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B3AMMO/JEMCTBUE 7-®EHWJI-7H-IIUPA30JIO-
[3,4-d][1,2,3] TPUA3HNH-4-OJIA C THOHWIXJIOPUJIOM

UccnenoBano  B3aumonericteue 7-penmn-7H-mupaszono|3,4-d][1,2,3]tpua3un-4-ona
C THOHWJIXJIOPU/IOM B OTCYTCTBHE M B NPHUCYTCTBUHU numeTminpopmamuia. [TokazaHo, uto
IpU HAarpeBaHUM 3TOTO COEAMHEHUS C THOHWIXJIOpWUAOM Oe3 mo0aBieHHs TUMETHII-
dopmamuma oOpa3yercs XIOpaHTHAPHI S-aMuHO- |-¢denHmn- 1 H-upa3on-4-kapOoHOBOH
KHCJIOTHI, a B IPUCYTCTBHU TUMeETHI(popMaMuia — cmech 1-permnn-N-popmmn-5-xmop-1H-
nupason-4-kapookcamuaa, 1-heHmwn-5-xmaop-1H-mupason-4-kapobokcamuaa U 1-penum-
6-(1-dpennn-5-xnop-1 H-nupazon-4-wmn)-4-xiop- 1 H-nupazono[ 3,4-djnupumuiHa.

KiroueBnble ciioBa: nuMmeTHadopMaMui, MUPa30J, MAPA30IOMUPUMHUINH, MUPA30JI0-
TpUa3uH, THOHWIXJIOPUJ.

[TpousBoaHbIE MHpa3oia MPEACTABIAIOT HHTEPEC KaK OMOIIOTHUECKH aKTUBHBIE
BemiecTBa. Ha ux ocHOBE co3/jaHbl MPOTHUBOBOCHIAIUTENBHBIE U KaPOIOHMKAIOIINE
nperaparbl: aHaIbrUH, aHTUMHUPUH, OyTaauoH [1]. Takke cpenum HHUX HaWJICHBI
BEIIECTBa, OOJIaJarolue aHTUMUKPOOHOU [2—4], mpoTuBoOmyxojieBoi [5-7],
¢byHrunuaHoi [8] M ApyruMu BHIAMH OMOJIOTHUECKON aKTUBHOCTH.

Panee [9] Hamu OBLIM WCCIICIOBAaHBI TMPEBpALICHUS 7-apuil-7H-Trpa3olio-
[3,4-d][1,2,3]Tpua3un-4-0JI0B TOJA JCHCTBHEM TICHTOKCHIA, TNEHTacylbhuaa u
xJopokcuaa Gocdopa, MPoayKTH KOTOPHIX OBUIM HCIONB30BaHbI AJIS HOTYyYEHHS
MIPOU3BOAHBIX MUPA30Ia.

Hacrosimast pabota nocssiteHa H3y4eHUIO B3auMoAeHCTBHs 7-heHun-7H-nupa-
30510[3,4-d][1,2,3]tpuasun-4-ona (1) ¢ THOHUIXJIOPHIOM C LENBI0 CHHTE3a HOBBIX
MIPOU3BOAHBIX Mupaszoia. OKka3amoch, YTO peakuus coequHeHHus 1 ¢ THOHMIIXJIO-
pUIOM TPOTEKAEeT HEOJHO3HAYHO M 3aBUCHUT OT YCJIOBHH mpoBeneHus. Tak, npu
CMEIIEHUH PEareHTOB NpH KOMHATHOM TeMIlepaType peakuuss He IpPOHCXOIUT.
OpHako TpU WX KUISYEHHHM 00pa3yeTcsi HEM3BECTHBIM paHee XJIOPaHTUAPUA
5-amuno- 1-¢penmn- 1 H-mipazon-4-xkapooHoBoi kucioTsl (2). Ero o6pasoBanie MOXHO
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MIPEICTaBUTh, KaK NMEepBOHAYAIFHOE XJIOpHpOBaHHUe coeanHeHus 1 ¢ oOpa3oBaHuemM
HEYCTOWYMBOTO XJIOpTpuasuHa A (1o aHamoruu ¢ JgaHHBIMEH pador [10-13]),
KoTOpsId npu B3anmoaencTBuu ¢ H,O mpu —5-0 °C oTmienisgeT MosieKyIy a3oTa ¢
paspsiBoM cBszeit C(4)-N(3) u N(1)-N(2) u gaér coenuHeHHe 2, HCIOMB3YIOIIEeecs
JUIS JAJIbHEUIIMX CUHTE30B 0€3 IOMOJIHUTEIBHON OYUCTKHU.

CrpoeHue XJIOpaHTHIpHIA 2 JAO0Ka3aHO IPEBPAICHHEM €ro B H3BECTHYIO
5-amuHO- 1-(henni-1 H-mupazon-4-kapoonoByro kucnoty (3) [14, 15] u amuns 4ab,
OIMH W3 KOTOpBIX (coenuHeHue 4a) omucaH B juteparype [16] (tabm. 1, 2).
Haunbonee BeposATHO pa3nokeHHe XJIOPTpUA3UHA A MOXKET MPOTEKaTh Yepe3 JAUTIO-
JSIpHBINA MHTEpMeaUaT B, KOTOPBII UrpaeT BaXKHYIO POJIb U B APYTHX IPOLECCAX.
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[Ipu neficTBUM Ha XJIOPaHTUAPUA 2 TPUITUIAMHHOM B allETOHUTPUIIC TIPU KOM-
HATHOW TeMmIeparype MpoHCXOAuT obOpa3oBaHue kereHa C, KOTOPBIH AMMeEpH-
3yercs B 6-(5-amuHO- 1-penmn- 1 H-mupazon-4-wmn)- 1 -hernnmupasomno[3,4-d][1,3]-
okca3uH-4(1H)-on (5) c BeixogoM 89%. [locneanuii ModydeH paHee C BBIXOJOM
38% narpeBanuem nupazonorpuaszuHona 1 ¢ meHtokcuaom docdopa [9].

Hamu Takxke H3y4eHO B3aMMOAEWUCTBUE COEIMHEHMS 1 C THOHWIXJIOPHIOM
B IPUCYTCTBUU TuMeTHiadopMamuaa. Tak, MpU CMEIIEHNH yKa3aHHBIX PEeareHTOB
IIpU KOMHATHOW TeMIIepaType C MOCIEAYIOUIMM KUIITYCHUEM PEaKLIMOHHONW CMeCH
Ob11 BeIZENEH 1-penun-N-popmun-5-xiop-1H-nupazon-4-kapbokcamun (6) ¢ BbI-
xogoMm 76%. BepostHee Bcero, oOpasyloluiics BHawaje peareHT Buibcmaiiepa
npeBpamaeT coennnenue 1 B natepmeanar D, anuMuHUpYIOMNNA MOJIEKyTy a3oTa
¢ paspeiBoM cBsizeir C(7a)-N(1) u N(2)-N(3). B manpHeiimeM IUITOISAPHBIN TTPO-
MexXyTouHbld mponykT E mpucoemmnsier monexymy HCI, mpeBpamasice B
¢dopmamuannueBsiit uaTepMeanat F, ruaponus kotoporo npuBogut K N-popmu-
amuny 6.
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B crextpe SIMP 'H coenuHeHHs 6 NpHCYTCTBYEeT XapaKTEpHBIH CHHIJIET
mpoToHa y aroMa yrieposa C-3 mupa3onbHOTO siapa (8.56 M. 11.), a Takke qy0eTsl
npoToHa (opMuIbHON rpynmnsl mpu 9.23 M. a. u nporoHa NH mpu 11.59 m. 1.
(tabm. 2).

lMunponus coenuuHenuss 6 B KUISIIECH BOMHON COJSIHOW KHCJIOTE TPHUBOIUT
¢ BeIxogoM 94% X Hew3BecTHOMY paHee 1-deHun-5-xmop-1H-nupazon-4-kapo-
oxcamuay (7), B cmektpe SIMP 'H koToporo HaGIiomaroTcs aBa YIIHPEHHBIX
cur"ana npoToHoB rpymmsl NH, mpu 8.38 u 8.71 M. &., a Takke curHaji IpoTOHA B
MOJIOKEHUH 3 mupa30ibHOro (hparmenTa mpu 8.25 M. . (Tadi. 2).

Ecnu xe coequnenue 1 cuavana kunsatuthk ¢ SOCI, B Teuenune 10 MuH, a 3aTem
no6auth JIM®A ¥ KAMATUTH €€ B TEUCHHUE 2 4, TO PEaKIus MmpoTekaeT Ooee
crnoxHo. [lpu 3TOM 00pasyercst cMech mpoxaykroB 6, 7 u 1-dennn-6-(1-dhennn-5-
xyop-1 H-tupazon-4-un)-4-xmop-1 H-nupazono[ 3,4-djnupumunuaa  (8), KoTopsie
OBLTH pa3eneHbl JPOOHON KPUCTAIN3AIIHCH.
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OO0paszoBaHne coelWHEHUS 8, BEPOSITHO, MPOUCXOTUT LHUKIOKOHACHCALUEH
uHTepMennata B 1 nupazon-4-xkapbokcamuaa 7 uepe3 MpoMeXyTOUHBIH NpoaykT G,
KOTOpBIN 3aTeM IMOJBEpraeTcs neperpynnupoBke JumMpoTa ¢ OTIIEIIIEHHEM MOJIe-
KyJbl BOABI. XJIOPIUPA30JIOMUPUMUINH 8, B CBOIO 0Uepenb, pearupyeT ¢ aMUHaMHU
IIpH KUIISIYEHUH B 3TaHOJIE C 00pa3oBaHUEM MPOU3BOIHBIX 9a—c.
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9 a R'R’N = 5-PrNH, b R'R’N = 4-MeC¢H,NH, ¢ R'R’N = O(CH,CH,),N

CoctaB u crpoeHue coeAuHeHH 8 u 9a—c¢ TOATBEPXKIEHBI pe3yJbTaTaMu
3neMeHTHOro aHanmmsa (tadnm. 1), cmextpamu IMP 'H u BC (rabum. 2), a TaKxe
XpomaTo-macc-cnekrpamu. B uactHocTH, cniekTpel SAMP 'H XapaKTEepU3yIOTCs
JIByMsI CUHTJIETaMU TIPOTOHOB y aToMOB C-3 mupa3oiibHBIX (hparMeHTOB B 00JIaCTH
8.43-8.65 M. 1. Kpome TOT0, HA OCHOBAaHWU OTHECEHUSI CUTHAJIOB "HuCs nupa-
3omax 3, 4a,b, 6, 7 u paHee MOMYUYEHHBIX KOPPEJSALMHA IS APYTUX MPOU3BOIHBIX
nupazona [9] HaMm yJanoch caenaTh IMOJTHOE OTHECEHHE CHUTHAJIOB 'H u BC
B IIMpa3ojonupuMuanHax 8, 9a—c (tabm. 2).

st paccMoTpeHuss TPOCTPAHCTBEHHOTO CTPOCHHUS coenuHeHud 8, 9a—c Hamu
MPOBECHO PEHTTEHOCTPYKTYPHOE UCCienoBanue N-ponui-1-henmn-6-(1-henun-
5-xa0p-1 H-upazon-4-un)-1 H-nupazono| 3,4-d|\nupumuaun-4-amuda (9a) (pucy-
HOK). lleHTpanpHas ounmknnueckas cucrema N(1-4)C(1-5) npakTudecku ruiaHap-
Ha, a CPEIHEKBAJAPATUIHOE OTKJIOHEHHE aTOMOB U3 TUIOCKOCTH COCTABIISIET JIMIIb
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0.0175 A. Tupazonsusii mukn N(6,7)C(15-17) npakTHyecky KOIUTAHAPEH IUIOC-
KOCTH IIEHTPAJIbHONH OWMIMKINYECKONH CHCTEMBI, JBYXTPAHHBIH YIrOJ COCTaBJISCT
6.16(8)°, B TO Bpems KaK (PCHUIBHBIA 3aMECTHTENTh Pa3BEPHYT HECKOIBKO OOJBIIE —
Ha 13.50(8)°. B memom pacmupenencHne IIUH CBS3€H W BaJICHTHBIX YTIIOB IS
JAHHOHM TeTepOIHKINIECKONH CHCTEMBI OOBIYHOE.

Jmaet csazeir N(5)-C(4) m N(5)-C(12) cymecTBeHHO HEIKBHBAJICHTHBI U
cocraBnsior 1.348(2) u 1.454(2) A cooTBeTCTBEHHO, a CyMMa BAJCHTHBIX YIJIOB
pu atome N(5) cocrasisger 359.3(13)°. 3ameTHOE YKOpOUCHHUE OJUHAPHOMN CBSI3H
C-N 1o 3HaueHUU, XapaKTEPHBIX IS CHJIBHO JEIOKAIM30BaHHBIX M apoMa-
THYECKMX TETCPOIMKIOB, a TAaKXe YIUIOIICHHE KOH(HUrypalMyd aroma a3ora
CBUJICTEIBCTBYIOT 00 3(P(PEKTUBHOM CONPSDKEHUH HEMOACIEHHON 3JICKTPOHHON
mapsl aTroma azora N(5) ¢ T-cucTeMoil reTeponrKIIa.

B kpucramie wHaOmomaercs obOpazoBaHme Ci1aboil  BOMOPOIAHOW  CBS3H
N(5)-H(5)N---N(8) Mexmay MOJIEKYJIOi COSAMHECHIS 9a W CONMBbBATHOM MOJIEKYJIOM
areToOHUTpriIa co  cienyrommmu  mapamerpamu:  N(5)-H(5)N  0.858(19),
N(5)---N(8) 3.033(3) A, N(5)-H(5)N-N(8) 170.5(17)°.

Takum 00pa3oM, HAMH HCCIICOBAHO B3aUMOJCHCTBHE 7-(heHu-7H-rpa3oiio-
[3,4-d][1,2,3]rpnazun-4-01a ¢ THOHWIXJIOPHUIIOM M TIOKA3aHO, YTO B 3aBUCUMOCTH
OT YCIIOBHU TMPOBEACHHS PEAKIIMU 00pa3yloTCS Pa3IMYHBIC POU3BOJTHBIC ITHpA-
30j1a, KOTOpbIE B JaJbHEUIIEM MOTYT HCIIOJL30BAThCA I IOJIYUYCHHS IPYTHX
TFETEPOLUKINICCKUX CUCTEM.

Tabnuma 1

DU3NKO-XUMUYECKHEe XaPAKTEPHCTHKU CHHTe3UPOBAHHBIX coenHeHuii 3, 4a.b, 5-8, 9a—c

Haiineno, %
Coepu- bpyrro- Brraucneno, % T. mn.*, °C Beixon, %
HEHHE ¢dopmyna
C H Cl N

3 C,0HoN;0, 59.40 | 4.71 - 20.39 181-183 81

59.11 | 4.46 20.68 (190-192 [14],
173-174 [15])

4a Cy7H;sN,O 69.99 | 571 - 18.51 246-247 76
69.84 | 5.52 19.16  [(255.5-256.5[16])

4b C14HgN,O, 61.90 | 591 - 20.63 135-136 73
61.75 | 592 20.57

5 CooH NGO, | 64.69 | 3.98 - 22.49 222224 89
64.86 | 3.81 22.69 (221-223 [1])

6 CHgCIN;0, | 52.74 | 3.18 14.08 16.64 161-163 76
5292 | 3.23 14.20 16.83

7 C,oHsCIN;O 5398 | 3.71 15.84 19.12 173-175 94
54.19 | 3.64 16.00 18.96

8 CyoH,CL,Ng 59.16 | 2.96 17.50 20.61 185-187 8
5898 | 2.97 17.41 20.64

9a Cy;H,,CIN; 64.41 | 4.75 8.12 22.67 171-173 54
64.26 | 4.69 8.25 22.81

9b Cy7H,,CIN, 67.96 | 4.48 7.24 20.26 229-231 71
67.85 | 4.22 7.42 20.51

9¢ CyH,CIN,O | 63.04 | 4.61 7.56 21.44 203-205 55
62.95 | 4.40 7.74 21.41

* PactBopuremu s kpucramwmsanyn: MeCN (coenunenus 3, 4a,b, 5, 8, 9a—c), PhH (coenn-
HeHust 6, 7).
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Tabnuma 2

CreKTpajibHbIe XapaKTepPUCTHKH CHHTe3UPOBAHHBIX coeinHeHuii 3, 4b, 6-8, 9a—c

Coenu-
HEHUE

Crnextp SIMP 'H, 5, M. 1. (J, I')

Crnextp SIMP B¢, 8, m. 1.

3

4b

8*

9a*

9b*

9c*

6.29 (2H, ¢, NH,); 7.42 (1H, 1, J=17.0,
H-4 Ph); 7.49-7.63 (4H, M, H Ph); 7.69
(1H, ¢, H-3); 12.09 (1H, ¢, COOH)
3.22-3.45 (8H, m, 4CH, mopdonun);
6.26 (2H, ym. c, NHy); 7.41 (1H, T,
J=6.8, H-4 Ph); 7.46-7.64 (4H, ™,
H Ph); 7.73 (1H, ¢, H-3)

7.54-7.68 (5H, M, H Ph); 8.56 (1H, c,
H-3); 9.23 (1H, x, J = 8.3, CHO); 11.59
(1H, n, J = 8.3, CONH)

7.46-7.66 (SH, M, H Ph); 8.25 (1H, c,
H-3); 838 (1H, ym. c¢) u 8.71 (1H,
yur ¢, NH,)

7.42 (1H, T, J = 6.8, H-4"); 7.50-7.77
(7H, m, H Ph); 8.34 2H, n, J = 7.6,
H-2",6"); 8.52 (1H, ¢, H-3"); 8.65 (1H,
c, H-3)

0.99 (3H, T, J = 6.8, CH,CH,CHjy); 1.71
(2H, cekcrer, J = 6.8, CH,CH,CHj3);
3.61 (2H, x, J = 6.8, NHCH,); 7.32 (1H,
1, J = 6.8, H-4"); 7.47-7.74 (TH, m, H
Ph); 8.39 (1H, ¢, H-3"); 8.40 2H, n, J =
7.6, H-2",6"); 8.46 (1H, c, H-3); 9.53
(1H, 1, J= 6.8, NH)

2.33 (3H, ¢, CH3); 7.27 2H, 1, J =17.6,
H-3,5 Tol); 7.35 (1H, T, J = 6.8, H-4");
7.47-7.74 (TH, m, H Ph); 7.84 (2H, n,
J=17.6,H-2,6 Tol); 8.42 2H, n,J=17.0,
H-2",6"); 8.43 (1H, ¢, H-3"); 8.55 (1H,
¢, H-3); 10.20 (1H, ¢, NH)

3.81 (4H, M, CH,OCH,); 4.04 (4H, m,
CH,NCH,); 7.35 (1H, 1, J = 6.8, H-4");
7.46-7.73 (TH, m, H Ph); 8.39 (2H, x,
J= 7.6, H-2",6"); 8.49 (1H, ¢, H-3);
8.57 (1H, ¢, H-3)

95.8 (C-4); 124.0 (C-2,6 Ph); 127.9 (C-4 Ph);
129.9 (C-3,5 Ph); 138.5 (C-i Ph); 141.0 (C-3);
150.4 (C-5); 165.8 (C=0)

45.1 (CH,NCH,); 66.7 (CH,OCH,); 96.9 (C-4),
123.9 (C-2,6 Ph); 127.8 (C-4 Ph); 129.9
(C-3,5 Ph); 138.6 (C-i Ph); 139.6 (C-3); 150.6
(C-5); 165.1 (C=0)

112.9 (C-4); 126.2 (C-2,6 Ph); 129.9 (C-3,5 Ph);
130.1 (C-4 Ph); 131.8 (C-5); 137.3 (C-i Ph);
141.5 (C-3); 161.5 (C=0); 162.3 (CH=0)

1154 (C-4); 1262 (C-2,6 Ph); 128.8 (C-5);
129.7 (C-4 Ph); 129. 8 (C-3,5 Ph); 137.8
(C-i Ph); 141.1 (C-3); 162.5 (C=0)

113.0 (C-3a); 117.7 (C-4"); 120.7 (C-2".6");
126.1 (C-2",6™); 127.2 (C-4"); 128.6 (C-5";
129.8 (C-3"5"3"4"5"); 134.5 (C-3); 137.8
(C-1"); 138.5 (C-1"); 142.4 (C-3'); 153.2 (C-6);
154.3 (C-4); 156.5 (C-7a)

12.0 (CH,CH,CH3); 22.7 (CH,CH,CH;); 42.4
(NCH,); 110.7 (C-3a); 119.9 (C-4'); 120.5
(C-2"6"); 126.1 (C-4"); 126.2 (C-2",6™); 127.6
(C-5"; 129.4 (C-4"); 129.6 (C-3",5"); 129.7
(C-3"5"); 1343 (C-3); 138.2 (C-1"); 139.8
(C-1"); 142.4 (C-3"); 154.0 (C-6); 156.9 (C-4);
157.3 (C-7a)

21.0 (CH3); 101.3 (C-3a); 119.7 (C-4'); 120.6 (C-
2"6"; 121.8 (C-2,6 Tol); 126.2 (C-2",6"); 126.4
(C-4"); 127.6 (C-5'); 129.5 (C-4"); 129.6 (C-
3",5"); 129.6 (C-3,5 Tol); 129.7 (C-3",5"); 133.2
(C-i Tol); 134.4 (C-3); 136.8 (C-4 Tol); 138.1
(C-1"); 139.5 (C-1"); 142.5 (C-3'); 154.1 (C-6);
154.7 (C-4); 157.1 (C-7a)

457 (CH,NCH,); 663 (CH,OCH,); 100.0
(C-3a); 119.4 (C-4"; 121.0 (C-2"6"); 126.1
(C-2",6™); 1263 (C-4"); 127.5 (C-5); 129.4
(C-4"); 129.5 (C-3",5"); 129.7 (C-3",5"); 135.4
(C-3); 138.2 (C-1"); 139.4 (C-1™); 142.4 (C-3;
155.0 (C-6); 156.1 (C-4); 157.0 (C-7a)

* Hymepanust aTOMOB B MOJIEKyJIax coeuHeHui §, 9a—c:
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OOmmii BII MOJIEKYJIBI COeANHEHHUS 9a
(moxa3zaHa cobpBaTHAA MOJIEKYJIa alleTOHUTPHIIA)

SKCHEPUMEHTAJIbBHAA YACTb

UK cnexkTpsl 3apeructpupoBaHbl Ha crnekrpomerpe Vertex 70 B Tabnerkax KBr.
Cnexrpst AMP 'H u "°C 3anmcans va npu6ope Bruker Avance DRX-500 (500 u 125 MI'n
cooTBeTcTBeHHO) B pactBope JAMCO-ds, BHyTperHuii cranmapr TMC. XpomaTo-macc-
CIEKTPHl 3alUCaHbl MpPU HCIOIb30BAHUU >KUAKOCTHOH XpPOMAaTO-Macc-CIEKTPOMETPH-
4yeckoi cucteMbl Ha xpomarorpade Agilent 1100 Series, oCHaIIEHHBIM JHOIHON MaTpULICH
¢ Macc-cenekTuBHBIM jgerektopoM Agilent LC/MSD SL. Ilapamerpsr xpomaTo-macc-
aHanmm3a: kojonka Zorbax SB-C18, 4.6 x 15 mm, 1.8 Mmxm; pactBoputenmun A) MeCN-H,O0,
95:5, 0.1% CF;COOH, B) 0.1% Bomuas CF;COOH; moTtok smroeHTa 3 MJI/MHH, 00BEM
BrpbickuBanus 1 M1, YO aerexkropsr 215, 254, 285 um; XU npu atMochepHOM JaBiie-
HHUH. DJIEMEHTHBIA aHaJM3 IPOBEAEH B aHAJIMTUUECKOH JlabopaTopun MHcTuTyTa GMOOpra-
Huueckoil xummn u Herexumuun HAH Yikpannsr. TeMrepaTypsl IIIaBICHHS ONMPEICIICHBI
Ha npubope Fisher-Johns. KonTpons 3a x0moMm peakumii M YUCTOTOH CHHTE3MPOBAHHBIX
coequHeHuit ocymiectsuid MerogoM TCX Ha mmactunax Silufol UV-254 B cucreme
CHCl;-MeOH, 10:1.

CriekTpaibHbIe XapaKTePHCTUKH COSIMHEHH 4a 1 S COOTBETCTBYIOT JINTEpaTypHBM [9, 16].

Xuopanruapua S-amuno-1-gennin-1H-nupa3on-4-kapooHoBoii kucjaorsl (2). K2.13 r
(10 mmoms) coenuuerus 1 mobasisror 20 it SOCl,, cMeCh KUISTAT B T€UCHHE 2 4, U30bI-
Tok SOCI, ynanstoT npu NOHWKEHHOM JaBJICHUH, MAaCI000pa3Hblii 0CTaTOK 00padaThIBAIOT
10 mn Bogaoro MeCN (1:1) mpu —5-0 °C B TeueHue 2 MHH, 0Opasylomuiics TBEPABINA
MPOJIYKT cpa3y k€ OT(GMIBTPOBHIBAIOT, BBHICYIIMBAIOT B BaKyyM-3Kcukarope Haj P,Os n
UCTIONB3YIOT JUISl JAIbHEHUIIINX CHHTE30B 0€3 HOTOIHUTEILHON OUYUCTKH.

5-Amuno-1-dgenni-1H-nupa3zon-4-kapoonoBas kucjaora (3). K 50 ma H,O npu 20—
25 °C pobassatot 0.7 T (2.9 MMOJIb) COCMHEHUS 2, BBIIEPIKUBAIOT IIPU ITOH TeMIepaType
B TEUEHHUE 2 4, 0CaJJ0K OT(WIBTPOBBIBAIOT M OUHUINAIOT Nepekpuctamuzanueid. UK cnexrp,
v, cM : 3430, 3321 (NHp); 1661 (C=0); 1618, 1548, 1461, 1325, 1279. Macc-cuektp, m/z:
204 [M+H]".

N-R'R*-5-Amuno-1-penni-1H-nnpason-4-kapookcamuanl 4a,b (061mas MeTonuKa).
Cmech 0.48 T (2 MMOIB) coelMHEHHS 2, 2 MMOJb COOTBETCTBYyromlero amuHa u 0.29 M
(2 mmonb) Etz;N B 5 mur abc. Oensona mepememmuBarT B Tedenue 12 4 npu 20-25 °C,
pPacTBOPUTEIIb YAAISIOT IPU MOHWKCHHOM JAaBJICHUH, K OCTaTKy a00aBisatoT 30—50 mu
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H,O, BbImmaBmmii 0cagok OTQIIBTPOBBIBAIOT, CYIIAT W OYUIIAIOT MIEPEKPUCTATUIA3ALINCH.

Coenunenune 4b. VK cnextp, v, oM 3517, 3386, 3263 (NH, NH,); 1609 (C=0,
m. ), 1532, 1433, 1276, 1256, 1114. Macc-cniextp, m/z: 273 [M+17".

6-(5-Amuno-1-penni-1H-nupa3zon-4-un)-1-¢pennianupa3zono[3,4-d][1,3]okcaszun-
4(1H)-ou (5). K pactBopy 0.48 r (2 MmMmoiib) coenunerus 2 B 50 mi1 MeCN 100aBIstOT 110
karsiM 0.29 mi (2 mmons) EN mpu 20-25 °C, pacTBop nmepeMemunBaioT B TeueHue 12 u.
BeimaBmmii  ocajjok OT(WIBTPOBBIBAIOT, PACTBOPHUTENb YIApUBAIOT IPHU MOHIKEHHOM
JaBJieHUH, octaTok obpadatsiBaroT 30 Ma H,O, ocamok OTHMIBTPOBBIBAIOT M OYHMIIAIOT
HEPEKPUCTAIUIU3ALIMEH.

1-®enui-N-popmui-5-xsop-1H-nupa3zon-4-kapookcamun (6). K 2.13 r (10 mmoinb)
coequnenus 1 qobarnstor 10 mix SOCL, u 0.73 1 (10 Mmons) JIM®PA npu 20-25 °C, cmech
KUIATAT B TeueHne 40 MMH, JieTy4yhe BellecTBa YAAJISIOT IPU MMOHWKEHHOM JaBJICHUH.
Ocratok ob6pabareiBator 30 M H,O, ocanok OTGHILTPOBBIBAIOT M OYHIIAIOT MEPEKPUC-
tammmsanueit. UK cmextp, v, em 't 3511, 3420 (NH); 1734 (C=0); 1648 (C=0); 1551,
1500, 1408, 1270. Macc-cnextp, m/z: 250 [M]".

1-®enui-5-xqaop-1H-nupaszon-4-kapooxcamua (7). Cycnensuto 2.49 v (10 MMoib)
coenuHenus 6 B 15 mn pasoasienHoit HCI (1:1) xunsarsar B Teuenue 2 4. [locne oxmax-
JIeHHs 0CaioK OTOUIBTPOBBIBAIOT U OUHINAKOT MepekpucTamtu3arueil. UK crektp, v, cM '
3372, 3186 (NH,); 1651 (C=0, m. m1.); 1554, 1502, 1435, 1399, 1324. Macc-cniexTp, m/z:
222 [M]".

1-®enni-6-(1-pennn-5-xnop-1 H-nupa3zon-4-ui)-4-xaop-1 H-nupa3zono[3,4-d|nupu-
vuanH (8). Cmeck 10.65 1 (50 mmonb) coenunenust 1 u 100 mut SOCl, KUIATAT B TeueHHE
10 muH, oxmaxaaoT 10 20-25 °C, 1o0aBisOT NPU NepeMEIIUBaHIK B OJUH TpuéM 3.65 r
(50 mmonp) IM®DA, cMech KUIATAT B T€USHHE 2 4, OXJIAXKIAIOT, JETy4Yne BElecTBa y/ia-
JISIFOT TIPH TIOHMKEHHOM JaBJIEHUH, K OCTaTKy OCTOPOXKHO IPH MEPEMEIIMBAHNH H OXJIaXK-
JIeHUU JensHou Bomoi mobasmstoT 50 mu H,O, ocamok OTGMIBTPOBBIBAIOT U KPHCTA-
mu3ytoT u3 MeCN. Buavarne Bbinmamaer NpoayKT 8, KOTOPBIH OT(UIBTPOBBHIBAIOT, 3aTEM
ynapuBatoT MeCN 1py NOHM)KEHHOM JIaBJICHHUH JI0 TTOJIOBUHBI 00bEMA, OTQHUIBTPOBBIBAIOT
coenuHeHue 6. DuibTpar yAAIAIOT MOYTH IOJHOCTHIO TPU TOHM)KCHHOM JIaBJICHUH,
BBIMABIIICE B OCAT0K CoeqUHEHUE 7 OoTPmibTpoBbiBatoT. CoequneHus 6, 7, 8 10moaHUTEb-
HO KpucTauu3yioT u3 MeCN.

N-R'R%-6-(1-®enna-5-x10p-1 H-nupazon-4-ni)-1-pennn-1 H-nupaso.o[3,4-d]-
mupuMuInH-4-aMuHbl  9a—¢ (oOmas wmeroxuka). K cycmensun 0.41r (1 MMoiib)
coenuHenus 8 B 5 mn adbe. EtOH noGaensiror 1 MMounb cooTBeTcTBYytomiero amuna u 0.14
i (1 mmons) Et;N, cMech kunstar B Teuenue 4 4, oxnaxaawt g0 20-25 °C. BeinaBmmit
0CagoK  OTGHUIBTPOBBIBAIOT, mpombiBatoT 10wmn  H,O, cymar ©  OYHIIAIOT
KpUCTaJIIM3aLUeH.

Coenunenne 9a. K cnekrp, v, em ' 3320 (NH), 1597 (C=0, m. nn.), 1560, 1520,
1501, 1397, 1337. Macc-cnextp, m/z: 430 [M]".

Coenunenne 9b. UK cnektp, v, em ' 3379 (NH), 1622 (C=0), 1598, 1574, 1501,
1391, 1311. Macc-cnextp, m/z: 478 [M]".

Coenunenne 9c. UK cnextp, v, em ' 1599 (C=0, m. mu.), 1503, 1479, 1399, 1331,
1263. Macc-cextp, m/z: 458 [M]".

PenTreHocTpykTypHoe ucciaegopanue coenuHeHusi 9a. Kpucramisl coenuneHus 9a
(CysHy3CINg, M 470.96) mMoHOKJIMHHBIC, TIPOCTPaHCTBeHHAs rpymmna P2i/c, a 7.8563(2),
b 12.1517(3), ¢ 24.7332(7) A; P 96.526(2)°; V 2345.91(11)A%; Z4; dyyy 1.333; 1 0.194 mm '
F(000) 984. PeHTreHOCTPYKTYpHOE HCCIIEIOBAHUE MOHOKpHCTAJUIA COEIUHEHHS 9a
¢ muHerHbIMH pazmepamu 0.46 x 0.18 x 0.11 mm npoBeneno npu Temneparype —100 °C Ha
nudpakromerpe Bruker Smart Apex IT (AMoKo-usnyuenue, rpagUToBbii MOHOXPOMATOP,
Omax 28.7°, cermeHT chepbl —9 < 2 <10, —16 <k <15, -33 </<30). Beero cobpano 26316
OTpaXXEHHUH, W3 KOTOpbIX 5977 sABNAOTCS He3aBUCUMBIMU (R;,, 0.0586). bruia BBeneHa
KOppekIus morjouieHuss mo mnporpamme SADABS wMeromoM MyNbTHCKaHHPOBAaHUS
(otHomienue Ty / Tnax = 0.6902/0.9790). CtpykTypa pacindpoBaHa IpsSMbIM METOIOM U
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yrouHenHa MHK B momHOMarpu4HOM aHHW30TPOIHOM MPHONMKEHHH C HMCHOJIb30BAaHUEM
komriekca nporpamMm Bruker SHELXTL [17]. ITonoxenns aTOMOB BOJIOPOJIa PaCCUUTAHBI
TEOMETPUYECKH M YTOYHEHBI 110 MOJIeNH "Hae3AHUK'", KpOME OAHOTO aTOMa BOIOPOAa IpHU
atome N(5), KOTOpBIii ObUT BBISABICH OOBEKTUBHO W YTOYHEH HM30TPONMHO. B yTOUHEHMH
HCIOJTB30BaHO 5977 HE3aBUCHMEBIX OTpakeHHH, n3 HuX 3882 orpaxenus ¢ [ > 26(l) (312
YTOYHAEMBIX TTapaMeTPOB, YUCIO OTpakKeHHH Ha mapameTp 12.4, Wcmoib30BaHa BECOBas
cxema @ = 1/[6*(Fo*) + (0.063P)*], tae P = (Fo® + 2Fc¢*)/3, OTHOLICHHE MAaKCHMAIbHOTO
(cpemnero) capura x morpemsocTtu B nocienaeM nukie 0.018 (0.000)). OxoruaTensHBIE
3HaYeHus1 (paxkTopoB pacxommmoctu R (F) 0.0472, WRy(F?) 0.1088 10 OTpaxeHHsM ¢
I>206(I), R(F) 0.0886, wR,(F*) 0.1275, GOOF 1.011 mo BceM HE3aBHCHMBIM OTpa-
skeHusiM. OcraTouHast JJIEKTPOHHAS TUIOTHOCTh U3 pa3HOCTHOTO psifa Dypwe moce mocine-
Hero nukia yrouHenus 0.26 u —0.37 /A, Tonuas xpucramiorpadudeckas HHGOPMALIHS
1o coequHeHnIo 9a nenonnpoBana B KeMOpHkCkoM OaHKe CTPYKTYpPHBIX TQHHBIX (JET1o-
HeHT CCDC 926298).
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