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KOHAEHCUPOBAHHBIE TUEHOIINPUMUJINHBI

19*. A3YUYEHUE T'ETEPOLIUKJIN3ALINH 2-TUAPA3UHO-6,6-TUMETHI-5,6-
AT AIPO-SH-IIMPAHOTUEHO[2,3-d]TAPUMUIAH-4-OHA

Ha ocnoBe 2-amuno-5,5-mumerni-3-3Tokcukapbonnn-4,5-guruapo-7H-tueno[2,3-clnupana
OCYILECTBJIEH CHHTE3 HOBOTO KOHIECHCHPOBAHHOTO Hpou3BOmoro nupano[4',3":4,5]tueno[3.2-e]-
TpHazouno|3,4-bnupuMuIUHA.

KnroueBble ci10Ba: miupaH, MUPUMHUINH, THEHOIMPUMUINH, THEHOTIUPAH, THO(DEH.

B pabote [2] coobmanoch 0 cuATE3e 2-aMHHO-5,5-THMETHII-3-3TOKCHKapOo-
Ht-4,5-muruapo-7H-tneno(2,3-c]nupana (1), MOCTY>XKUBIIETO HCXOIHBIM CO-
eIMHEHUEM TIpU pa3paboTKe METOJIOB MOJMYYCHUS] HOBBIX MPOHM3BOJHBIX MUpa-
HOTUEHOMMPUMHUMHOBOTO Psijia, CTPYKTYypa KOTOPBIX JIOKa3aHa METOJIOM PCA.

BsaumopeiictBuem coenmaenus 1 [2] ¢ 0€H30MIM30THONMAHATOM ITOIYIEHO
cooTBeTcTByIomee 2-N'-tmoypennonponsBonHoe 2. IIpu oOGpaborke mocien-
HETO BOJHO-CITUPTOBBIM PACTBOPOM THAPOKCHIA KaJIHSI TPOUCXOUT BHYTPUMO-
JIEKyIIpHas MUKIN3anus ¢ 00pa3oBaHueM 0,6-TUMETHI-2-THOKCO-5,6-TUTHIPO-
8H-mmupano[4',3":4,5]tueno| 2,3-d|mupumuauna-4-oHa (3), KoHACHCAITNSA KOTOPO-
ro C KOHIICHTPUPOBAaHHBIM THAPA3UHTUAPATOM TPUBOJUT K COOTBETCTBYIO-
meMy 2-THapa3uHO3aMeIIeHHOMY 4.
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I'ereponmknm3zanueit coenuaeHuss 4 ¢ OPTOIPUPOM MYPABHHHON KHCIOTHI
MIOJTy4eH MPOIYKT, KOTOPOMY MOXHO OBLTO OBI IPUIHCATH CTPYKTYPY S wiu 6.
ANKUIMPOBAHUEM 3TOr0 MNPOAYKTa MOAUCTBIM METWJIOM OBIJIO IOJYYEHO
N-MeTWIMpoBaHHOE IPOU3BOAHOE, PEHTTCHOCTPYKTYPHOE HCCIIEAOBAaHUE KOTO-
POro IOKa3ajo, YTO ero CTPOEHUE COOTBETCTBYET Gopmyie 7.

* Coobmenne 18 cm. [1].
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Hesbicokast TouHOCTH TONMy4eHHBIX AaHHBIX PCA He gaeT BO3MOXKHOCTH
JIETaTbHO OOCYIOWTHh 3HAYEHHE T€OMETPUYECKHX I1apaMeTpoB, HO MO3BOJSET
OJTHO3HAYHO PEIINTH 3a7a9y ONpeeseHUs] CTPOCHHUS COSIMHEHNS 7.
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CTpOGHI/Ie MOJICKYJIbI 7c HyMepauHeﬁ HEBOJOPOAHLIX aTOMOB U JJIMHAMHU
CBSI3CH MOKa3aHO Ha PUCYHKE, B Tab. 1 MMPUBCACHBI KOOPAUHATEI aTOMOB U UX
OKBUBAJICHTHBIC TEMIICPATYPHLIC IMMApaMETPhI, 4 B Ta0JI. 2 — 3HAYEHUs BaJICHT-
HBIX YTJIOB. Haiigennasie 3HAUCHU:, B LICJIOM, COIIACYIOTCA CO CTaHAAPTHBIMU U
MO3BOJIAKOT CYAUTh O XapaKTCpax BaJICHTHBIX CBﬂSeﬁ, T. €. OAHO3HAYHO OIIpc-
ACIATH CTPOCHUC UCCIICIOBAHHOTO COCANHCHU .

CrtpoeHue MOJIEKyJIbl 7 ¢ JUIMHAMHU CBsI3ei

Ero TeTparnaponupaHOBOEC KOJBI0 HMEET KOH(MOPMAIUIO HCKaKESHHOTO
nonykpecna ¢ orkiaonenneM atomos O(2) u C(3) na —0.33 u 0.42 A, coorser-
CTBEHHO, OT CPEIHEKBAIPATHYHOW IUIOCKOCTH OCTAJIBHBIX aTOMOB IIHKJIA.
KonpeHncupoBanHas TeTpanukinyeckas cucTeMa (3a HCKIIIOYCHHEM aTOMOB
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0O(2) u C(3) TeTparuapolUpaHOBOTO KOJIbIIA), KaK U OKHIAIOCh, (aKTHICCKH
iockasi (HauOoJbIiee OTKIIOHEHHE OT CPEJTHEKBAJPATHYHON TUIOCKOCTH, pac-
CUMTAaHHOE IO BCEM aToMaM MOJIeKyibl, kpome atoMoB O(2), C(3), C(17) u
C(18), cocraBnser —0.14 A).

Takum 00pa3oM, MOKa3aHO, YTO TETEPOIMKIU3AIMS 2-THIPa3HHOIIPOU3-
BOJHOTO 4 ¢ OpTOP()UPOM MYpPaBBHHON KHCIOTHI MPOHCXOJUT PETHOCEICK-
TUBHO ¢ 00pa3oBaHUEM MPOJIYKTa 5.

Tabonuma 1

Koopaunnarbl aTomMoB ( x10*) 1 uX SKBUBATEHTHBIE TeMIlepaTypHble NapamMeTpbl

ATOoM x/a /b z/c Buso AtoM x/a v/b z/c Buso

C(l) | 549(3) | 1521(5) | 23338) | 2.0Q2) | C©) |-1389(3)| 1195(5) | 7472(8) | 1.912(1)
0Q2) | 11492) | 1112(3) | 2724(5) | 2.0(1) | N(10) | -861(2) | 936(4) | 8253(6) | 1.3(1)
C(3) | 1403(3) | 1411(5) | 4173(7) | 1.8(2) | c(1) | -2273) | 939(5) | 7640(8) | 1.6(2)
C@) | 981(3) | 1040(5) | 5423(8) | 1.72) | N(12) |-1869(3)| 1100(5) | 8420(6) | 2.1(2)
C(4a) | 285(3) | 1222(5) | 5071(8) | 1.4(2) | N(13) |-1682(3)| 758(5) | 9794(7) | 2.4(2)
C(5) | -236(3) | 1206(5) | 6114(7) | 1.62) | C(14) |-10653)| 666(6) | 9664(8) | 2.0(2)
C6) | -822(3) | 1442(5) | 5429(7) | 13(2) | C(15) |-2564(4)| 1221(7) | 8095(8) | 3.1(2)
S(7) | -713(1) | 1685(1) | 35252) | 1.8(1) | O(16) | 218Q2) | 712(4) | 8461(8) | 2.1(2)
C(la) | 107(3) | 1448(5) | 3670(8) | 1.72) | C(17) | 1476(3) | 2478(7) | 4248(8) | 2.5(2)
N@) |-1411(2) | 1465(4) | 6069(6) | 1.6(2) | C(18) | 2053(3) | 944(4) | 4239(9) | 2.3(2)

Tabnuna 2
Banenrtnble yriasl o(c) (rpaa.)

Vron w(0) Vron w(0) Vron w(o)

0(2)C(1)C(1a) 108.6(6) C(4a)C(5)C(6) 112.3(6) N(8)C(9)N(12) 127.3(7)
C(1)0()C3) 114.7(5) | C4a)C(5)C(11) 128.1(6) N(10)C(9)N(12) 106.0(6)
0(2)C(3)C(4) 109.5(5) C(6)C(5)C(11) 119.4(6) CON0)C(11) 123.9(6)
0(2)C(3)C(17) 114.4(6) C(5)C(6)S(7) 110.7(5) C(9)N(10)C(14) 106.9(6)
0(2)C(3)C(18) 103.5(6) C(5)C(6)N(8) 127.9(6) CIDN(10)C(14) | 129.2(6)
C(4)C(3)C(17) 111.9(6) S(7)C(6)N(8) 121.4(6) C(5)C(11)N(10) 110.7(6)
C(4)C(3)C(18) 110.0(6) C(1a)S(7)C(6) 91.1(3) C(5)C(11)0(16) 130.9(6)
C(17)C(3)C(18) 110.2(6) | C(1)C(la)C(4a) 125.3(6) N(10)C(11)O(16) | 118.4(6)
C(3)C(4)C(4a) 110.5(6) C(1)C(12)S(7) 121.9(5) C(9)N(12)N(13) 111.5(6)
C(4)C(4a)C(1a) 120.1(6) | C(4a)C(1a)S(7) 112.8(5) C(9)N(12)C(15) 127.8(6)
C(4)C(4a)C(5) 126.7(6) C(6)N(8)C(9) 111.1(6) N(I3)N(12)C(14) | 104.7(6)
C(12)C(4a)C(5) 113.2(6) | N(8)C(9N(10) 126.7(6) N(13)N(12)C(15) | 120.4(6)
N(10)C(14)N(13) | 111.0(6)

87



SKCIIEPUMEHTAJIbBHASI YACTb

UK crektpsl cHATE Ha mpuGope UR-20 B BasenuHOBOM Macie, criektpbl IMP 'H momyuens:
Ha npubope Varian Mercury 300 (300 MI'), TCX nposenena na miactuakax Silufol UV-254,
MIPOSIBUTENb Mapbl HOJA.

PenTreHocTpykTypHOe HccjieioBaHue coequHeHust 7. Kpucramsl coenunenust 7 HU3KOTO
KadecTBa, HO MHpurofHele ana mposeneHus PCA ¢ mocTaBieHHOW Iiebio, OBLIM MOJy4eHBI
MEJUICHHBIM HCIapEHHEM CIIIPTOBOTO PacTBOpa.

[TapameTpsl 51IeMEeHTapHOM A4eUKN U MHTCHCUBHOCTU 1460 HE3aBUCHMBIX OTPaKCHUN H3Me-
peHbI Ha 4-KPY)KHOM aBTOMaTHieckoM audpakromerpe Cunrekc P2, npu temmeparype —120 °C
(AMoK,, 6/20-ckanmpoBanue, rTpaduToBbIii MOHOXpoMatop, O, = 25°). Kpucramwist
pombmaeckue: a = 20.953(4), b = 14.253(3), ¢ = 8.898(1) A, V = 2657.409) A°, Z = 8,
dye = 1.451 F/CMS, npocTpaHcTBeHHast rpynma Pecr.

CrpykTypa pacmudpoBaHa NpsSMBIM METOJOM M yTo4YHeHa Onok-guaroHaasHsiM MHK B
AQHM3TPOITHOM IIPUOIMKESHNH TSI HEBOJOPOAHBIX aToMOB. [lonoxxenns Bcex aroMoB H BEISBIEHBI
W3 Ppa3sHOCTHOTO CHHTE3a JJICKTPOHHOW IUIOTHOCTM M BKIIOYEHBI B  YTOYHEHHE C
(DMKCHPOBAHHBIMH M30TPOIHBIMH TapaMeTpamu By, = 5 A% Bce pacuetsl IpoBejieHsl Ha DBM
Eclipse-S/200 no nmporpammam INEXTL [3].

OxoHuaTenbHble 3HaueHUs (akTopoB pacxommmoctd R = 0.080, R, = 0.065 mo 1248
otpakeHusaM [ >70(/). KoopaunaTsl aToMOB puBeeHbI B Ta0I. 1.

2-(N'-benzonaruoypeuno)-5,5-numerna-3-3rokcukapoonuii-4,5-nuruapo-7H-tueno|[2,3-c]-
nupad (2). K pactBopy 2.55 r (10 mmonb) coemunenus 1 [2] B 40 mim MmeraHona mnpu
nepememBanuu u Temneparype 30 °C pobasnsior 1.6 T (10 MMOIb) GEH30MIM30THOILMAHATA.
IlepememmBanne npofokaoT 3 4. BeimaBurne kpucTauisl OT(QUIBTPOBBIBAIOT U MPOMBIBAIOT
s¢upom. ITomyuator 3.7 r (90%) mpoaykra 2, T. 1. 208-210 °C (u3 nupununa), Ry 0.65 (aneton—
rexcat, 1:2). UK cnektp (ToHkuii cinoit), v, em ! 1680 (amup. C=0), 1710 (C=0), 3250-3350
(NH). Crextp SIMP 'H (mupuzun-ds), 8, m. 1. (J, T): 9.15 (1H, ¢, HNCO); 7.35-8.20 (6H, M,
CeHs, NHCS); 4.76 (2H, ¢, 7,7-H,); 4.50 (2H, x, J = 7, CH,CHs); 2.96 (2H, c, 4,4-H,); 1.36 (3H,
1, J =7, CH,CHs); 1.30 [6H, c, 5,5-(CHj;),]. Haitneno, %: C 57.38; H 5.22; N 6.70; S 15.38.
C20H22N20452. BbI'-H/ICJ'leHO, %: C 5741, H 526, N 669, S 15.31.

6,6-IumeTnii-2-tnokco-5,6-1uruapo-8H-nupauno[4',3':4,5| Tueno|2,3-d|nupumuaun-4-oxn
(3). Cmecn 4.18 1 (10 mmonb) coepunenus 2, 1.12 r (0.02 mons) runpokcuna kamusa B 50 mi 50%
BOJHOrO crupTa KUmATAT 2 4. Iocne oxmaxaeHus peaknnoHHy0 mMaccy noakucisor 10% pac-
TBOPOM COJITHOH KHCJIOTBI 10 CIIA0OKUCIION peakuny. Bhinasiiie KpucTauibl OTQUIBTPOBBIBAIOT,
[POMBIBAIOT BOAOH M BeICymmuBatoT. [Tomnyyaror 2.4 1 (92.1%) npoxykra 3, T. . 288-290 °C (u3
nupuauna), Ry 0.47 (xnopopopm—mupuaun, 1:1). MK cnekrp (Tonkuid cioii), V, e 1690
(C=0), 3400-3420 (NH). Haiineno, %: C 49.28; H 4.32; N 10.39; S 23.93. C;;H,)N,0,8S,.
Breraucneno, %: C 49.25; H4.47; N 10.44; S 23.88.

2-I'uapa3uno-6,6-1umeTnii-5,6-nuruapo-8H-nupano(4',3':4,5] tueno[2,3-d|nupumuanH-
4-on (4). Cmecph 2.68 T (10 Mmoutb) coenuaeHns 3, 5 MJI KOHIIGHTPHPOBAHHOTO THAPa3HHTUAPATA
B 20 M1 OyTaHOJA KUIATST 8 4 U BEIIEPKUBAIOT ~16 4 Ipu KOMHATHOM TeMneparype. Brimasmme
KPHUCTAUTEl OT(UIBTPOBBIBAIOT, IPOMBIBAIOT BOAOH M BhIcymmBaioT. Ilomydator 2 r (75.5%)
nponykra 4, 1. 1. 308-310 °C (u3 Gyranona), Ry 0.50 (rexcan—tunanerar, 1:2). UK cnekrp
(ToHKmit cnoit), v, cM: 1700 (C=0), 3200-3400 (NHNH,). Cuekrp SIMP 'H (mupumun-ds),
6, m. n.: 10.8 (1H, ¢, 3-NH-); 5.70 (1H, ¢, NHNH,); 4.40 (4H, c, 8,8-H,, NHNH,); 2.85 (2H, c,
5,5-H,); 1.18 [6H, c, 6,6-(CH3),]. Haiineno, %: C 49.52; H 5.18; N 21.13; S 12.09. C;H4N,40,S.
Beraucneno, %: C 49.62; H 5.26; N 21.05; S 12.03.

7,7-AumeTun-6,7-nuruapo-9H-nupano[4',3':4,5] Tueno|3,2-¢| rpuazoo[3,4-b| mupumMuaus-5-o1
(5). Cmech 2.66 1 (10 Mmomb) coenunenns 4, 10 mi oproddupa MypaBbHHOM KUCIOTHI KUIISATST
89 m BeIEEpXKHBAIOT ~16 U TMpH KOMHATHOHW TeMmIeparype. BrimaBmme kpucTamuisl OT(HHIb-
TPOBBIBAIOT, IPOMBIBAIOT 3(HPOM U BeICymHBaioT. [lomyqaror 2.2 r (75.8%) nponayxra S, T. .
298-300 °C (3 mupuauna), R, 0.48 (rexcan—srunanerat—rmpuaus, 2:1:1). VK cnekrp (Tonkuit
cnoit), v, eM™': 1690 (C=0), 3100-3150 (NH). Criextp SIMP 'H (mupumun-ds), 8, m. . 10.4 (1H,
¢, NH); 9.20 (1H, c, 3-H); 4.42 (2H, c, 9,9-H,); 2.82 (1H, ¢, 6,6-H,); 1.20 [6H, c, 7,7-(CH3),].
Haiineno, %: C 52.11; H 4.22; N 20.34; S 11.70. C;,H,N40,S. Breruncneno, %: C 52.17; H 4.34;
N20.28; S 11.59.

88



1,7,7-Tpumerni-6,7-nuruapo-9H-nupano[4',3':4,5| tueno[3,2-¢| rpuazo.io[3,4-b | nupumn-
auH-5-0H (7). Cmech 2.76 T (10 mmounb) coequnenus S, 1.41 r (0.01 Moab) HOAUCTOrO METHIIA,
2 r mortama B 50 MJI METWIATWIKETOHA KUIATAT 18 4. OcTaToOK mocie OTTOHKH PacTBOPHUTEIS
MIPOMBIBAIOT BOJIOM, BBINABIINE KPUCTAIB! OT(HIBTPOBBIBAIOT, IPOMBIBAIOT 3dupom. Ilomyyaror
2 1 (70.0%) mpoaykta 7, T. mr. 211-212 °C (u3 stanona), R 0.68 (reKcaH-3TaHOI—STHIALCTAT,
1:1:1). Cuextp SIMP 'H (mupunun-ds), 8, m. 1.: 8.95 (1H, ¢, 3-H); 4.50 (2H, c, 9,9-H,); 3.40 (3H,
¢, 1-CH3); 2.80 (1H, ¢, 6,6-H,); 1.20 [6H, ¢, 7,7-(CHs3),]. Haiineno, %: C 53.81; H 4.71; N 19.52;
S 10.80. C3H4N4O,S. Brruncneno, %: C 53.79; H 4.82; N 19.31; S 11.03.
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