBIN
(¢parMeHT pacmonaraeTcsi NPUOIH3UTENFHO B IUIOCKOCTH
TPHA30JILHOTO IUKIIA, €T0 KOH(OPMAIWS 3aKpeTUIeHa BHYTPH-
MOJIEKYJISIpHOM BogoponHoi cBsizbio NH: 'S ¢ ydactuem
aToMa a3oTa CyJab(pOHMIAMHHOTPYMIEL Y aTroMa azota N(5)
IUTOCKasi TpeyroyibHas KoHgurypanus. [TuppomuInHOBbIH
oK1 uMeeT KoH(popMmarmrio "KoHBepT' 0e3 3aMeTHOM
pasynopsgo4eHHOCTH aToMoB. [Tomnmo 3toro, atom O(4) B
rpymre N(5)SO, pacrmonaraeTcs B IUIOCKOCTH TPHA30JIb-
Horo 1UKiIa, popmupys xenatHblit meHTp S(3)-N(5)-0(4).
Kaknx-mbo cymecTBEHHO YKOPOYEHHBIX MEXMOJICKY-
JSIPHBIX KOHTAKTOB B KpUCTaIIe HE HaOMoaaeTcs.

Takum o00pa3oMm, B pe3yiabTaTe M3YUCHHS pPEaKIUH
N-cynbhonnn-1,2,3-tnaamazon-4-kapOuMuIaMUIOB C
Cymb(OHWIXIIOpUAaMU  pa3paboTaH APQPEKTHBHBIA U
peruocrieniuUUHBIN ~ METOX  CHHTe3a  2-Cynb(oHMI-
TPHa30JI0B, OCHOBaHHBIN Ha neperpynnuposke Kopudopra
1,2,3-tuagnazonos B 1,2,3-Tpuazosibl ¥ MOCIEAYIOLIEM
cynb(poHmmMpoBanu 1,2,3-tpuasona. Mccaemoano crpoe-
HUE 2-cynb(hoHmI-1,2,3-Tpra3ooB.

3KC]’[epPlMel—[TaJ’leaﬂ HacTb

UK crextpsbl 3anicansl Ha ypbe-criekTpoMeTpe Bruker
Alpha (HIIBO, ZnSe). Crextpsr SMP 'H u "*C 3apernc-
TpHupoBaHkI Ha ciekTpomerpe Bruker Avance 11 400 (400 u
100 MI'y cootBercTBeHHO) B IMCO-ds (coemunenue 1i) n
CDCI; (coemuuenus: 4a—n), BHyTpeHHu# cranmapt TMC.
Macc-cneKTpbl 3anucaHbl HA XpOMaTO-MacC-CIIEKTPOMETpe
Shimadzu GCMS-QP2010 Ultra (vonuzamus DY, 70 3B).
Macc-ceKTpsl  BBICOKOTO — pa3pelleHHs] 3alucaHbl  Ha
mpudope Orbitrap Elite (Thermo Fisher Scientific, CILIA) ¢
MOHM3aLNel 3JIEKTPOPACIBIIICHHEM B PEXHMMax perucrpa-
LM TIOJIOXKHUTENBHBIX W/ OTPHLATEIbHBIX MOHOB. Pa3z-
pemaroniasi cocoOHOCTh OPOUTAILHOM MOHHOM JIOBYIIKH
480000. DneMmeHTHBII aHalM3 BBIIOJHEH HAa aBTOMAaTH-
yeckoM ananmzarope PerkinElmer 2400 II. Temnepartypst
IUIABJICHHUS OmpejeneHsl Ha mpubope Stuart SMP3.
KoHTponb 32 X01OM peakIMii M YHUCTOTOH HOJYyYEHHBIX
coenuHeHud mnpoeaeH MeroaoM TCX Ha mnjacTuHax
Sorbfil UV-254 B cucreme EtOAc — merponeiinsiii adup
(40-70), 2:1.

Hcxonnble THanuazonsl la—i mosydeHsl N0 ONMCAHHON
namu metouke.' CyabQOHIIXIOPHIB 2a—g U GEH30MII-
xyopuz (2h) nproOpereHs! U3 KOMMEPYECKUX HCTOYHUKOB.

N'-(Aruncynbdonnn)-S-(nuppomann-1-ni)-1,2,3-tna-
AMa30J1-4-KapOoOKCUMUAAMHU] (1i).'f Cmecy 700 wmr
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(5.18 mmomb) stuncynbgonmwiazuma 1 800 mr (5.18 Mmorb)
3-(nupponuauH-1-m1)-3-THOKCONPONAaHOHUTPUIA B 4 MI
Oe3BosHOTO Py mepememmBaioT mpu KOMHATHOM TeMmIie-
patype B TeueHue | 4. 3aTeM peakIMOHHYIO CMECh BBUIU-
BAaIOT Ha Jiefl, 00pa3yroLIMIC 0CaloK OT(UIBTPOBHIBAIOT,
cyliaT Ha BO3AyXe, KpucTamu3ytoT u3 cmecu EtOH-Et,O
u nonydatoT 663 mr (71%) 5-(nupponunun-1-um)-1,2,3-
THaanazoN-4-kapOoHuTpuia. PUIbTpaT yrnapuBalT MpU
MOHMKEHHOM JaBJICHMM U OCTaTOK OYHIIAIOT METOJ0M
KOJIOHOYHOW Xpomarorpaduu (3oeHT EtOAc — merpose-
HHbIi 3¢up, 1:1). Y3 nepBrIx (pakiuii NomIy4yaroT J0MOI-
HUTEIbHOE KOJIMYECTBO S-(mupponuauH-1-um)-1,2,3-tua-
nmuazon-4-kapoonurpuna (Ry 0.56, Beixox 84 mr (9%)), u3
nocienuux — coequnenue 1i (R 0.3). Beixox 60 mr (4%),
OecuperHblii mopomok, T. wi. 133-136 °C. UK cnexp,
v, M ' 3428, 3319, 2974, 2944, 2885, 2826, 1623, 1556,
1520, 1456, 1239, 1144, 1114, 795. Cnextp SIMP 'H, §, M. 1.
(/, I'm): 1.30 (3H, 1, J = 7.4, CH;CH,); 2.01-2.13 (4H, M,
2CHy); 3.01 (2H, x, J = 7.3, CH;CH,); 3.41-3.54 (4H, M,
2CHy); 7.93 (1H, ym. ¢, NHy); 8.72 (1H, ym. ¢, NHy).
Cnexktp SAMP 13C, 5, M. 1.: 7.8; 25.9; 30.6 (2C); 47.8; 55.6;
134.3; 157.3; 165.0. Haiineno, m/z: 290.0741 [M+H]".
CoH 4N50,S,. Brrumcieno, m/z: 290.0740.

IHoay4denue 1,2,3-Tpna3osioB 4a—n (o011ast METOUKA).
PactBop 1.0 mmons 1,2,3-tnanuazona la—i u 1.2 mMmons
DBU B 4 mn CHCl; KunsataT B TeueHue 2 4, 3aTeM
OXJIaXJAIOT 70 KOMHATHOM TeMIlepaTypsl U JOOaBJISAIOT
1.2 MMoOITb CybGOHMIXIIOpUIA 2a—g WM OCH30UIXJIOpUIA
(2h). PeaknuoHHyI0 cMech NEpeMENIMBalOT NMPH KOMHAT-
HOW Temmeparype B TeueHue | 4. PacTtBopuTens ymapu-
BalOT NPU MOHIKEHHOM JaBJICHHM, OCTaTOK KpHUCTai-
mm3ytoT u3 EtOH (coemuuenmus 4a—gi—n) nmm EtOAc
(coenunenue 4h), BBIMAaBIINI 0Ca0K OTQUIBTPOBEIBAIOT U
cymart B 3kcukarope Haja P,0s.

N-{2-[(4-MeTtoxcudennn)cynabhonna]-S-(munepuamt-
1-xapoonoTuont)-2H-1,2,3-Tpuazos-4-mi}0eH30/1cy1b(oH-
amuja (4a). Beixon 449 mr (86%), xenTeie KpUCTAIUIbI,
1. 1. 137-138 °C. UK cnextp, v, cM ': 3182, 3101, 3016,
2939, 2842, 1589, 1572, 1473, 1149, 1086, 1016, 880, 727,
640, 572, 548. Cniextp SIMP 'H, §, m. 1. (J, ') 1.66-1.71
(2H, M, CH,); 1.76-1.81 (4H, M, 2CH,); 3.83-3.87 (2H, M,
CH,); 3.88 (3H, ¢, OCHj;); 4.19-4.27 (2H, M, CH,); 6.94
(2H, 1, J=9.0, H Ar); 7.48-7.52 (2H, m, H Ar); 7.59-7.63
(1H, m, H Ar); 7.86 (2H, 1, J= 9.0, H Ar); 8.06-8.08 (2H,
M, H Ar); 9.30 (1H, ¢, NH). Cnextp IMP “C, §, m. n.:
24.1; 25.7;, 27.2; 51.4; 54.4; 56.1; 115.0; 126.3; 128.5;
128.9; 131.4; 133.5; 136.5; 138.9; 146.7; 165.3; 181.2.
Macc-cniextp, m/z (Iom, %): 350 [M—-SO,CsH4(4-OMe)]"
(30), 181 (14), 180 (13), 171 (14), 155 (16), 123 (13), 107
(19), 92 (12), 84 [CsH (N]" (100). Haiineno, m/z: 522.0934
[M+H]". C;;H24N;505S;. Brrancneno, m/z: 522.0938.

4-MeTuii-N-[5-(munepuauH-1-kapooHOTHOWT)-2-TO3MII-
2H-1,2,3-tpua3on-4-uialoenszoncyiabgponamun (4b). Bexon
416 mr (80%), >xentelif mopomiok, T. i 131-132 °C.
UK crektp, v, cM 1 3258, 3001, 2938, 2860, 1593, 1512,
1445, 1405, 1360, 1134, 1088, 857, 795, 665, 577. Crextp
SAMP 'H, &, M. 1. (J, Tm): 1.64-1.72 (2H, m, CH,); 1.73—
1.81 (4H, M, 2CH,); 2.44 (6H, c, 2CHj3); 3.83-3.85 (2H, M,
CH,); 4.17-4.27 (2H, m, CHy); 7.28-7.30 (4H, m, H Ar);
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7.82 2H, n, J = 8.4, H Ar); 7.95 (2H, n, J = 8.3, H Ar);
9.23 (1H, ¢, NH). Crektp SIMP °C, &, m. 1.: 21.8; 21.9;
24.1; 25.7; 27.1; 51.4; 54.3; 128.6; 129.0; 129.5; 130.3;
132.7; 136.1; 137.0; 144.4, 147.0; 147.1; 181.4. Macc-
cnextp, m/z (Lym, %): 364 [M=SO,CsH4(4-Me)]™ (33), 181
(17), 180 (14), 155 (18), 139 (27), 91 (89), 84 [CsH;(N]"
(100) Haﬁ;{eﬂo, m/z: 520.1147 [lvH‘I'I]Jr C22H26N504S3.
Beraucneno, m/z: 520.1141.
4-Metokcu-N-[5-(nunepuann-1-kapooHOTHOMNT)-
2-to3nia-2H-1,2,3-Tpua3oi-4-nia0en3oncyabhponamus
(4¢). Boxon 434 mr (81%), sxentble KpUCTAUIbI, T. L. 146—
147 °C. VK criextp, v, M ': 3239, 3003, 2941, 2865, 1592,
1493, 1399, 1360, 1087, 1018, 741, 597. Crextp SIMP 'H,
o, M. 1. (J, T'm): 1.65-1.71 (2H, m, CH,); 1.73-1.77 (4H, m,
2CH,); 2.43 (3H, ¢, CH;); 3.84-3.87 (2H, M, CH,); 3.89
(3H, ¢, OCH;); 4.19-4.26 (2H, M, CH,); 6.95 (2H, n,
J=9.0, H Ar); 7.29 (2H, n, J = 8.1, H Ar); 7.81 (2H, 1,
J =282, H Ar); 8.01 2H, 1, J = 9.0, H Ar); 9.20 (1H, c,
NH). Crektp SIMP °C, &, m. x.: 21.9; 24.1; 25.7; 27.2;
51.4; 54.3; 55.8; 114.1; 128.9; 130.3; 130.5; 130.9; 132.7;
136.9; 147.1; 163.7, 181.4. Macc-cniektp, m/z (Iym, %):
380 [M—S0,C¢H4(4-Me)]™ (26), 210 (11), 180 (11), 171
(14), 155 (30), 139 (25), 123 (18), 107 (23), 91 (59), 84
[CsHoNT™  (100). Haitneno, m/z: 536.1099 [M+H]".
C5,H»6N505S5. Beruucaeno, m/z: 536.1091.
4-Metokcu-N-{2-[(4-HuTpodennn)cyabdonua]-5-
(munepuaunH-1-kapoonornomn)-2H-1,2,3-rpuazon-4-uma}-
oenzoscyiabponamua (4d). Beixon 510 mr (90%), cetio-
JKENTHIN mopomok, T. wi. 169—170 °C. UK cnektp, v, em b
3294, 3103, 3062, 2951, 2920, 2861, 1594, 1575, 1530,
1494, 1461, 1358, 1330, 1192, 1108, 1087, 1021, 717, 672,
576. Cnextp SIMP 'H, 8, m. 1. (J, Tu): 1.69-1.73 (2H, m,
CH,); 1.78-1.84 (4H, m, CH,); 3.85-3.88 (2H, M, CH,);
3.91 (3H, ¢, OCHj;); 4.19-4.27 (2H, m, CHy); 6.99 (2H, 1,
J=9.0, H Ar); 8.02 2H, a1, J = 9.0, H Ar); 8.05 (2H, x,
J=9.0, H Ar); 8.29 (2H, 1, J = 8.9, H Ar); 9.21 (1H, c,
NH). Cnextp IMP °C, §, m. x.: 24.1; 25.7; 27.2; 51.4;
54.4;55.9; 114.2; 124.8; 130.2; 130.3; 131.0; 138.0; 141.0;
147.9; 151.6; 163.9; 180.7. Macc-cniektp, m/z (Iym, %):
381 [M—=SO,CsH4(4-NO,)+H]" (4), 210 (21), 194 (15), 171
(32), 155 (15), 139 (20), 138 (14), 123 (22), 111 (14), 107
(30), 92 (24), 84 [CsH(N]" (100). Haiineno, m/z: 567.0784
[M+H]". C2H,3N05S;. Brruncneno, m/z: 567.0785.
Metua-3-({4-[(4-meToxcudenua)cyabponamun]-5-
(munepuauH-1-kapdonoruonn)-2H-1,2,3-rpuazon-2-uma}-
cyabponun)ruoden-2-kapodoxcuaar (4e). Berxon 469 mr
(80%), OecrBeTHBIe KpuWCTaLibl, T. i 144-145 °C.
UK crektp, v, cM ': 3133, 3106, 3011, 2937, 2897, 1728,
1592, 1574, 1536, 1487, 1381, 1305, 1262, 1180, 1159,
1105, 1011, 960, 773, 683, 562. Cnextp SIMP 'H, §, m. 1.
(/, T): 1.67-1.74 (2H, m, CH,); 1.78-1.84 (4H, m, 2CH,);
3.82 (3H, ¢, OCH3;); 3.86 (3H, ¢, OCH3;); 3.95-3.98 (2H, M,
CH,); 4.24-4.29 (2H, m, CH,); 6.89 (2H, n, J = 8.9, H Ar);
7.52 (1H, n, J = 5.3, H Ar); 7.60 (1H, a1, J = 5.3, H Ar);
791 2H, o, J = 8.9, H Ar); 9.25 (1H, ¢, NH). Cnektp
SIMP °C, §, m. 1.1 24.2; 25.8; 27.2; 51.4; 53.5; 54.4; 55.8;
114.1; 130.0; 130.4; 130.7; 131.3; 136.3; 136.8; 138.0;
146.6; 159.1; 163.7; 181.3. Macc-cuektp, m/z (Iom, %):
380 [M-S0,C4H,SCO,CH;]" (9), 210 (15), 205 (20), 189
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(10), 171 (32), 155 (24), 142 (11), 126 (26), 123 (31), 111
(40), 107 (58), 92 (61), 84 [CsH,(N]" (100). Haiineno, m/z:
586.0548 [M+H]+. C,1HyN5O5S,. Borurcieno, m/z: 586.0553.
4-Metua-N-{5-(mopdosinno-4-kapoonoruon)-2-[(4-
¢ropdenna)cynnponnn]-2H-1,2,3-Tpuazosn-4-ui}0enso-
cyabponamun (4f). Brixon 426 wmr (81%), sxentble
Kpuctamisl, T. . 171-172 °C. UK cnekrp, v, eM 't 3099,
3074, 2974, 2927, 2866, 1588, 1523, 1490, 1404, 1116,
1033, 950, 847, 667, 573, 539. Cnextp SIMP 'H, &, m. .
(J, I'm): 2.46 (3H, ¢, CH3); 3.74-3.76 (2H, M, CH,); 3.84—
3.86 (2H, m, CH,); 4.05-4.07 (2H, m, CH,); 4.31-4.34 (2H,
M, CH,); 7.17-7.21 (2H, m, H Ar); 7.31 2H, o, J= 8.1, H
Ar); 7.95-7.99 (4H, m, H Ar); 9.28 (1H, ¢, NH). Cnektp
SIMP 13C, 5, m. n. (J, T'm): 21.8; 50.0; 53.6; 66.5; 66.9;
117.3 (n, J = 23.0); 128.6; 129.6; 131.3 (1, J = 3.0); 132.1
(m, J 10.0); 135.8; 136.1; 144.7; 147.4; 1669 (xu,
J = 260.0); 182.4. Macc-crextp, m/z (Iyy, %): 525 [M]"
(2), 366 (36), 338 (14), 183 (23), 182 (19), 167 (10), 159
(23), 155 (21), 143 (22), 139 (34), 130 (16), 127 (24), 98
(18), 95 (80), 91 (100), 86 (84). Haiineno, m/z: 526.0689
[M+H]". CyH,FN505S;3. Beraucieno, m/z: 526.0683.
N-{2-[(4-MeTtoxcudenu)cyabpoHu]-5-(mopdoanHo-
4-kapoonornowi)-2H-1,2,3-Tpuzo-4-ui}-4-¢gpropoensoln-
cyabonamua (4g). Beixon 448 wmr (83%), sxenteli
nopoIok, T. wi. 155-145 °C. UK cmextp, v, cM 't 3102,
3073, 2979, 2923, 1647, 1591, 1400, 1365, 1268, 1158,
866, 831, 780, 667, 546. Cuextp SIMP 'H, 8, m. 1. (J, T'):
3.79 2H, T, J=4.0, CHy); 3.88 (2H, 1, J = 4.0, CH,); 3.92
(3H, ¢, OCHy); 4.13 (2H, T, J = 4.0, CH,); 4.36 (2H, T,
J =4.0, CHy); 7.00 2H, n, J = 8.0, H Ar); 7.20 2H, T,
J=28.0,H Ar); 7.90 2H, a1, J=12.0, H Ar); 8.12-8.15 (2H,
M, H Ar); 9.45 (1H, ym. ¢, NH). Crextp SIMP °C, §, m. 1.
(/, T'm): 50.1; 53.6; 56.1; 66.5; 66.9; 115.1; 116.3 (m,
J = 23.0); 126.0; 131.5; 131.6 (1, J = 10.0); 134.8 (z,
J =3.0); 135.4; 146.9; 156.6, 165.7 (n, J = 254.0); 182.5.
Macc-criextp, m/z (Iyy, %): 541 [M]™ (2), 370 (34), 342
(19), 212 (23), 171 (60), 155 (28), 139 (33), 123 (33), 107
(43), 95 (55), 86 [C4HgNO]™ (100). Haiineno, %: C 44.13;
H 388, N 13.04. ConzoFNsOﬁSg,. BI)ILII/ICJ'IeHO, %: C 4435,
H3.72; N 12.93.
4-Metokcu-N-{2-[(4-MeToxcudeHnI)cyabponnna]-5-
(mupposuauH-1-kapéonoruon)-2H-1,2,3-Tpua3zo-4-ui}-
Oensoscyabponamun (4h). Beixox 375 mr (70%), sipko-
JKEJITHIM TOPOIIOK, T. Tl. 152—-154 °C. UK cnektp, v, em
3027, 2969, 2946, 1591, 1533, 1494, 1359, 1260, 1154,
864, 834, 801, 671, 546. Criextp SIMP 'H, 8, m. 1. (J, I'n):
1.99-2.10 (4H, M, 2CH,); 3.67 (6H, c, 2CH;0); 3.88-3.90
(2H, M, CH,); 3.99-4.03 (2H, M, CH,); 6.93-6.96 (4H, M,
H Ar); 7.88 (2H, a, J = 8.0, H Ar); 8.00 (2H, 1, J = 8.0,
H Ar); 10.38 (1H, ¢, NH). Criextp SIMP °C, 8, m. 1.: 23.9;
26.8; 54.9; 55.2; 55.8; 56.0; 114.0; 115.0; 126.3; 130.4;
130.9; 131.4; 135.5; 147.6; 163.6; 165.3; 179.1. Macc-
cnektp, m/z (I, %): 537 [M]™ (2), 366 (39), 196 (51), 189
(17), 171 (65), 155 (54), 139 (27), 123 (53), 107 (60), 92
(40), 77 (61), 70 [C4HNT™ (100), 55 (27). Haiineno, %:
C 4721, H 453, N 12.84. C21H23N5OGS3. BBI‘II/ICHGHO, %:
C46.92; H4.31; N 13.03.
N-[5-(IMuppoauauH-1-kap6oHoTHOMN)-2-TO3UA-2H-
1,2,3-Tpuazoua-4-ualdtancyabponamun (4i) momydaror u3
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0.17 mmonb tHaguazona 1i, 0.2 Mmmonb cynbdoHmIXIIOpHIa
2b u 0.2 mmoms DBU B 1.5 Mt CHCl;. Beixon 74 mr (98%),
OecrBeTHble KpucTamibl, T. wi. 161-162 °C. UK cnektp,
v, oM 1 2973, 2944, 2873, 1593, 1549, 1508, 1390, 1348,
1285, 1086, 923, 667, 581. Cnextp SIMP 'H, 8, m. . (J, T'u):
1.42 (3H, T, J = 7.4, CH,CHj;); 2.01-2.13 (4H, ™M, 2CH,);
2.44 (3H, ¢, CH3); 3.51 (2H, x, J = 7.4, CH,CHj3); 3.89-
3.93 (2H, M, CH,); 4.03—4.06 (2H, M, CHy); 7.35 (2H, &,
J=28.3,H Ar); 792 (2H, n, J = 8.3, H Ar); 9.99 (1H, c,
NH). Cnektp SIMP 13C, o, M. 1.: 8.2;22.0; 23.9; 26.9; 47.8;
54.9; 55.2; 128.9; 130.5; 132.4; 136.3; 147.4; 148.1; 179.0.
Macc-cnextp, m/z (I, %): 443 [M]™ (2), 288 (15), 166
(12), 155 (15), 139 (17), 91 (65), 70 [C4HgN]™ (100), 65 (16),
55 (13) Haﬁ[leHO, m/z: 444.0828 [1\/[4‘1‘1]4r C16H22N504S3.
Breraucneno, m/z: 444.0828.
4-Metokcnu-N-[5-(muppoananHo-1-kapooHoTHOMNT)-
2-(penuacyanbdonna)-2H-1,2,3-Tpuazosi-4-ui)oenson-
cyabonamug (4j). Bexon 416 mr (82%), opamkeBblit
nopomiok, T. wi. 163—-166 °C. UK cnektp, v, em ' 2981,
1593, 1575, 1545, 1499, 1402, 1382, 1258, 1157, 862, 756,
721, 663, 578, 523. Cnextp SIMP 'H, 8, m. x1. (J, ['m): 1.99—
2.10 (4H, M, 2CH,); 3.88 (3H, c, CH;0); 3.89-3.90 (2H, M,
CH,); 3.98-4.02 (2H, m, CH); 6.94 (2H, n, J = 8.0, H Ar);
7.52 2H, T, J = 8.0, H Ar); 7.69 (1H, T, J = 8.0, H Ar);
7.95 2H, n, J = 8.0, H Ar); 8.02 (2H, n, J = 8.0, H Ar);
10.36 (1H, c, NH). Cnektp AMP 13C, o, M. 1.: 23.9; 26.8;
54.9; 55.2; 55.8; 114.0; 128.8; 130.0; 130.3; 130.9; 135.5;
135.6; 136.0; 147.8; 163.7; 178.9. Macc-criektp, m/z (I, %):
507 [M]" (2), 366 (21), 196 (35), 171 (29), 155 (17), 141
(40), 139 (21), 125 (24), 107 (26), 77 [CeHs]™ (100), 70
(81), 51 (23). Haiineno, %: C 47.10; H 4.39; N 13.93.
C20H21N50583. BI:I‘H/ICJ'IeHO, %: C 4732, H 417, N 13.80.
N-[5-(ITuppoanauH-1-kapooHOTHOM)-2-(ITHII-
cyiabgonmn)-2H-1,2,.3-tpuazon-4-uiloensoncyinbpoHamms
(4k). Beixon 287 mr (67%), CBETIO-KENTHINA MOPOIIOK, T. TLI.
98-100 °C. MK cnektp, v, cM ': 2987, 2947, 2878, 2836,
1623, 1533, 1505, 1444, 1295, 1183, 1161, 866, 839, 683,
529. Crextp AIMP 'H, 8, m. 1. (J, Tm): 1.24 (3H, 1, J = 8.0,
CH,CH,;); 2.03-2.10 (4H, M, 2CH,); 3.48 (2H, k, J = 8.0,
CH,CHj); 3.92-3.95 (2H, M, CH;); 4.05-4.08 (2H, M,
CH,); 7.50-7.53 (2H, m, H Ph); 7.59 (1H, 1, J= 8.0, H Ph);
8.13 (2H, n, J = 8.0, H Ph); 10.61 (1H, ¢, NH). Cnektp
SIMP P°C, 8, M. 1.: 7.7; 23.9; 26.2; 49.3; 55.0; 55.3; 128.5;
128.9; 133.7; 135.4; 139.8; 147.5; 178.8. Macc-cekTp, m/z
o, %0): 429 [M]" (2), 337 (10), 196 (22), 180 (11), 141
(21), 125 (19), 77 (45), 70 [C4HgN]™ (100), 55 (25).
Haﬁ}ICHO, %: C 4226, H 430, N 16.50. C15H19N50483.
Brruucaeno, %: C 41.94; H4.46; N 16.31.
4-Metua-N-{2-[(4-meToxkcudpeHUI)cyabpHoun]-5-
(muppoaunaun-1-kapdonoruonn)-2H-1,2,3-tpuazon-4-unia}-
oenzoiicyabdonamua (41). Berxon 423 mr (81%), 6ecuBeT-
Hble KpUCTaUIBI, T. 1. 148—150 °C. UK cnextp, v, em b
2968, 2843, 1591, 1573, 1535, 1492, 1377, 1269, 1160,
1084, 801, 668, 547. Cnextp SIMP 'H, &, m. x. (J, T'): 1.98—
2.10 (4H, m, 2CH,); 2.43 (3H, ¢, CH3); 3.87-3.90 (2H, M,
CH,); 3.88 (3H, c, OCHj;); 3.99-4.02 (2H, M, CH;); 6.96
(2H, o, J=9.0, H Ar); 7.27 (2H, n, J = 8.3, H Ar); 7.89
(2H, 1, J=9.0, H Ar); 7.96 (2H, n, J = 8.3, H Ar); 10.41
(1H, ¢, NH). Crextp SIMP °C, 8, m. x.: 21.8; 23.9; 26.9;
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54.9; 55.2; 56.0; 115.0; 126.6; 128.7; 129.4; 131.5; 135.7;
136.2; 144.3; 147.6; 165.4; 179.3. Macc-cuekrp, m/z
Ioms, %): 350 [M-SO,CsH,0(4-Me)]" (11), 173 (15),
171 (47), 168 (15), 155 (36), 139 (35), 123 (27), 107
(27), 97 (17), 91 (58), 77 (30), 70 [C4HgN]" (100).
HaﬁueHo, m/z: 520.0787 [M—HT C21H22N505S3. Brerunc-
neno, m/z: 520.0789.
N-{2-[(4-MeTokcudenn)cyibponui]-5-(muppoauaun-
1-kapoonoTuon)-2H-1,2,3-Tpuazosi-4-mi}0eH30/1cyIb(OH-
amua (4m). Bexon 441 wmr (87%), skenThlil MOPOIIOK,
1. 1. 160-161 °C. UK crektp, v, cM ': 2958, 1642, 1538,
1495, 1443, 1396, 1268, 1159, 1086, 801, 642, 570.
Crextp IMP 'H, §, m. 1. (J, T'm): 1.99-2.10 (4H, M, 2CH,);
3.87 (3H, c, CH;0); 3.88-3.91 (2H, M, CH;); 4.00—4.03
(2H, M, CHy); 6.95 2H, n, J = 8.0, H Ph); 7.49 (2H, T,
J=28.0, H Ph); 7.59 (1H, 1, J = 8.0, H Ph); 7.88 (2H, n,
J=28.0, H Ar); 8.08 (2H, n, J = 8.0, H Ar); 10.47 (1H, c,
NH). Crektp SIMP °C, 8, m. 1.: 23.9; 26.8; 54.9; 55.2;
56.1; 115.0; 126.2; 128.5; 128.8; 131.4; 133.4; 135.5;
138.9; 147.4; 165.4; 179.0. Macc-cniektp, m/z (I, %):
507 [M]" (3); 336 (31), 196 (22), 171 (29), 155 (18), 123
(23), 107 (26), 77 (58), 70 [C4HN]™ (100), 55 (19).
HaﬁueHo, %: C 4765, H 429, N 14.01. C20H21N50583.
Brruucaeno, %: C 47.32; H4.17; N 13.80.
N-[2-Ben3ouna-5-(munepuaun-1-kapoonoruonn)-2H-
1,2,3-tpua3ou-4-uij-4-meruidensoicyibdponamua (4n).
Bexon 437 mr (93%), sxenThlit MOpOIIOK, T. 1. 174-175 °C.
UK cnektp, v, cM 1 3263, 2974, 2947, 2861, 1736, 1596,
1527, 1286, 1235, 1132, 904, 851, 812, 645, 544. Cnextp
SAMP 'H, &, M. 1. (J, T'm): 1.68-1.74 (6H, m, 3CH,); 2.34
(3H, ¢, CH3); 3.95-3.98 (2H, M, CH,); 4.22-4.24 (2H, M,
CH,); 7.17 (2H, n, J= 8.2, H Ar); 7.45-7.48 (2H, M, H Ar);
7.61-7.65 (1H, m, H Ar); 7.88 (2H, 1, J = 8.3, H Ar); 7.96—
7.98 (2H, M, H Ar); 9.25 (1H, ¢, NH). Cnektp SIMP °C,
0, M. m.: 21.8; 24.1; 25.8; 27.2; 51.3; 54.4; 128.3; 128.6;
129.5; 130.2; 131.8; 133.9; 136.0; 137.4; 144.6; 146.5;
162.9; 181.4. Macc-ciextp, m/z (Iom, %): 469 [M]" (2),
105 [COCgHs]™ (100), 91 (15), 84 (30). Haiineno, m/z:
470.1319 [M+H]+. C»HuN;505S,. Berurcneno, m/z: 470.1315.
PeHTreHOCTPYKTYypHOe MHcCCJIeA0BaHHe COeIUHEeHMIt
4g,i BBHINOJHEHO HAa aBTOMATHYECKOM PEHTT€HOBCKOM
mudpaxkromerpe Xcalibur 3 mo craHgapTHOM mpoueaype
(MoKo-u3nyuenue, rpa)UTOBBI MOHOXPOMATOp, (-CKaHH-
posanue ¢ maroM 1° mpu 295(2) K). Brenena smnupuue-
cKasi morpaBka Ha moryorieHne. CTPyKTypsl pacuiugpo-
BaHBI M YTOUHEHBI C MCIIOJIb30BaHKEM mporpamMmbl Olex2.'”
PacmmmdpoBka mpoBesieHa TPSIMBIM METOJOM IO TIPOT-
pamme ShelXS, yTouHeHHe HpPOBEIEHO MOIHOMATPUIHBIM
MHK no F* mo mporpamme ShelXL. Ionoxenus Bcex
HEBOJOPOJHBIX aTOMOB YTOYHEHBI B aHH30TPOITHOM
pUOIKEeHNH, aTOMBI BoJiopoa cBszet C—H momerteHs! B
paccuMTaHHBIE TIIOJIOKEHUSI W YTOYHEHBI 10 MOJCIH
"Hae3MHUK" C 3aBUCUMBIMH HW30TPOMHBIMH TETJIOBHIMHU
napamerpamu. [lonmoxxenust aromoB H rpynn NH yrou-
HEHBI HE3aBUCHMO B U30TPOITTHOM MPHOJIFIKEHUH.
Coenunenne 4g: CyHy0FNsO4S3, M 541.59; xpucramib
TPUKJIMHHBIE, IPOCTpaHcTBeHHas rpynma Pl; a 9.8188(8),
b 10.2813(7), ¢ 13.8780(9) A; a 103.644(6), B 95.202(6),
y 117.661(7)°; V 1172.79(14) A%; Z 2; n(MoKa) 0.372 MM ';
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Ha yriax paccesHus 3.46 < 0 < 28.28° cobOpano 10827
oTpaxxeHUH, M3 HUX 5736 He3aBUCUMBIX (R;,; 0.0384).
OxoHuaTenbHble MapaMeTpbl yrouHeHus: R; 0.0863,
wR, 0.1598 (Bce otpaxenus) u R; 0.0528, wR, 0.1271
(otpakenust ¢ [ > 20(f)); GOOF 1.005; Apmax/APmin
0.527/-0.540 eA™.

Coenunenue 4i: CigHyNsO4S;, M 443.56; xpuctamisl
poMOnYecKre, TNPOCTPaHCTBEHHas rpymma  P2,2,2;;
a 5.7369(4), b 18.1655(13), ¢ 19.5658(14) A; 7 2039.0(3) A%;
Z 4; n(MoKa) 0.396 mm '; Ha yrmax 3.70 < 6 < 30.99°
cobpano 12861 otpaxkeHue, u3 HuUX 5537 HE3aBUCHUMBIX
(Rt 0.0474). OxoHuarenpHBIE TNapaMETPbl YTOYHEHUS:
Ry 0.0981, wR, 0.1620 (Bce otpaxenus) u R; 0.0490,
wR, 0.1142 (otpaxenus c [ > 20(l)); GOOF 1.005;
APrax/ Apmin 0.300/—0.441 A,

[MonHelli HAaOOp PEHTIEHOCTPYKTYPHBIX JaHHBIX JIJIS
coemuHenuii 4g,i nenonupoBan B KemOpumkckoM OaHke
CTPYKTYpHbIX aAaHHBIX (memoHeHTHI CCDC 1894773 u
CCDC 1894772 cOOTBETCTBEHHO).

Paboma svinonnena npu gunarncosoii nodoepoicke POOU
(epanm 18-03-00715).
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