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BBEJIEHUE

Mononuknnyeckue 1H-nuppon-2,3-1uoHbl  B3a-
HMOJIEUCTBYIOT ¢ 6-aMuHO-1,3-quMeTunypanuiom
¢ mocnenoBarenbHol atakoi rpynmamu B-CH u NH
eHaMUHO(parMeHTa aMHHOypaliia aTOMOB YIJIEpO-
na C° u kap6oHmwibHEX rpynn C3=0 wm C-C=0
MUPPOJIIUOHOB ¢ 00pa3oBaHMEM COOTBETCTBYIOIIUX
MOCTHKOBBIX [1, 2] MM cUporeTepouKINYeCcKUX
[2, 3] cuctem. benso[b|nupposn-2,3-1uoHbI (M3aTUHEI)
pearupyot ¢ 6-aMUHOypaluIaMy B COOTHOIIeHUH 1:1
win 1:2 ¢ nepBoHa4aIbHBIM IPUCOEIUHEHUEM TPy
B-CH nnmu NH enamunogparmMeHTa aMHHOypanmia K
aToMy yriaepoja B HOJIOKEHUH 3 THPPOIIUOHOB € 00-
pa30BaHMEM COOTBETCTBYIOIIMX KOHJICHCHPOBAHHBIX
[4] wmm crmporereporuKiIndeckux [5—8] cucrtem.
Peakuun 1H-nuppon-2,3-110HOB, aHHEIMPOBAHHBIX
reTePOLUKIMYECKUM (PParMeHToM, ¢ 6-aMUHOYpaLH-
JIOM U €T0 3aMEILEHHbIMU HE U3yUYEHBI.

PE3VJIBTATBI 1 OBCYXAEHNE

IIpn B3aumoneiicTBUM §-apomnnuppoino[2,1-c]-
[1,4]okca3un-1,6,7-tpuonoB la—h ¢ 6-amunoypanu-
namu 2a, b B 6e3BOTHOM alleTOHUTPHUIIC TIPU TEMIIe-
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patype 80—82°C B Teuenwme 0.5-2 4 (10 NCICIHOBEHUS
SAPKO-KPACHOM OKPAaCKHU MCXOIHBIX MHUPPOIOOKCAZNH-
TPHOHOB) TOJNy4YeHBl 3-apoui-4-runpokcu-1-(2-ru-
JPOKCHAJIKHIT)cUpo(ruppo-2,5'-nuppoino| 2,3-d|nu-
pumunun)-2',4'5,6'(1H,1'H,3'H,7' H)-TeTpaonsr  3a—I1
(cxema 1), cTpyKTypa KOTOPBIX HOATBEPXKICHA METO-
JIOM peHTreHocTpyKkTypHoro ananuza (PCA) na npu-
Mmepe coenuHenuii 3¢, f (puc. 1, 2).

Coenunenust 3a—1 — OecrBeTHBIC BHICOKOILUIABKHE
KPUCTAJIJIMYECKHE BEIIEeCTBA, XOPOIIO PAaCTBOPHUMBIE
B JIMCO u IM®A, TpynHO pacTBOPUMEIE B alleTOHH-
TpUIIe, aleToHe, XJopodopMe u dTUIanerare, Hepac-
TBOPHUMBIE B BOJE M AJIKaHAX, JAIOIINE TOI0KATENb-
Hyt0 TpoOy (BUIIIHEBOE OKpAIIMBAaHWE) HA HAJIHUUC
€HOJBHOTO THJIPOKCHIIA CO CIUPTOBBIM PacTBOPOM
FeCls.

B cnexrpax MK coemunennii 3a—1 nabmromatorcs
ITOJIOCHI BJICHTHBIX KOJICOAHWH CITMPTOBON M €HOJIb-
ot rpynm OH (3397-3618 u 3065-3236 cm™ 1), amu-
norpyrn N”H, N'H u N*H (a4 coenunenuii 3a—d,
cooTBeTCTBEeHHO, 3345-3473, 3356-3388 u 3165
3173 cm ), makramMHBIX KapOOHMIBHBIX rpymn C2=0,
C*=0,C3=0u C%=0 (1717-1758, 1697-1716, 1680~
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1,R! = H, Ar = Ph (a), 4-CICgHy4 (b), 4-BrCgHy (c), 4-MeCgH, (d), R! = Me, Ar = Ph (e), 4-CIC¢H, (f),
4-BrC¢Hy (g), 4-MeCgHy (h); 2, R2=H (a), Me (b); 3, R! = R2 = H, Ar = Ph (a), 4-CIC4H, (b),
4-BrCgH, (¢), 4-MeCgHy (d), R! = H, R! = Me, Ar = Ph (e), 4-CICgHy (), 4-BrCgH, (g), 4-MeCgHy (h),
R! =R2 = Me, Ar = Ph (i), 4-CICgH, (j), 4-BrCgHy (), 4-MeCgHy (1).

1699 u 1645-1675 cvm™!), aponnbHO# KapOOHMITBHOI
rpymme (16151644 cm™).

B cnekrpax SIMP 'H pactopos coenunenuii 3a-1
B JIMCO-d;, kpoMe CUTHAJIOB IPOTOHOB 2 METHIIEHO-
BBIX TPy, TPOTOHOB apOMAaTHYECKUX KOJIEIl U CBf-
3aHHBIX C HUMHU TPYMI, MPUCYTCTBYET YIIMPEHHBIN
CHHIJICT NMPOTOHA cripToBOi Tpynmsl OH B obmactu
3.60-6.15 m.1., cuHrIeThl npoToHoB rpymn N'H B
obmactu 10.65-10.68 m.1. u N°H (ns coenmuHe-
Huii 3a—d) B obmactu 11.55-11.59 m.n., cunrier mpo-
tona rpymmsl N’H B obmactm 12.00-12.24 M. u
VIMHPEHHBIN CHHTIIET IPOTOHA €HONBHOH rpyrmsel OH
B oOmactu 12.18—12.56 m.1.

Coenunenus 3¢ (puc. 1) u 3f (puc. 2) xpucranmu-
3YIOTCS B LIGHTPOCUMMETPUYHON MPOCTPAHCTBEHHON

Puc. 1. Crpyxkrypa 3-(4-6pomben3onn)-4-rugpokcu-1-(2-
THIPOKCHATHI ) cripo(nuppoi-2,5'-uppoio[2,3-d|nu-
pumunun)-2'4',5,6'(1H,1'H,3'H,7'H)-tetpaona (3¢) 1o
nanHbiM PCA B TemioBbix auunconnax 30%-Hol Bepo-
STHOCTH
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rpynne TPUKIMHHON CUHrOHMH P—1 B BUAE CONbBa-
TOB C aleTOHUTpUiIOM. B kpucramne coeaunenus 3¢
MOJICKyJia alUeTOHWTpHJIa pasynopsaodeHa H MpH
YTOYHEHUH CTPYKTYpPbI ylajeHa C HCIIOJIb30BaHHEM
npouenypsl SQUEEZE B nporpamme PLATON [9].
Mornekynbl 000MX COSTUHEHUH B IIETIOM UMEIOT OJIH3-
Kylo reoMeTrpuio. [IupponbHble MKIIBI, coAepKalue
apousbHbIe 3aMecTuTenu, miockue (RMSD 0.014 u
0.008 A mns coenunenuii 3¢ u 3f COOTBETCTBEHHO).
[MuppononupUMUANHOBEIH (parMeHT B COCAMHEHHU
3f (RMSD 0.046 A) neckombko ne)opMHUpPOBAH MO
CpaBHEHHIO ¢ OoJiee TUIOCKMM (parMeHTOM B COEIH-
neruu 3¢ (RMSD 0.025 A). B xpucrammax o6oux
COEIMHEHHUH MPUCYTCTBYIOT Pa3BUTHIE CHCTEMBI Me-

¢y

Puc. 2. Crpykrypa 3-(4-xnop6ensomn)-4-rugpokcu-1-(2-
ruapokcuyITHN)-1",3'-qauMeruncnupo(nuppoi-2,5'-nuppo-
110[2,3-d|mupumunnn)-2',4',5,6'(1H,1'H,3'H,7' H)-Tetpao-
Ha (3f) no nanubM PCA B TemoBeIx armmunconnax 30%-
HOH BEpOSATHOCTH (MOJICKYJIa COJIbBATHOI'O allETOHUTpPUIIA
HE M300paxKeHa)
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KMOJICKYIIAPHBIX Bogopoaubix cBsseit (MBC) Buma
N-H--O u O—H---O, 3a cueT KOTOPBIX MOJEKYIIbI CBSI-
3aHbl B OECKOHEYHBIEC IByMEPHBIC CETH.

[To-Bugmmomy, coenuuenus 3 oOpa3yroTcs BCICI-
CTBHE ToOcienoBareibHol ataku rpymmnamu -CH u
NH enamuHOpparMeHTa aMHUHOYPAIHJIOB aTOMOB
C% u C! nupponooxcasuuTpronos 1 u pacerne-
HUS OKCa3MHOBOTo muknma 1o cessu C!-02. Cxema
peaknuu OM3Ka K CXeMe peaKIni MOHOIINKITNIEeCKIX
1 H-nuppon-2,3-AM0HOB U 6-aMUHOYpaluiia, On1caH-
HOH panee [2, 3].

OKCIIEPUMEHTAJIBHA S YACTb

UK crekTpsl 3amuchIBaIM Ha CIIEKTPOPOTOMETPE
Perkin Elmer Spectrum Two (CILIA) B BazennHOBOM
macne, crextpsl IMP 'H — na cnexrpomerpe Bruker
Avance III HD 400 (IlIBeiimapusi), BHYTpeHHUI
crangapt — TMC. DrneMeHTHBII aHaliu3 BBIMOIHS-
nu Ha aHanmuzatope vario MICRO cube (I'epmanus).
ITonHOTY npoTEeKaHUsI peaKUUil ONPEENSIIM METOJIOM
yaerpa BOXKX-MC, xononka Acquity UPLC BEH
C18 1.7 mxwMm, momBmwkHBIE (a3bl — aIrleTOHUTPHII—
BOJIa, CKOpOCTh motoka 0.6 mir/muH, aerekrop ESI MS
Xevo TQD. MuauBuyaqbHOCTh CHUHTE3MPOBAHHBIX
coemuHEeHNH noATBepkaamu Metogom TCX (rmactu-
ubl Merck Silica gel 60 F,s, (I'epmanust), 3110€HTHI —
TOIyOJ—3TWIALeTat, 5:1, aTHiIaneTar, IposiBUTENb —
napsl ona u YO uznyuyenne 254 Hm).

Habop sxcniepuMeHTanbHBIX OTpaskeHUH 00pasLoB
COCTMHEHWH TIONMY4YeH Ha MOHOKPHCTAIBLHOM IH(-
paktomerpe Xcalibur Ruby (Agilent Technologies
(Benmukob6puranusi)) c CCD-aeTeKTopoM Mo cTanaapT-
Hoii Metonuke [MoK -uzmydenue, 295(2) K, o-cka-
HupoBanue ¢ marom 1°]. Ilormomenue y4reHo sMm-
MUPHUYECKH C Ucnonb3oBaHueM ainroputma SCALE3
ABSPACK [10]. CtpykTypsl pacmmdpoBaHbI C I10-
moripio mporpamm SHELXS [11] u SHELXT [12] u
YTOYHEHBI OJTHOMATPUYHBIM METOAOM HAaUMEHBIINX
kBagparoB (MHK) 1o F2 B aHW30TPOITHOM NpHOIH-
JKCHUH JJIs1 BCEX HEBOJOPOJIHBIX aTOMOB C TIOMOIIBIO
nporpaMmmel SHELXL [13] ¢ rpaduueckum uHTEp-
theticom OLEX2 [14]. AToMBI BOIOpO/a BKJIFOUEHBI
B YTOYHEHHE B MOJIEIH Hae30HuKa (3a UCKIIOUEHUEM
aromoB Bogopoaa rpynn OH u NH, yrouHeHHBIX He-
3aBUCHUMO B H30TPOITHOM MTPHUOIIKCHHN ).

Ucxonuble nupponook3azuHTpuonsl la—h cun-
TE3UPOBAHBl B3aMMOJICHCTBHEM COOTBETCTBYIOIINX

reTepOLUKIMYECKUX €HAMHHOB C OKCAJIMJIXJIOPUIOM
o paHee onucaHHoW metoauke [15]. OcranbHbIe pe-
AKTHBBI U PACTBOPUTEIIN MOTYUYEHBI H3 KOMMEPYECKHX
ucrounukoB (Alfa Aesar, Merck Life Science LLC).

3-ben3ounn-4-ruapokcu-1-(2-ruipoKCcUITUIN)-
cnupo(nuppoJ-2,5'-nuppono|2,3-djnupumuann)-
2'4'5,6'(1H,1'H,3'H,7' H)-TeTpaon (3a). K pactso-
py 325 mr (1.20 MMoB) THPPOTOOKCA3HHTpHOHA 1a
B 5 MJI alleTOHWUTpUJIA NpUOaBISLIN pacTBop 152 mr
(1.20 mmonb) 6-amMuHOYypanuia 2a B 5 MJI alleTOHU-
TPWIA, KUISATWIN 2 9, OXJaKIAU, 0CAJT0K OT(HUIIb-
TpoBeIBasH. Beixox 453 mr (95%), T.mn. 258-260°C
(arterorutpmn). UK criekrp, v, oM~ ': 3478 (OH), 3414
(N"H), 3388 (N'H), 3165 (N*H), 3114 (C*OH),
1707 ym, 1672 ym (C*=0, C*=0, C°=0, C%=0),
1632 (COPh). Cniexrp SIMP 'H, §, m.1.: 3.10-3.17 m
(1H, CH,), 3.21-3.28 m (1H, CH,), 3.36-3.41 m (2H,
CH,), 3.60 ym.c (1H, OH), 7.46 T (2H,pe, J 7.7 T'm),
7.57 1 (1Hgpoy, J 7.3 T), 7.63 1 (2H,50y, J 7.0 T'm),
10.67 ¢ (1H, N'H), 11.57 ym.c (1H, N*H), 12.24
yurc (1H, N”H). Haiineno, %: C 54.46; H 3.39; N
14.00. C,gH4N4O. Beruucineno, %: C 54.28; H 3.54;
N 14.07.

Coenunenus 3b-1 cunte3npoBanu aHAIOTHYHO.

4-I'mppokcu-1-(2-ruapokcudTNd)-3-(4-xXJI0p-
OeHzomna)cnupo(nmuppoa-2,5'-nuppoaol2,3-d]-
nupumuaun)-2'.4',5,6'(1H,1'H,3'H,7' H)-TeTpaon
(3b). CunTe3npoBaId aHAIOTUYHO COCTUHEHHUTO 3a U3
306 mr (1 MMOIIB) THPpOTOOKCca3uHTproHA 1b. Brixon
299 mr (75%), T.mmn. 275-277°C (aunetonurpun). MK
CIIEKTD, V, cem L 3384 (Nl'H), 3177 (C4OH), 1720,
1705, 1697, 1675 (C>*=0, C*=0, C=0, C%=0),
1644 (COAr). Cniexkrp SIMP 'H, §, m.1.: 3.10-3.17 m
(1H, CH,), 3.21-3.28 m (1H, CH,), 3.36-3.40 m (2H,
CH,), 3.94 yur.c (1H, OH), 7.54 1 (2H,p, / 8.6 T'wy),
7.63 11 (2H 0y, J 8.3 T'm), 10.67 ¢ (1H, N'H), 11.59
yurc (1H, N*H), 12.24 ym.c (1H, N"H). Cnextp
SAMP 13C, §, m.a.: 42.8, 56.0, 58.1, 68.0, 82.4, 116.1,
128.3, 130.4, 136.2, 137.4, 150.8, 153.2 (C*OH),
156.0 (C®=0), 158.4 (C*=0), 165.7 (C*'=0), 175.1
(C°=0), 187.8 (COAr). Haiineno, %: C 50.32; H 2.69;
N 12.57. CgH;3CIN4O,. Boruucneno, %: C 49.96; H
3.03; N 12.95.

3-(4-bpomben3ona)-4-ruapokcu-1-(2-rua-
poxcudITUI)cnupo(nuppoJi-2,5'-nuppono|2,3-d]-
nupumuaun)-2',4',5,6'(1H,1'H,3'H,7' H)-TeTpaoHn
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(3¢). CunHTE3MpOBAIIM AHATIOTUYHO COSIMHEHUIO 3a U3
350 mr (1 MMonb) nupposookcasuHTproHa 1e¢. Beixon
391 mr (82%), 1.1 290-292°C (anerorutpmin). UK
CIIEKTD, V, cM 1 3548 (OH), 3473 (N7'H), 3356 (NI'H),
3173 (N*H), 3065 (C*OH), 1717, 1701, 1695, 1672
(C?=0, C*=0, C>=0, C%=0), 1643 (COAr). Cextp
AMP 'H, §, m.a.: 3.10-3.18 m (1H, CH,), 3.21-3.28
M (1H, CH,), 3.36-3.40 m (2H, CH,), 3.83 ym.c (1H,
OH), 7.54 1 (ZH,poy, J 8.8 T), 7.69 1 (2Hyp0p J
8.6 T'm), 10.68 ¢ (1H, N''H), 11.59 yur.c (1H, N*H),
12.24 ym.c (1H, N”H). Cnekrp IMP 13C, §, m.x.:
42.8, 58.0, 68.0, 82.4, 116.0, 126.5, 130.5, 131.2,
136.6, 150.8, 153.2 (C*OH), 156.0 (C®=0), 158.4
(C*=0), 165.7 (C*=0), 175.1 (C3>=0), 188.0 (COAT).
Haiineno, %:C45.67;H2.39;N 11.41.C,gH3BrN4O.
Brruucneno, %: C 45.30; H2.75; N 11.74.

PCA coenunenust 3c¢: TPUKIMHHAS CHHIOHMS,
npocrpancteennas rpynna P-1, CigH;3BrN,O,, M
477.23,a8.6212(18) A, 59.2167(18) A, ¢ 16.063(3) A,
a 80.169(16)°, B 84.573(16)°, y 78.695(17)°, V
1230.7(4) A3, Z 2, d_,,, 1.288 r/em?, p 1.710 mm L.
OxoHuarenbHble NapameTpsl yrouHeHus:: R, 0.0794
[ans 2123 orpaxkenuii ¢ [ > 26(/)], wR, 0.2595 (nns

Bcex 5715 HezaBUCUMBIX oTpakenuii), S 0.949.

4-T'uapoxcu-1-(2-ruapoxrcudTa)-3-(4-MmeTHJI-
OeH3omJ)cnupo(nmUuppoa-2,5'-nuppoao|2,3-djnu-
pumuaun)-2',4',5,6'(1H,1'H,3'H,7'H)-TeTpaon
(3d). CunTe3upoBany aHAJIOTMYHO COCAUHEHUIO 3a
n3 285 mr (1 mmonb) mupponookcasuHTpuona 1d.
Berxon 383 mr (93%), .. 288-290°C (ameronn-
tpun). UK cnextp, v, em!: 3516 (OH), 3414 (N"H),
3366 (N'H), 3169 (N*H), 3072 (C*OH), 1740, 1716,
1698, 1659 (C*=0, C*=0, C°=0, C%=0), 1615
(COAr). Cnextp IMP 'H, 8, m.1.: 2.36 ¢ (3H, CHj),
3.13 n (1H, CH,, J 7.8 I'n), 3.20-3.28 m (1H, CH,),
3.34-3.42 m (2H, CH,), 6.15 yu.c (1H, OH), 7.26 n
(2Hypous J 7.9 Tm), 7.55 1 (2H,pgy, J 8.1 I'w), 10.65 ¢
(1H, N"H), 11.55 ym.c (1H, N*H), 12.23 yur.c (1H,
N”H). Crextp AMP 13C, §,m.1.:42.8, 58.1,64.8, 68.1,
74.1, 82.5, 86.6, 116.7, 128.6, 128.8, 134.9, 143.0,
150.9, 155.1 (C*OH), 156.0 (C4=0), 158.4 (C*=0),
166.0 (C*=0), 175.2 (C°>=0), 188.6 (COAr), 196.4.
Haiineno, %: C 55.34; H 3.91; N 13.59. CgH;(N4O.
Breruucieno, %: C 55.34; H3.91; N 13.59.

3-benzoua-4-ruapokcu-1-(2-ruipoKCUITUHI)-
1',3'-qaumeTHiICcIUpO(IUPPOII-2,5'-iuppoJio|2,3-d]-
nupumuaun)-2',4',5,6'(1H,1'H,3'H,7' H)-TeTpaoHn
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(3e). CunTe3upoBany aHAJOTUYHO COEIUHEHHUIO 3a
3 271 mr (1 MMOIB) TUPPOIOOKCa3UHTPHOHA 1a U
155 mr (1 mmonb) 6-amuHoyparmia 2b. Beixox 307 mMr
(72%), 1.1 204-206°C (auetonutpun). UK crnekrp,
v, cM 11 3618 (OH), 3396 (N"H), 3114 (C*OH), 1758,
1706, 1699, 1658 (C?=0, C*=0, C°=0, C%=0), 1626
(COAr). Criextp SIMP 'H, §, m.1.: 3.07 ¢ (3H, CHj),
3.20-3.25 m (2H, CH,), 3.40 ¢ (3H, CHj;), 3.38-3.42
M (2H, CH,), 4.42 yur.c (1H, OH), 7.46 T (2H,;, J
7.8 T'm), 7.57 T (1Hypey, J 7.3 T), 7.64 11 (2Hp0y, J
7.1 Tn), 12.07 ¢ (1H, NH), 12.48 yur.c (1H, OH).
Coextp SIMP BC, 8, ma: 27.1, 31.4, 42.8, 58.2,
68.9, 82.6, 116.4, 128.1, 128.6, 132.6, 137.5, 150.9,
152.8 (C*OH), 155.7 (C®=0), 156.7 (C*=0), 165.9
(C?=0), 175.1 (C°=0), 188.9 (COAr). Haiineno, %:
C 56.70; H 3.89; N 12.79. C5oH3N4O-. Brruncneno,
%: C 56.34; H 4.26; N 13.14.
4-T'uapoxcu-1-(2-ruapoxcudtua)-1',3"-qu-
MeTua-3-(4-xa0poen3ouna)cnupo(nuppos-2,5'-
nuppoao|2,3-dlnupumuaun)-2',4',5,6'(1H,1'H,-
3'H,7'H)-terpaon (3f). CuHTE3MpOBATN aHAIIOTHYHO
coenuaeHMO 3a 13 306 mr (1 MMOJIB) THPPOITOOKCa-
suAaTproHa 1b u 155 mr (1 MMome) 6-amMmuHOYpanuia
2b. Bexoz 350 mr (76%), T.m1. 206-208°C (ameronn-
tpwn). MK crexrp, v, em': 3526 (OH), 3464 (N"H),
3189 (C*OH), 1728, 1711, 1690, 1661 (CZ=0, C*=0,
C>=0, C°®=0), 1643 (COAr). Cnekrp SIMP 'H, §,
m.1.: 3.07 ¢ (3H, CHy), 3.19-3.25 m (2H, CH,), 3.40
¢ (3H, CH;), 3.38-3.41 m (2H, CH,), 4.59 ym.c (1H,
OH), 7.54 1 (2H,poy, J 8.3 T), 7.63 1 (2Hy,0y, J
8.8 I'm), 12.07 ¢ (1H, N”H), 12.56 ym.c (1H, OH).
Crnextp SIMP 13C, §, m.a.: 27.0 (Me), 31.4 (Me),
42.8, 58.1, 68.8, 82.5, 116.0, 128.3, 130.4, 136.1,
137.4, 150.9, 153.3 (C*OH), 155.7 (C%=0), 156.7
(C*=0), 165.7 (C*=0), 175.0 (C°=0), 187.6 (COA).
Haiineno, %: C52.51;H3.37;N 11.79. C,oH;,CIN4O-.
Brruucineno, %: C 52.13; H 3.72; N 12.16.

PCA coenunenus 3f: TpUKIMHHAs CUHTOHUS, ITPO-
cTpaHcTBeHHas rpynna P-1, 2C,0H;,CIN4O;-C,H3N,
M 962.70, a 8.5007(12) A, b 10.5312(15) A, ¢
13.1221(16) A, a 112.931(13)°, B 94.152(11)°, v
96.228(12)°, V'1067.03) A3, Z 1, d,, ., 1.498 r/em?, n
0.234 Mmm~'. OKOHYaTeTbHBIE TTAPAMETPHI YTOUHEHHMS:
R, 0.0588 [mna 3600 orpaxenuii ¢ I > 2o(l)], wR,
0.1687 (s Bcex 4944 HE3aBUCUMBIX OTpaKeHUH), S

1.032.
3-(4-bpomben3ona)-4-ruapokcu-1-(2-rua-
poxcudTHI)-1'3"-1uMeTHIACIUpPO(MMUPPOI-2,5'-
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nuppoao|2,3-dilnupumuaun)-2',4',5,6'(1H,1'H,-
3'H,7'H)-terpaon (3g). CUHTE3UpOBAIN AHAJIOTHY-
HO coenuHenuto 3a u3 350 mr (1 MMomB) mUpPpOIIO-
okcazuHTpuoHa lc u 155 mr (1 Mmoine) 6-amuHOypa-
uuna 2b. Beixog 374 mr (74%), t.on. 213-215°C
(aneroruTpun). UK crektp, v, oM~ ': 3526 (OH), 3464
(N"'H), 3228 (C*OH), 1727, 1710, 1686, 1659 (C*=O0,
C*=0, C°=0, C®=0), 1642 (COAr). Cnekrp SIMP
', §, m.1.: 3.07 ¢ (3H, CH;), 3.21-3.25 M (2H, CH,),
3.40 ¢ (3H, CHy), 3.38-3.42 m (2H, CH,), 4.58 ym1.c
(1H, OH), 7.55 1 (2H,p0y, J 8.3 T), 7.69 1 (2H,p0y
J 8.3 Tm), 12.08 ¢ (1H, N”H), 12.50 ym.c (1H, OH).
Cnextp SIMP 13C, §, m.1.: 27.0, 31.4,42.8, 58.1, 68.8,
82.5, 116.0, 126.5, 130.5, 131.2, 136.5, 150.9, 153.3
(C*OH), 155.7 (C®=0), 156.7 (C*=0), 165.7 (C*=0),
175.0 (C°=0), 187.8 (COAr). Haiineno, %: C 47.90;
H 3.02; N 10.72. C,yH{7sBrN,O,. Beruucneno, %: C
47.54; H 3.39; N 11.09.

4-Tuapokcu-1-(2-ruapoxcudtua)-1',3"-qu-
MeTua-3-(4-MeTUa0€eH30UuJ)cnupo(nuppoa-2,5'-
nuppoo|2,3-dlnupumuaun)-2',4',5,6'(1H,1'H,-
3'H,7'H)-terpaon (3h). CunTe3upOBaAIM aHATIOTUYHO
coenuHeHHIO 3a u3 285 Mr (1 MMOIb) THPPOJIOOKCA-
suaTproHa 1d m 155 mr (1 MMone) 6-amMmuHOyparuia
2b. Beixox 326 mr (74%), 1.1, 201-203°C (ameToHn-
tpun). UK crextp, v, cM': 3532 (OH), 3463 (N"H),
3177 (C*OH), 1727, 1709, 1686, 1661 (C*=0, C*=0,
C>=0, C®=0), 1637 (COAr). Cuekrp SIMP 'H, 5,
M. 2.35 ¢ (3H, CH3), 3.07 ¢ (3H, CH;), 3.21-3.25 m
(2H, CH,), 3.40 ¢ (3H, CHj;), 3.38-3.42 m (2H, CH,),
4.54 yur.c (1H, OH), 7.26 1 (2H,p0y, J 7.8 T1r), 7.56
1 (2H,pos J 8.1 T), 12.05 ¢ (1H, N"H), 12.21 ymr.c
(1H, OH). Cniextp SIMP 13C, §, m.z1.: 21.0, 27.0, 31.3,
42.8, 58.2, 69.0, 82.6, 116.6, 128.6, 128.9, 134.8,
143.0, 150.9, 152.2 (C*OH), 155.7 (C%=0), 156.6
(C*=0), 166.0 (C2=0), 175.1 (C>=0), 188.5 (COAr).
Haitneno, %: C 57.64; H 4.22; N 12.33. C,;H,(N,O-.
Brruucneno, %: C 57.27,; H4.58; N 12.72.

3-ben3oni-4-ruapokcu-1-(2-ruapokcu-
nponui)-1',3"-gumeTnacnupo(nupposa-2,5'-nup-
poao|2,3-dlnupumunun)-2'4',5,6'(1H,1'H,3'H,-
7’H)-terpaon (3i). CuHTE3MpoBaIM aHATOTUIHO
coenuHeHUIO 3a u3 285 mr (1 MMOIb) THPPOIOOKCA-
suaTproHa le u 155 mr (1 Mmonp) 6-aMHHOYpanu-
na 2b. Bexox 348 mr (79%), 1.t 261-263°C (ame-
toruTpun). VK cmextp, v, cm ': 3475 (OH), 3432
(N7'H), 3236 (C*OH), 1723, 1697, 1680, 1645 (C>=0,

C*=0, C°=0, C®=0), 1620 (COAr). Cniextp SIMP 'H,
8, m.1.: 1.00 1 (3H, CH3, J 6.2 '), 2.99 1.1 (1H, CH,,
J13.7,6.0 T'm), 3.07 ¢ (3H, CH;), 3.22 a1 (1H, CH,,
J 13.6, 7.0 Tw), 3.40 ¢ (3H, CH,), 3.68-3.78 m (1H,
CH), 4.53 yurc (1H, OH), 7.46 T (2H,,,, J 7.6 T'n),
7.57 T (1Hypop J 7.5 T), 7.64 1 (2H, oy J/ 7.3 T,
12.01 ¢ (1H, N7H), 12.24 yur.c (1H, OH). Crextp
SIMP 13C, 8, m.1.: 20.9 (CHy), 27.1, 31.4, 48.1, 64.3,
69.1, 82.6, 116.6, 128.0, 128.6, 132.5, 137.5, 150.9,
152.7 (C*OH), 155.7 (C?¥=0), 156.8 (C*=0), 166.4
(C3=0), 175.2 (C%=0), 189.0 (COAr). Haiineno, %:
C 57.64; H 4.21; N 12.36. C,,H,(N,O,. Beruncieo,
%: C 57.27, H4.58; N 12.72.

oM?>

4-T'unpoxcu-1-(2-ruapoxcunponui)-1',3"-nu-
MeTuJa-3-(4-xjg0poden3ounna)cnupo(nupposi-2,5'-
nuppoao|2,3-dlnupumuaun)-2',4',5,6'(1H,1'H,-
3'H,7'H)-terpaoHu (3j). CuHTE3UpOBaTIN aHAIOTHYHO
coenuaennio 3a u3 320 mr (1 MMOJB) IUPPOTOOKCa-
suaTpuoHa 1f u 155 mr (1 MMonb) 6-amuHOYpaIu-
na 2b. Beixon 304 mr (64%), T.mn. 234-236°C (ate-
tonutpun). UK cnekrp, v, cm': 3477 (OH), 3403
(N"'H), 3200 (C*OH), 1724, 1695 ym, 1658 (C*=0,
C*=0, C°>=0, C%=0), 1636 (COAr). Cnekrp SIMP
'H, §, m.1.: 0.99 1 (3H, CH;,J 6.2T'n), 2.99 n.1 (1H,
CH,, J 13.8, 6.1 T'n), 3.07 ¢ (3H, CH3), 3.22 1.1 (1H,
CH,, J13.3T'n, 6.8 I'ny), 3.40 ¢ (3H, CHy), 3.66-3.76
M (1H, CH), 4.37 yurc (1H, OH), 7.54 1 (2H,,0y, J
8.6 '), 7.63 1 (2H, oy J 8.4 T'm), 12.04 ¢ (1H, N"H),
12.56 ym.c (1H, OH). Cnexrp SIMP 13C, §, m.x1.: 20.9
(CHy),27.1,31.4,48.1, 64.3, 69.0, 82.5, 116.3, 128.3,
130.4, 136.2, 137.4, 150.9, 153.2 (C*OH), 155.7
(C?=0), 156.8 (C*=0), 166.2 (C>=0), 175.1 (C®=0),
187.7 (COAr). Haiineno, %: C 53.50; H3.67; N 11.44.
C,1H9CIN4O. Boruucneno, %: C 53.12; H 4.03; N
11.80.

3-(4-bpomoben3ouna)-4-ruapokcu-1-(2-rua-
pokcunponua)-1',3'-ntuMmeTHJICcIUPO(MUAPPOJI-
2,5'-nuppoao|2,3-dlnupumuaun)-2',4',5,6'(1H,-
1'H,3'H,7'H)-TeTpaon (3k). CuHTE31pOBaIN aHAJIO-
TUYHO coenuHeHuto 3a u3 364 mr (1 MMoiB) TUppo-
nmookcasuaTprona 1g u 155 mr (1 MMoinb) 6-amMHuHO-
ypaumia 2b. Beixox 426 mr (82%), 1. 211-213°C
(arterormtpmn). UK criekrp, v, cMm': 3476 (OH), 3402
(N"'H), 3160 (C*OH), 1722, 1703, 1694, 1657 (C*=0,
C*=0, C°>=0, C%=0), 1635 (COAr). Cnekrp SIMP
H, 8, m.1.: 0.99 1 (3H, CH;,J5.9TIn), 2.99 .1 (1H,
CH,, J 13.8, 6.0 T'm), 3.07 ¢ (3H, CH3), 3.22 n.x (1H,
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CH,, J 13.9, 7.3 Tm), 3.40 ¢ (3H, CH;), 3.66-3.74
M (1H, CH), 4.42 yurc (1H, OH), 7.55 1 (2H,0, /
8.6 T'w), 7.69 11 (2H oy, J 8.6 '), 12.04 ¢ (1H, N7 H),
12.34 yur.c (1H, OH). Cnexrp SIMP 13C, §, m.1.: 20.9
(CHy), 27.1,31.4,48.1,64.3, 69.0, 82.5, 116.2, 128.5,
130.54, 131.2, 136.5, 150.9, 153.2 (C*OH), 155.7
(C?=0), 156.8 (C*=0), 166.2 (C°=0), 175.1 (C®=0),
187.9 (COAr). Haiineno, %: C 48.95; H 3.32; N
10.41. Cy;H;¢BrN4O. Beraucnero, %: C 48.57; H

3.69; N 10.79.

4-Tuapoxcu-1-2-ruapoxcunponui)-1',3"'-qu-
MeTHJI-3-(4-MeTHJI0eH301JI)cniupo(nuppoa-2,5'-
nuppoao|2,3-dilnupumuaun)-2',4',5,6'(1H,1'H,-
3'H,7'H)-terpaon (31). CunTe3upoBain aHAIOTHYHO
coenuHeHuo 3a u3 299 mr (1 MMoIb) TUPPOIOOKCA-
suaTprona 1h u 155 mr (1 Mmomib) 6-aMHHOYpanu-
na 2b. Bexox 391 mr (86%), T.rut. 207-209°C (ame-
touutpun). MK crekrp, v, em': 3397 (OH), 3345
(N"'H), 3184 (C*OH), 1724, 1703, 1697, 1659 (C%=0,
C*=0, C°=0, C®=0), 1640 (COAr). Criexrp SIMP 'H,
0, m.11.: 0.99 n (3H, CH;, J 6.1 '), 2.36 ¢ (3H, CHy),
2.99 n.n (1H, CH,, J 13.7, 5.9 I'n), 3.07 ¢ (3H, CH3),
3.21 n.a (1H, CH,, J 13.7, 7.1 I'ny), 3.40 ¢ (3H, CHj;),
3.67-3.75 m (1H, CH), 4.52 ym.c (1H, OH), 7.26 1
(2Hgpons J 8.1 T'w), 7.55 11 (2H,pey J 8.1 '), 12.00 ¢
(1H, N"H), 12.18 ym.c (1H, OH). Cniexrp SIMP 13C,
0, m.a1.: 20.9 (CHy), 27.0, 31.4, 48.1, 64.3, 69.0, 82.5,
116.8, 128.1, 128.6, 128.8, 134.9, 143.0, 150.9, 154.8
(C*OH), 155.7 (C¥=0), 156.7 (C*=0), 166.4 (C°=0),
175.2 (C%=0), 188.6 (COAr). Haiineno, %: C 58.51;
H 4.52; N 11.97. C,,H,,N,O5. Beruucneno, %: C
58.15; H 4.88; N 12.33.

Pesynbrars PCA 3apEruCTPUPOBAHBI B
KemOpupkCKOM — LIEHTpe  KpHcTauiorpaduuecKux
manaeix monm HoMmepamu CCDC 2160603 (3¢) u
2160602 (3f), m MOTYT OBITH 3aIPOINICHHI TT0 aJPeECy:
www.ccdc.cam.ac.uk/data_request/cif

3AKJ/IFOYEHUE

[IpuBeneHHast peakuus MpeACTaBIsSeT coOOW HO-
BBII yIOOHBIN MpenapaTUBHBIN METOJ CHHTE3a TPYIl-
HOAOCTYIHBIX (DYHKLIHMOHAJIBHO 3aMEIIECHHBIX CIIH-
po(trppoa-2,5'-muppono| 2,3-d |THpUMHUIHHOB).

®OHJIOBASI TIOJJIEPXKKA

WccnenoBanusi BBINONHEHBI MpH  (PUHAHCOBOI
noanepkke [lepMckoro Hay4yHO-00pa3oBaTeIbHOTO
neHTpa «ParmonansHoe Henpomonp3oBaHuey, 2023 1.
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Synthesis of Spiro(pyrrol-2,5'-pyrrolo[2,3-d]pyrimidine)-
2'.4',5,6'-tetraones by the Reaction of Pyrrolo|2,1-c][1,4]-
oxazinetriones with 6-Aminopyrimidine-2,4-diones
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8-Aroyl-3,4-dihydro-1H-pyrrolo[2,1-c][1,4]oxazine-1,6,7-triones react with 6-aminopyrimidine-2,4(1H,3H)-
diones to form 3-aroyl-4-hydroxy-1-(2-hydroxyalkyl)spiro(pyrrole-2,5'-pyrrolo[2,3-d]pyrimidine)-
2'4'5,6'(1H,1'H,3'H, 7' H)-tetraones, the structure of which was confirmed by X-ray diffraction analysis.

Keywords: pyrroldione, pyrrolooxazine, 6-aminopyrimidine, spiro(pyrrole-2,5'-pyrrolo[2,3-d]pyrimidine),
recycling, X-ray structural analysis
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