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munuH-2,4(1 H,3H)-nrnoHoM ¢ obpasoBaHueM 3-apouia-4-ruapokcu-1-(2-ruapokcuapun)-1’,3’-numeTi-
cripo[nuppoi-2,5’-muppoino|2,3-d|nupumunnn]-2’,4’,5,6’ (1H,1’H,3’H,7’ H)-TeTpaOHOB, CTPYKTypa KOTO-
PBIX IIOATBEPKIEHA METOIOM PEHTICHOCTPYKTYPHOTO aHamm3a. OIMICcaH IMPOCTOM CIIOcO0 KOHCTPYUPOBAHMUS
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BBEJAEHUWE

Kapkac muppono|2,3-d|nupumMunHa  BXOIUT
B COCTaB BelIECTB, 00JAnaIONIMX MPOTUBOMUKPOO-
HOI aKTUBHOCTBIO [1], aKTUBHOCTBIO B OTHOLIEHUU
aJIeHO3MHOBBIX PELICNITOPOB [2—4], IUTOTOKCUYECKOM
akTUBHOCTBIO [5]. Peakiuust 3-apounmnupposno|2,1-c]
[1,4]6en30kca3un-1,2,4-tpuonos (I1BT) ¢ amuHo-
ypauuioM He M3ydeHa, a Ha OCHOBE aHaju3a paHee
MPOBEJICHHBIX MCCIIENOBaHUIA [6] B pesyiabrare 3Toi
peakiMu MOXHO OXHuIaThb OOpa3oBaHMSI TPYIHO-
JOCTYITHOM CHCTEMBI  CIIMPO[TMppoIi-2,5 -mmppo-
710[2,3-d|nupumMuauHal.

PE3VJIBTATBI 1 ObCYKJIEHUE

[Ipy mnepemermmBaHUM pacTBOpa 3-apOMJIIIUP-
poino|2,1-c][1,4]6eH30kca3uH-1,2,4-TproHOB la—j
u 6-amuHoO-1,3-mumernnnupumunni-2,4(1 H,3H)-nu-
oHa (1,3-1umeTniI-6-aMUHOYpaLMiIa) B COOTHOLLIEHUH
1 : 1 B cyxom aTujialieTate py KOMHATHOM TemIiepa-
Type B TedeHne 2—4 9 (10 MCUEe3HOBEHUS (PUOIIETO-
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BOI OKpacKW MCXOOHBIX coemyiHeHMit 1) ToydeHb
3-apoun-4-runpokcu-1-(2-rugpoxkcrapun)-1°,3’-nu-
MeTwiIcnupo|[nuppo-2,5 -nuppono|2,3-d|nupu-
munvH|-2',4°,5,6' (1H,1’H,3’H,7’H)-TeTpaoHbl 2a—j
(cxema). CTpyKTypa CUHTE3UPYEMbIX COCIMHEHUI
MOATBEPXKAEHA METOIOM PEHTTEHOCTPYKTYPHOTO aHa-
mm3a (PCA) Ha mpumepe coenyHeHNs 2a (PUCYHOK).

CoenuHeHusi 2a—j — OeCLIBETHbIE KpHCTaJUIM-
YecKre BEIIeCTBA, IUIABSIIIMECS C Pa3JIOKCHUEM,
nerkopactBopuMble B JIMCO u IM®A, anetoHe,
1,4-myokcaHe, TPyTHOPACTBOPUMBIE B apoMaTHhye-
CKIX YIJICBONOPONAX, YETHIPEXXJIIOPHUCTOM YIJIEpOIe,
xjopodopme, sTUnauerate, 1,2-nuxjopsTaHe, He-
pacTBOpUMbIC B ajlKaHax M BOIE, MAIOIIME TOJIOXKM-
TEJIbHYIO TpoOy (BUIIHEBOE OKpalllMBaHUE) IIPU
HaJIMIMKM €HOJIBHOM TUAPOKCUJIBLHOM TPYIIIBI CO
CITUPTOBBIM pacTBopoM xopuna xkeie3a (111).

B cniextpax MK coenvHeHmii 2a—j, CHATBHIX B BUJIE
MacThl B Ba3eJIMHOBOM Maciie, MPUCYTCTBYIOT TIOJIO-
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O  OH
2a-j (55-83%)
CoenHeHNe Ar R Boixor, % HosbHOI rpynrsl OH, eHonbHoM rpymsl OH B 0611a-
22 Ph - 75 ctax 9.00—9.86, 11.85—11.99, 12.12—12.54 m.1.
2b Ph Cl 33 B cnekrpax AMP "C coenuHenuit 2a—j, 3anu-
% C,H,Cl-4 0 67 canHbIX B pactBopax B IMCO-d,, xpome cmrHanouB
aTOMOB ymiepona anu(aTtuyeckux 3aMecTUTeNeid,
2d CeH OMe-4 H 7 apoMaTUYeCKUX KOJell U CBSI3aHHBIX C HUMU TPYIIII,
2e C.H,Br-4 H 63 TIPUCYTCTBYIOT CUTHATIBI aToMoB yrepora (8.): C )
2f Ph Br 76 (70.2—70.9 m.x1.), aponsTbHOIN KapOOHWIIBLHOI TPYIIITBI
2 Ph CH, 81 C(Ar)=0 (187.4—189.6 m.11.).
2h C,HF-4 H 80 CoenuHeHe 2a KPUCTAUIU3YETCSl B LIEHTPOCUM-
2i C H Me-4 H 81 METPUYHOM TPOCTPAHCTBEHHOM TpPYIITIe TPUTOHAb-
2% C:H:OEt— 4 - o HOIi CMHTOHUU B Buze coibBaTa ¢ JIMCO (puCyHOK,

cbl BajieHTHbIX Kojiebanmii rpynmn OH, NH (3068—
3454 cm!), nakraMHbIX KapooHMIbHBIX C7=0, C=0,
C7=0, C”=0 (1700—1791 cm™'") 1 aponsibHOI Kapbo-
HWIbHOM rpynibl (1679—1694 cm™).

B criekrpax AMP 'H coenunenuii 2a—j, 3anmcaH-
HbIX B pactBope B JIMCO-d,, Kpome CHTHAIOB TIPOTO-
HOB ajMpaTUYeCKuX 3aMeCcTUTeNIeld, apoMaTHIeCKuX
KOJIeIl ¥ CBSI3aHHBIX C HMMMU TPYIII, IIPUCYTCTBYIOT
VILIMPEHHbIE CUHIJIETHI MPOTOHOB Tpynmbl NH, de-

Monekynel JIMCO He m3o0pakensl). Ha omHy Mo-
JIEKYJTy COCIUHEHUSI 2a TIPUXOAMUTCS OoJice OmHOI
Mosekynsl JIMCO, omgHako TIpy yTOYHEHWH JIOKAJIH -
30BaHa TOJIBKO OIHA M3 HUX, OCTAIbHbIC CUJIbHO pa-
3yIMOPSIIOYEHBI BCIIEACTBUE HAXOXICHMS B YACTHBIX
TMOJIOXKEHUSX U YOAJICHBI C MCIIOJIb30BAaHUEM ITIPOLIe-
nypel SQUEEZE B mporpamme PLATON [7]. 3a cuer
MEXMOJIEKY/ISIPHBIX BOZOPOIHbIX cBs3eil (MBC) N2—
H?O*[1—x, 1—y, 1—z] MoneKy/bl 00pa3yioT LIEHTPO-
CUMMETpPUYHBIE ITUMEpPbl. [MIPOKCUIIBHBIE TPYIIIIHI,
BEpOSITHO, YyJacTBYyIOT B obpazoBanuu MBC ¢ more-
kymamu JIMCO.

XKYPHAJI OPTAHUYECKOW XUMMMU Tom 60 Ned 2024
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Puc. OOwmwmii Bum MOJEKYyIbl 3-0eH30MI-4-TuapoKcu-1-(2-ruapokcudenmn)-1,3 - numeTriacnupo| nupposn-2,5’-nuppo-
110[2,3-d|lmupumunun]-2’,4°,5,6" (1H,1’H,3’ H,7’ H)-teTpaona (2a) o nanHbiM PCA B TemioBbIx ayunconnax 30%-Hoii Be-

POATHOCTU

OOpa3zoBaHMe COEOMHEHMI 2a—j TIPOMCXOIUT,
[O-BUIMMOMY, BCJIEACTBHE IPUCOEIUHEHUS 110 Mu-
xasmo Tpyrnmsl C'H aMMHOYypatia K aToMy yriepona
C* mupponnuoHoB 1a—j ¢ mocyenyolieil BHyTpUMO-
JIEKYJISIPHOI aTaKoii aMWHOTPYIMIOi KapOOHWIbHON
rpyrnsl C*=0 u paspsiBa cBsa3u C*—0O> 6eH30Kca3M-
HOBOTO LIMKJIA.

OKCITEPUMEHTAJIbHAA YACTb

Cnextpsl AMP 'H u 3C 3anuceiBajy Ha CIeK-
tpoMeTpe Bruker Avance [II HD400 (IlIsefitiapust)
[paGouast yactora 400 MIx (‘H) u 100 MI1x (BC)] B
IMCO-d,, BHYTpEHHMIA CTaHAAPT — OCTATOYHBIE CHT-
Hasbl pactBoputens (2.50 m.a. ms saep 'H, 39.5 m.a.
mns anep PC) B AMCO-d,. UK-criekTphl 3anuceiBaim
Ha criekrpodoromerpe Spectrum Two (PerkinElmer,
CIIIA) B BuIe macThl B Ba3eIMHOBOM Macje. Die-
MEHTHBII aHaJIM3 BBITTOJHSIM Ha aHAJIM3aTope vario
MICRO cube (I'epmanus). ONTUMM3ALMIO YCIIO-
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BUII peakiuii IPOBOIMIM MeTomoM yaempa-BD2KX
(ma mpuoope Waters ACQUITY UPLC I—Class
(CIIIA), xononka Acquity UPLC BEH CI8 1.7 Mmxm),
IMOIBIZKHBIE (Pa3bl — alleTOHUTPUI—BOIA, CKOPOCTh
motoka 0.6 MJI/MUH, TUOTHO-MATPUYHBIA AETEKTOD
ACQUITY UPLC PDA eA Detector (crieKTpanbHBbIit
nmuama3oH 230—780 HM), macc-merekTop Xevo TQD,
HMOHU3AIMS TIPOOBI JIEKTPOPACIIBIEHUEM B PEXKUME
PETUCTPALIAN TIOJOXUTEIbHBIX WM OTPULATEIBHBIX
HMOHOB, TeMITepaTypa ncrounrnka 150°C, HanpsbkeHne
Ha karmmmisgpe 3500—4000 B, HanpsbkeHne Ha KOHY-
ce 20—70 B, temmepatypa ucnapenust 150—300°C.
MHauBUIyaTbHOCTh CUHTE3UPOBAHHBIX COEMMHEHMIA
noaresepxkaanu MetonoM TCX Ha miactuHkax Merck
Silica gel 60 F,,, (I'epmanus1), 5MOEHTB — METaHOI,
STWJIALIETAT, 3TWIALETaT—MEeTaHOJ, 3 : 1, — IIposIBIIs-
J apaMu vona u Y@ uznydyenneM 254 um. Mcxon-
HbIE TMPPOTOOEH30KCA3MHTPUOHBI 1 CHHTE3MPOBaHbI
B3aMMOIEMCTBUEM COOTBETCTBYIOIIMX TI'eTepPOLINK-
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JIMYECKMX €HAMUHOB C OKCAIWIXJIOPUIOM 0 paHee
ONMCAHHBIM MeTonuKaM [8]. 6-AmuHoO-1,3-1MMeTHII-
mupumuauH-2,4(1 H,3 H)-11oH — KOMMepYecKu O0-
CTYIIHBIA PEAreHT.

PCA BbInosHeH Ha MOHOKPUCTATLHOM AU(PPAKTO-
MeTpe Xcalibur Ruby ¢ CCD-getektropom (MoKo-u3-
aydenue, 295(2) K, w-ckaHupoBaHue c marom 1°).
IloromieHne yyTeHO SMIUPUYECKU C HCIIOJIb30Ba-
nuem asroputMa SCALE3 ABSPACK [9]. CtpykTtypa
pacmdpoBaHa ¢ momoibio Tporpammvbl SHELXS
[10] m yTOYHEHA TOJTHOMATPUYHBIM METOIOM Hau-
MEHBIIKX KBAIPaToB 10 F? B aHU30TPOITHOM ITPUOII-
>KEHUU JJIST BCeX HEBONOPOIHBIX aTOMOB C MCIIOJIb30-
BaHueM mporpammbl SHELXL [11] ¢ rpaduyeckum
nHtepdeiicom OLEX2 [12]. AToMbl Bomopoaa Ipyribl
NH u eHonbHOI rpynmbl OH yTouHeHbl He3aBUCH-
Mo. [lpu yrouHeHMM OCTaJIBHBIX aTOMOB BOIOpOIA
HCTIONb30BaHa MOJIENb Hae30nuka. CUHTOHUS KpU-
crawia (C,,H N,O,xC, HOS) tpuronanbHas, mpo-
CTpaHCTBeHHasi rpyrma R-3, a 25.698(4) A, b25.698(4)
A, c21.853(4) A, V12498(5) A°, Z 18, d_ 1.321 r/en?,
1 0.171 MM, OKOHYATENTbHBIE TTApAMETPbI YTOUHEHUST:
R, 0.1040 [n151 2967 orpaxkenuii ¢ 1> 26(1)], wR, 0.3430
(s Beex 6875 HezaBUCUMBIX OTpaxeHuii, R 0.0672),
S 1.015. Pesymerater PCA 3apervctpupoBadsl B Kem-
OPMIKCKOM IEHTPE KPUCTATUIOTPa(PUISCKIX JaHHBIX
non, HoMepoM CCDC2266267 1 MOTyT OBITH 3aIpo-
LIEHHI 110 ampecy: www.ccdc.cam.ac.uk/structures.

4-Tunporcu-3-6ensounna-1-(2-ruapok-
cupenna)-1',3'-aumeTuacnupo[nuppo-
a-2,5 -nuppono|2,3-dlnupumuanu]-2’,4",5,6"-
(1H,1’H,3' H,7’ H)-tetpaon (2a). K pactsopy 0.100 T
(0.3 MMoib) muppojauoHa 1a B 5 M1 cyxoro sTuii-
arrerata nipuoasnsum 0.049 t (0.3 mMmonb) 6-amu-
HO-1,3-muMeTnIypanuia, mepeMelBail B TeYeHHe
3 4 Mpu KOMHATHOM Temreparype (10 UCUE3HOBEHMS
(prosieToBOI OKpacKKM MCXOTHOTO MUpposaroHa 1a),
00pa30BaBIINIICS 0CATOK COSAUHEHMS 2a OTOUIIETPO-
BbiBayi. Boixon 0.112 1 (75%), GecLiBeTHbIE KpUCTal-
71, T.I1. 213—215°C (pasn., stunauetar). UK cniekrp,
v, em': 3433, 3319, 3197 (OH, NH), 1781, 1734, 1712
(C”=0, C’=0, C"=0, C*=0), 1687 (COPh). Criextp
AMP 'H, §, m.1.: 3.05 ¢ BH, CH,), 3.27 ¢ (3H, CH,),
6.87—6.94 M (2H, H, ), 72311(1H, /88,24, H
o) 7-45=1.53M 2H, H_ ), 7.56—7.62 M (1H, H )
771 n(2H,J7.3Tu, H ), 9.83 ymi.c (1H), 11.98 ymi.c

apom

(1H), 12.36 yui.c (1H). Criektp SAMP BC, 6, m.1.: 27.1

(CH,), 31.3(CH,), 70.3, 83.2, 117.0, 118.1, 121.5, 122.3,
128.1 (2C), 128.7 (2C), 129.1, 129.8, 132.6, 137.5, 150.6,
152.3, 154.0, 155.2, 156.8, 165.5, 174.4, 189.1 (COPh).
C,HN,O.. Beraucneno, %: C 60.76; H 3.82; N 11.81.

247718 4

Haiineno, %: C 60.75; H 3.83; N 11.82.
CoennHeHMs 2a—j CUHTE3UPOBAIU aHAJIOTUYHO.

4-Tunpokcu-3-6enzounn-1-(5-xaop-2-run-
pokcudenua)-1’,3’-numeruacnupo[nuppo-
a-2,5-nuppoao[2,3-d]nupumuann]-2',4",5,6"-
(1H,'H,3’H,7H)-tetpaon  (2b).  IlonyueH wu3
pactBopa 0.100 r (0.28 mmonb) mupposaroHa 1b
n 0.044 r (0.28 mMMoisb) 6-amuHO-1,3-mMMeTHITYpa-
umia. Beixon 0.119 1 (83%), GecuBeTHbIE KPUCTAILIBI,
T 211-213°C (pasn., atunanerar). MK crekrp, v,
cm s 3430, 3301, 3226 (OH, NH), 1778, 1740, 1725,
1712 (C¥=0, C=0, C¥=0, C*=0), 1690 (COPh).
Cnekrp AMP 'H, 8, m.1.:3.06 ¢ (3H, CH,), 3.26 ¢ (3H,
CH,), 6.71 n (1H, J 1.5 I'a, H, ) 6.77 n (1H, J 8.3 I,
H ) 6.97 n.o (1H, J 8.3, 1.5 I, H, ), 745-752m
(2H,H_ ), 7.56—7.62m (1H, H, ) 7.69—7.75m (2H,
H ..) 9.00 ymr.c (1H), 11.92 ym.c (1H), 12.35 ymr.c
(1H). Cnextp AMP °C, §, m.1.:27.1 (CH,), 31.2(CH,),
70.3, 83.6, 116.5, 116.6, 120.9, 127.6, 128.0 (2C), 128.7
(20), 129.7, 1304, 132.5, 137.6, 150.6, 152.3, 152.6,
155.0,157.0, 165.3, 174.6, 189.1 (COPh). C ,H .CIN,O..

Broruncneno, %: C 56.65; H 3.37; N 11.01. Haiineno, %:
C56,67; H 3.38; N 11.03.

4-Tunpokcu-1-(2-rugpokcudpennn)-3-(4-
xjaopoen3zounn)-1',3’-qnumeruacnupo[nuppo-
Ja-2,5-nuppoao[2,3-d|nupumuaun]-2',4",5,6"-
(1H,I'H,3’H,7 H)-terpaon ~ (2¢). Ilomyuen wu3
pactBopa 0.100 r (0.28 mMMonp) mmpponauoHa lc
n 0.044 r (0.28 mmonb) 6-amMuHO-1,3-aMMeTHIypa-
mma. Berxon 0.096 T (67%), GecliBeTHBIE KPUCTAIUTHI,
T.I01. 219—221°C (pazn., atunauerar). UK cnextp, v,
cm': 3449, 3301, 3265 (OH, NH), 1784, 1762, 1742, 1710
(C¥=0, C=0, C¥=0, C¥=0), 1694 (COAr). Criektp
AMP 'H, 8, m.1i.: 3.06 ¢ (3H, CH,), 3.25 ¢ (3H, CH,),
6.73—6.81 M (1H, H__ ), 6.89 T (2H, J 7.8 I'1, H
707t (1H,J7.3Tw, H, ), 7.57 1. (2H, J8.3 T, H ),
771 n(2H,J83 T, H ), 9.36 yur.c (1H), 11.89 yur.c
(1H), 12.41 yur.c (1H). Criektp AMP BC, 8, m.x.: 27.1
(CH,), 31.2(CH,), 70.2, 83.5, 116.3, 116.7, 118.9, 121.2,
128.3(2C), 129.4, 129.9, 130.5 (2C), 136.3, 137.4, 150.6,
153.2, 154.6, 155.0, 156.9, 165.1, 174.3, 187.8 (COAr).
C,H.CIN,O.. Borucneno, %: C 56.65; H 3.37,

247717

N 11.01. Haitneno, %: C 56.62; H 3.40; N 10.98.
KYPHAJI OPTAHUYECKOW XUMUMU Tom 60 Ned 2024
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4-Tunpokcu-1-(2-ruapoxkcudennn)-3-(4-me-
ToKcuOeH3omna)-1',3"-aumeTusacnupo[nuppo-
2,5 -nuppoao[2,3-d]nupumuaun]-2’,4",5,6"-
(1H,1'H,3' H,7 H)-tetpaou (2d). [TonyueH u3 pactBo-
pa 0.100 r (0.29 mmomb) mupponnuoHa 1d u 0.044
(0.29 MMmomnb) 6-amuHO-1,3-muMermnypanwia. Bei-
xon 0.107 r (74%), GeclBeTHbIC KPUCTALIBI, T.ILI.
212—-215°C (pa3n., atmwnauerar). MK criektp, v, cM™":
3454, 3248, 3070 (OH, NH), 1781, 1765, 1736, 1713
(C¥=0, C=0, C"=0, C*=0), 1688 (COAr). Criektp
AMP 'H, §, m.zi.: 3.05 ¢ BH, CH,), 3.25 ¢ (3H, CH,),

3.84 ¢ (3H, OCHz), 6.72—6.80 M (1H, Hapw), 6.89 T
(2H,J9.3Tiw H, ), 7021 (2H, J8.3 T, H, ), 7167
(IH,J 73T H. ), 7741 (2H, J88 Tie, H . ), 9.30

apom apom

yir.c (1H), 11.85 yur.c (1H), 12.13 ymr.c (1H). Cnextp
AMP "C, 6, m.0.:27.1 (CH,), 31.2(CH,), 55.4 (OCH,),
70.4, 83.5, 113.4 (2C), 116.7, 117.2, 118.9, 121.3, 129.5,
129.8, 130.0, 131.3 (2C), 150.6, 151.3, 154.6, 155.0,
156.9, 163.0, 165.4, 174.5, 187.5 (COAr). C,;H,N,O,.

Borauciieno, %: C 59.52; H4.00; N 11.11. Haiineno, %:
C 59.54; H 3.99; N 11.09.

3-(4-bpomoen3ounn)-4-ruaporcu-1-(2-run-
pokcudenua)-1’,3’ -numeruacnupo[nuppo-
Ja-2,5 -nuppoao[2,3-d]nupumuaun]-2',4",5,6"-
(1H,1’H,3’H,7 H)-tetpaon  (2¢). Ilonyyen u3
pactBopa 0.100 r (0.25 MMonb) mupposmuoHa le
u 0.039 r (0.25 mMMonb) 6-amuHO-1,3-aMMeTHITYpa-
mma. Berxon 0.088 T (63%), GecliBeTHBIE KPUCTAIITHI,
T.auL 215-216°C (pasin., stunauerar). MK crekrp, v,
cm 3445, 3253 (OH, NH), 1784, 1762, 1740, 1709
(C¥=0, C=0, C*=0, C*=0), 1693 (COAr). Criektp
SMP 'H, 8, m.1.: 3.06 ¢ (3H, CH,), 3.25 ¢ (3H, CH,),
6.73—-6.80m (1H, H__ ), 6.89 1.1 (2H,J7.9, 1.2 T, H
oon)s 713720 M (lH H o> 161=7.66 M 2H, H__ ),
769 7.75m (2H, H, ) 9 36 yurc (1H), 11.89 yir.c
(1H), 12.50 yur.c (1H). Criektp IMP 5C, 8, m.1.: 27.1
(CH,), 31.2(CH,), 70.2, 83.5, 116.2, 116.7, 118.9, 121.1,
126.5, 129.4, 129.9, 130.6 (2C), 131.2 (2C), 136.6, 150.6,
153.2, 154.6, 155.0, 156.9, 165.1, 174.3, 188.0 (COAr).
C,H_BrN,O.. BobrucneHo, % C 52.10; H 3.10;
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N 10.13. HaI/IJI[CHO %: C 52.12; H 3.13; N 10.08.

3-bensoun-1-(5-0pomM-2-TuIpPOKCH-
tennn)-4-ruapokcn-1’,3’-aumMeTHacnupo [nup-
poxa-2,5 -nuppoao[2,3-d]mupumunuu]-2’,4’,5,6'-
(1H,'H,3H,7 H-retpaon  (2f). Ilonyuen wu3
pactBopa 0.100 T (0.25 MMomnp) mupponmrona 1f
u 0.039 r (0.25 MMoib) 6-amuHO-1,3-aMMeTIITYpa-
uuia. Beixonm 0.106 1 (76%), GecLiBETHBIE KPUCTAJLIBL,
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1.1 215-217°C (pasn., atunauerat). MK cnektp, v,
cm s 3433, 3300, 3225 (OH, NH), 1786, 1778, 1737,
1712 (C¥=0, C=0, C¥=0, C¥=0), 1690 (COPh).
Cnektp AMP'H, 8, m.1.: 3.05¢ (3H, CH,), 3.27 ¢ (3H,
CH,),6.86 n (1H, J 8.8 I, aOM) 7.03n0(1H, J2.4 I,

apOM) 7.34 n.n (1H, J 8.8, 29Fu, o) 1-46—=7.52 M
(2H, H, .- 7.56—7.62m (1H, H,, o) 769 7.74m (2H,

1= N 9 86 yurc (1H), 11.99 yLu ¢ (1H), 12.43 yur.c
(1H). Cnektp AAMP "C, 8, m.a.: 27.1 (CH,), 31.3
(CH,), 70.3,83.2,108.7, 117.0, 118.6, 122.7, 128.1 (2C),
128.7 (2C), 132.0, 132.6 (2C), 137.4, 150.6, 152.3, 154.4,
155.2,156.8,165.5, 174.3, 189.1 (COPh). C ,H BrN,O..
Berancieno, %: C 52.10; H 3.10; N 10.13. HaiineHo, %
C52.08; H 3.14; N 10.15.

3-bBen3ona-4-ruaporcu-1-(2-ruapoxk-
cu-5-meruadenunn)-1’,3’-numeTuacnupo[nuppo-
a-2,5 -nuppoao[2,3-d]nupumuann]-2',4",5,6"-
(1H,1'H,3’H,7 H)-terpaon  (2g). Iloayyen wu3
pactBopa 0.100 r (0.30 mMmonb) mupposavoHa 1g
u 0.047 T (0.30 MMoIIB) 6-aMUHO- 1,3-TUMETUITYpaLIK-
na. Berxom 0.119 1 (81%), 6ecliBe THbIC KpUCTAJUIBI, T.ILL.
246—248°C (pasn., stunauerar). MK cnekrp, v, cM™":
3353, 3125 (OH, NH), 1776, 1719, 1700 (C*=0, C=0,
C¥=0, C¥=0), 1679 (COPh). Criektp AMP 'H, 6,
m.a.: 2.13 ¢ (3H, CH,), 3.06 ¢ (3H, CH,), 3.26 ¢ (3H,
CH,),6.71n (1H,J1.5Tu, H__ ),6.77 n (1H, J 8.3 I,
H, ), 697 1.0 (1H, J 8.3, 15 Fu, H, ), 745-753 m
(2H, H_ ), 7.56-7.62 m (1H, H_ ), 7.69-7.74 m
(2H, H_ ), 9.00 yur.c (1H), 11.92 ym.c (1H), 12.32
yur.c (1H). Cnexrp AMP °C, §, m.1.: 20.3 (CH,), 27.7
(CH,), 31.8 (CH,), 70.9, 84.2, 117.1, 117.2, 121.5, 128.1,
128.6 (2C), 129.3 (2C), 130.2, 131.0, 133.1, 138.1, 151.2,
152.9, 153.2, 155.6, 157.5, 165.9, 175.2, 189.6 (COPh).
C,,H,)N,O.. Boruncreno, %: C 61.47; H 4.13; N 11.47.
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Haiineno, % C 61.45; H 4.15; N 11.49.

4-Tuapokcu-1-(2-ruapokcudennn)-3-(4-
t¢bropoensoun)-1’,3’-gumMmernacnupo[nuppo-
Ja-2,5 -nuppoao[2,3-d|nupumuaun]-2',4",5,6"-
(1H,1"H,3'H,7 H)-terpaon (2h). ITonydyeH u3 pacTtBo-
pa 0.100 r (0.29 MmMomb) mupponauoHa 1h u 0.046 r
(0.29 MMmomb) 6-amMuHO-1,3-muMeTmnypanmia. Bbi-
xon 0.117 r (80%), GecuBeTHBIC KPUCTAJUIBI, T.ILIL.
217-219°C (pa3sn., stunanerar). MK crnekrp, v, cm™:
3425, 3227 (OH, NH), 1781, 1739, 1711 (C*=0, C*=0,
C’=0), 1691 (COAr). Cnextp JAMP 'H, 9, m.1.: 3.06
c(3H,CH,),3.25¢(3H,CH,),6.73—6.80m (1H,H
6.85-6.93m(2H,H,_ ), 7.14-720m (1H, H_ |

apoM

apom)’

),7.331
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(2H, J 8.8 T, H,_ ), 7.74-7.82 m (2H, H_ ), 9.35
yir.c (1H), 11.88 yur.c (1H), 12.54 yur.c (1H). Criekrp
AMP BC, §, m.n.: 27.1 (CH,), 31.2 (CH,), 70.2, 83.5,
115.2 1 (J 20.0 T, 2C), 116.5, 116.7, 118.9, 121.2, 129.4,
129.9, 131.6 1 (J 9.5 T, 2C), 134.1 1 (J 2.8 Tt), 150.6,
152.8, 154.6, 155.0, 156.9, 164.3 (J 251.2 Tt), 165.2,
174.4, 187.6 (COAr). C,,H N,O.F. Beruucneno, %:

C 58.54; H 3.48; N 11.38. Haiineno, %: C 58.50;
H 3.45; N 11.40.

4-Tuapokcu-1-(2-ruaporcudenna)-3-(4-me-
THAOeH30mua)-1",3 -qrumeTuacnupo[nuppo-
a-2,5 -nuppono|2,3-dlnupumuanu]-2’,4",5,6"-
(1H,1"H,3'H,7’ H)-tetpaon (2i). [Toay4yeH u3 pacTBo-
pa 0.100 r (0.30 mmonb) nuppoaauoHa 1i u 0.047 r
(0.30 mmonb) 6-amuHO-1,3-guMeTUIypaunia. Bei-
xom 0.119 t (81%), OeciBeTHbIe KPHCTA/UTBI, T.ILI.
214-216°C (pasn., stwrauerar). MK cnektp, v,
cml: 3454, 3160 (OH, NH), 1782, 1767, 1738, 1711
(C¥=0, C=0, C¥=0, C¥=0), 1688 (COAr). CriekTp
AMP 'H, 8, m.x.: 2.37 ¢ (3H, CH,), 3.05 ¢ (3H, CH,),
3.25 ¢ 3H, CH,), 6.73-6.80 m (1H, H__ ), 6.86—
6.93m (2H, H ), 713-720 m (1H, H_ ), 7.29 1
(2H,J83Tuw, H_ ),7.630(2H,J78 T, H ), 9.32
¢ (1H), 11.87 ymr.c (1H), 12.22 yur.c (1H). Criektp
AMP PC, 8, m.n.: 21.1 (CH,), 27.1 (CH,), 31.2 (CH,),
70.3, 83.5, 116.7, 116.9, 118.9, 121.3, 128.6 (2C), 128.9
(20), 129.4, 129.8, 134.9, 143.0, 150.6, 152.1, 154.6,
155.0, 156.8, 165.4, 174.4, 188.7 (COAr). C,;H, N,O..
Brruncieno, %: C61.47; H4.13; N 11.47. Haiineno, %:
C61.49; H 4.15; N 11.46.

4-Tunpokcu-1-(2-ruapokcudenmnn)-3-(4-31oKk-
cudenzounn)-1’,3’-numeruncnupo[nuppo-
a-2,5 -nuppono|2,3-dlnupumuanu]-2’,4",5,6’-
(1H,’H,3’H,7 H)-tetpaon (2j). [ToayyeH u3 pactBo-
pa 0.100 r (0.28 mmonb) nupponguoHa 1j u 0.043 r
(0.28 MmoIb) 6-amuHO-1,3-muMeTmTypaiia. Beixon
0.078 T (55%), OecuBeTHBIE KPUCTAUIBI, T.IUI. 237—
239°C (pa3zn., stunauetar). UK crekrp, v, cm': 3244,
3068 (OH, NH), 1791, 1732, 1716, 1704 (C¥=0, C>=0,
C¥=0, C¥=0), 1680 (COAr). Cniextp AMP 'H, 9,
m.a.: 1.351(3H,J6.8 i, CH,), 3.05¢ (3H, CH,), 3.25
¢ (3H, CH,), 4.13 k (2H, J 6.8 Ty, CH,), 6.73—6.80 m
(IH,H,_ ), 6.84-6.93m (2H, H ), 7.001(2H, /8.8
I, H ), 713-721m(AH, H,_),7.721(2H, J8.8 Iy,
H_ ), 929 ¢ (1H), 11.85 yur.c (1H), 12.12 yur.c (1H).
Cnexrp AMP °C, §, m.1.: 14.4 (CH,), 27.1 (CH,), 31.2
(CH,), 63.4 (CH,), 70.4, 83.5, 113.8 (2C), 116.7, 117.2,

118.9, 121.3, 129.5, 129.8 (2C), 131.3 (2C), 150.6, 151.3,
154.6, 155.0, 156.8, 162.3, 165.4, 174.5, 187.4 (COAr).
C,H,)N,O,. Beruncneno, %: C 60.23; H 4.28; N 10.81.
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Haiineno, %: C 60.25; H 4.29; N 10.78.
SAKJIFOYEHUE

OnucaHHBIl CHIOCOO CHMHTE3a CIMHUPO3aMelICH-
HBIX COCOMHEHUI MPOCT B UCIIOJHEHUM, He TpeOy-
€T MWCIIONB30BaHUSI XPOMATOrpaMUeCKUX METOIOB
OUYMCTKM BEILECTB M TMO3BOJISIET MOIyYaTh CTPYKTYp-
HBIE aHAJIOTY TTEPCIIEKTUBHOTO ¢ TOYKM 3peHUsT (ap-
MAaleBTUYECKOM M MEIMIIMHCKON XMMUU KapKaca —
mmppono|2,3-d|mpuMraHa.
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Synthesis of Spiro[pyrrole-2,5"-pyrrolo[2,3-d]pyrimidines]
by Reaction of Pyrrolobenzoxazinetriones with 6-Aminouracil
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3-Aroylpyrrolo|2,1-c][1,4]benzoxazine-1,2,4-triones react with 6-amino-1,3-dimethylpyrimidine-2,4(1H,3H)-
dione with formation of 3-aroyl-4-hydroxy-1-(2-hydroxyaryl)-1’,3’-dimethylspiro[pyrrole-2,5’-pyrrolo[2,3-d]-
pyrimidine]-2",4’,5,6’ (1H,1’H,3’H,7’ H)-tetraons, the structure of which was confirmed by X-ray diffraction
analysis. A simple method for constructing a hard-to-reach heterocyclic system of spiro[pyrrole-2,5’-pyrrolo[2,3-d] -
pyrimidine] is described.

Keywords: hetareno|e]pyrrole-2,3-diones, 3-aroylpyrrolo[2,1-c][1,4]benzoxazine-1,2,4-triones,

pyrrolobenzoxazinetriones, 6-amino-1,3-dimethylpyrimidine-2,4(1H,3H)-dione, spiro|[pyrrole-2,3’-pyrroles],
spiro[pyrrole-2,5’-pyrrolo|2,3-d|pyrimidine], X-ray diffraction analysis
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