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CUHTE3 I CTPOEHUE 3-(2,4-JUXJIOPOEHIT)-6-
OTOPXMNHA30J/INH-2,4(1H,3H)-JUOHA

C.B.Pycanoga, B.C.Muxaiuios, C.H.Kosanenko, B.I1.Uepusx, B.H.baymep

YxpanHckas papMalesTHIeCKas akaieMust

Ilokasano, yto npn B3aumMoneiicTBHH 2-amMuHO-N-
(2,4-mxnopennn)-5-dropdensamuaa ¢ Tnodoc-
resoM obpasyercs 3-(2,4-muxaopdennn)-6-¢rop-
xunazoann-2,4(1H,3H)-auon. Brickasansl npen-
NOJIOXKEHHS O BO3MOXKHBIX XMMHYECKHX NpoHeccax,
BEAYWMX B XO0/le PeaKUMH K 3aMeHe THOKCOTPYTIbI
na oxkcorpymmy. Merogamu IIMP-, UK-, Y-
CNEKTPOCKONHM ¥ PEHTTEHOCTPYKTYPHOrO aHANM3a
HCCJIEOBAHO 3/IEKTPOHHOE U TIPOCTPAHCTBEHHOE CTPO-
elne MOJYYEHHOTO IPOAYKTA.

TIpoussonibic 3,4-AUTHAPOXVHAZOMMH-4-0HOB X0~
POLIO 3apEKOMEHIOBAIM Ce0sl KaK OMOIOTMYeCKH
aKTUBHBIE BelllecTsBa. B 4acTHOCTH, 3TOT IeTEPOLIMKII
Jexur B ocHoBe psima dyuruummon [1-3, 5-7, 9],
PperyJIaTOpOB pocTa pacteHuii [1] n anTnanaberiyec-
XMX CpeAcTB [4].

B xonme nccrnenoBaHuii, NMOCBSILUEHHBIX CHHTE3Y
3-(2,4-nuxnophenun)-6-drop- 2-tnoKC0-2,3-11-
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ruapoxuHasomuH-4(1H)-oHa (5) — BaxHoro nomny-
nponykra B cuHTede 2-(N-R)-3aMeltieHHBIX NpoM3-
BOAHBIX 3,4-muruapoxunasonuH-4(3H)-oxHa, Mel 06-
HAPYXWJIH HETPUBHAILHOE TEYEHUE peakliy THO-
ocrena c 2-amuHo-N-(2,4-nxtopbern)-5-drop-
Genzamumom (3). Bmecto oxmmaeMoro 2-THOXCO-
2,3-murunpoxurazoyH-4(1H)-oHa (5) Gpu1 BBINETEH
nponykr (1), He colepXaluif THOKCOTPYIUILI B CBO-
eM cocrase. Ha ocHoBanmu panHbeix K-, [IMP-, YO/
Bu-CrIeKTpOCKOITMU, a TaKKe Pe3yAbTaToOR peHITe-
HOCTPYKTYPHOIO aHaJIn3a GbUIa YCTAaHOBJIEHA CTPYK-
Typa 3TOr0 coequHeHM (cxema 1),

Ha necraHpapTHOE npoTeKaHue TMpolecca B3au-
MOZEICTBUSI aHTPAHWIAMUIOB C THO(GOCIEHOM yKa-
3pIBaeT U pabora [8], B KoTOpOI cooGIIaercs, 4To
TIPH B3aWMOJEICTBHH S-XJIOpaHTpaHWIaMHIA C THO-
¢docreHOM KpoMme 2-THOKCO-2,3-IUTMIpOXITHA30IIH-
4(1H)-ona (5) obpa3yeTcst MOGOUYHEIA ITPOXYKT, KO-
TOpOMY Ha ocHOBaHMU aHanm3a MK-cmekrpos, mo-
BUIUMOMY, OUMGOYHO 6bUIA ITPHUITHCAHA TeTPAIlHK-
JgecKas cTpykrypa (2) (cxema 2).
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Tabmma 1
KoopmuaTer aTomos (x104) ¥ 3KBMBAJICHTHbIE TEILIOBbIE NONPABKYU (x103A2) B MoJieKyJe 1
AtoMm x/a z/c Usks,
Ci(1) -4919(3)* 1894(1) 5027(3) 62(1)
Cl(2) 929(3) 3287(1) 7177(3) 83(1)
I F(1) -9064(6) -477(2) 9276(6) 81(2)
O(1) 128(7) 741(2) 5357(6) 52(2)
0(2) -4961(6) 1299(2) 8646(6) 53(1)
N(1) -2149(8) 112(2) 6187(6) 44(2)
C(2) -1421(12) 627(3) 6094(9) 43(2)
N(3) -2510(8) 1030(2) 6911(7) 35(2)
C(4) -4231(10) 934(3) 7869(9) 42(2)
C(5) -6770(10) 213(3) 8541(9) 49(2)
C(6) -7350(11) -325(3) 8506(9) 48(2)
C(7) -6335(11) -720(3) 7707(9) 54(2)
C(8) -4575(10) -581(2) 6931(9) 46(2)
C(9) -4988(10) 362(3) 7784(8) 40(2)
C(10) -3907(10) -34(3) 6974(8) 34(2)
c(1) -1652(10) 1584(2) 6942(8) 37(2)
C(12) -2683(9) 2004(2) 6152(8) 42(2)
C(13) -1866(10) 2542(2) 6215(8) 43(2)
C(14) -62(11) 2623(2) 7063(9) 49(2)
C(15) 998(11) 2200(3) " 7830(9) 56(2)
C(16) 191(10) 1685(3) 7776(8) 47(2)
- H(1) -1481 -141 5735 52
H(5) -7549 9043 59
H(7) -6819 -1075 7677 65
H(8) -3844 -845 6406 56
H(13) -2542 2829 5700 51
H(15) 2237 2266 8373 68
H(16) 875 1402 8307 56

*B ckobkax yka3aHbi CTaHOAPTHLIE OTKIIOHEHUS B eAUHNLEX NocneaHen nprueeaeHHoN undpsl.

Puc. 1. Cxema Hymepaumu atomos 8 monexyne 1.

ITo HaleMy MHEHHIO, 3Ta peaKLvs HE CONPOBOX-
1eTcst 06pa3s0BaHUEM TETPALUKIMYECKOTrO MPOAYKTa
1), 4 B 3aBUCUMOCTH OT YCJIOBUI peaxiii IPUBOIUT

2-TOKCO-2,3-murrapoxunasonut-4(1H)-ony (5)
™ — xuHaszomuH-2,4(1H,3H)-miony (1) wium Xe K

uX cMmecy. Tak B ciaydae IPONO/DKUTENBHOIO KMIIA-
yeHusa (5-6 4ac.) pacTBOpa pearcHTOB B HUMOKCaHE
HaOJLIONAETCA MPAKTHYECKU IOJHOE 00pa30oBaHUE Xu-
HasonuH-2,4(1H,3H)-muona (1). Ilpu ucnons3osa-
HMM JPYTHUX PACTBOPUTENCH, TAKMX KaK 3TAHOJI, alle-
TOHMTPWI, TOJXYOJ HabMOAI0Ch 0Opa30BaHUE CMECH
2-Tiokco- (5) u 2-oxcoxuHazonuH-4(1H)-oxos (1).
Kpowme Toro, B peakiiMoHHOi1 cpeae no jauueiM TCX
O00HapyKMBaIMCh CIEABI U APYTMX MPOIYKTOB.
Ha6uionaemoe TeueHne peakiid Mbl OOBICHIUIN
TeM, YT0 00pa3yIonMiics B pe3ynbTaTe LMKIU3ALUU
vHTepMenuara (4) 2-TmokcoxuHasonun-4(1H)-on (5)
npy ACUCTBUM M30bITKA THOGOCTEHA WX UMEIoLIe-
rocst B PEaKLIMOHHOM CpeAe XJ10poBoIopona Tpeod-
pasyercss B 2-xiop-3-(2,4-amxiopdeHiun)-6-¢Gropxu-
HasomH-4(3H)-oH (6), KOTOpbIit Aajiee THAPOIU3YeT-
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Tabmuua 2
Jnuubl cBA3eit U BaJIEHTHBIE YTABI B MoJleKyJe 1

dparmeHT DnuvHa ceasn (A) ®parmeHr BaneuTtHuiit yron (°)
Cl(1)-C(12) 1,732(6) C(2)-N(1)-C(10) 124,5(6)
Cl(2)-C(14) 1,758(6) 0O(1)-C(2)-N(1) 122,4(6)
F(1)-C(6) 1,376(7) 0(1)-C(2)-N(3) 121,6(7)
0O(1)-C(2) 1,246(7) N(1)-C(2)-N(3) 115,9(7)
0(2)-C(4) 1,218(7) C(2)-N(3)-C(4) 125,7(6)
N(1)-C(2) 1,358(7) C(2)-N(3)-C(11) 117,0(8)
N(1)-C(10) 1,403(7) C(4)-N(3)-C(11) 116,8(5)
C(2)-N(3) 1,415(7) 0(2)-C(4)-N(3) 121,1(6)
N(3)-C(4) 1,435(8) 0(2)-C(4)-C(9) 125,5(7)
N(3)-C(11) 1,477(7) N(3)-C(4)-C(9) 113,4(6)
C(4)-C(9) 1,495(8) C(6)-C(5)-C(9) 118,4(7)
C(5)-C(6) 1,376(8) C(7)-C(6)-F(1) 117,6(7)
C(5)-C(9)-C(4) 1,406(8) C(7)-C(6)-C(5) 12375(7)
C(6)-C(7) 1,369(8) F(1)-C(6)-C(5) 118,9(7)
C(7)-C(8) 1,3985(9) C(6)-C(7)-C(8) 119,0(7)
C(8)-C(10) 1,413(7) C(7)-C(8)-C(10) 119,1(7)
C(9)-C(10) 1,398(8) C(10)-C(9)-C(5) 119,3(6)
C(11)-C(12) 1,385(8) C(10)-C(9)-C(4) 120,3(7)
C(11)-C(16) 1,394(8) C(5)-C(9)-C(4) 120,4(7)
C(12)-C(13) 1,430(8) C(9)-C(10)-N(1) 119,7(6)
C(13)-C(14) 1,370(8) C(9)-C(10)-C(8) 120,6(7)
C(14)-C(15) 1,392(8) N(1)-C(10)-C(8) 119,7(7)
C(15)-C(16) 1,374(8) C(12)-C(11)-C(16) 120,2(6)
C(12)-C(11)-N(3) 120,0(6)
C(16)-C(11)-N(3) 119,8(6)
C(11)-C(12)-C(13) 119,8(6)
C(11)-C(12)-Cl(1) 122,0(5)
C(13)-C(12)-CI(1) 118,3(5)
C(14)-C(13)-C(12) 118,0(6)
C(13)-C(14)-C(15) 122,3(6)
C(13)-C(14)-Ci(2) 118,3(5)
C(15)-C(14)-Ci(2) 119,4(6)

C(16)-C(15)-C(14) 119,3(6) "

C(15)-C(16)-C(11) 120,4(6)

Cc CJlelaMd  BIar¥, UMEIOLICICS B peakiMOHHOMN
cpene, B xuHazomH-2,4(1H,3H)-mion (1) (cxemsl
3-6).

Kpucranne coemuHenus (1) 1l peHTTeHOCTPYK-
TYPHOTO aHaNU3a ObUIM TMTONYYEHBI MEePEKPHCTAUIM-
3auueil U3 AUOKCaHa U MpEeACTaRIsUM coboit ToHKue
YeulyityaTele IacTUHKU. B Tab. 1 nmpuBeneHsI Koop-
JAHATHl HEBOZOPOIHBIX aTOMOB C 3KBUBAICHTHBIMU
TETUIOBBIMU TTOTIpaBKaMu. CxemMa HyMepalu aTOMOB
nokasaHa Ha puc. 1. B Tabn. 2 naHel IIHHBL CBA3EH

U BaJICHTHBIE YIJIBI B CTpyKType. Ha puc. 2 moxazaHo
CTEPEOM300paXEHHE YIIAKOBKH MOJIEKYIT B KPHCTAJLIE.

Monexyna comepXur IBa apoMaTHYecKuX ¢par-
MEHTa, YTOJI ITOBOPOTa MEXTY KOTOPEIMU COCTaBIAET
67,96(14)°. ®dparment 6-dropxunasomm-2,4(1H,3H)-
IVOHA SBJISIETCS TUIOCKMM, HECMOTpPSA HAa TO, 4TO
JUTHMHBI CBSI3eil M BaJICHTHBIC YIJIBI B IIECTUWIEHHOM
TeTEpOLIMKIIE 3aMETHO OTIMYAIOTCH OT TeOMETPHU
NPaBIWIBHOTO WecTUyroabHuKa. AToMet O(1), F(1) n
C(11) HaxomsTCs B IUIOCKOCTH ()parMeHTa, a aToM
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Puc. 2. Crepeonsobpaxerune ynakoskn monexyn 1 B kpuctanne.

AYI\ M

O(2) oTkOHsAeTCa OT 3TOoi IuockocTd Ha 0,165A,
Tak 4to TOopcuoHHble yrbl C(2)-N(3)-C(2)-0O(2) u
0(2)-C(2)-C(3)-C(8) cocrarnsior 173,5 u -174,0°
COOTBETCTBEHHO,

TIpu ynakoBke B KpucTasmwie (pUcC. 2) MOJEKYbI
o0pasyloT mapsei 3a C4eT BOAOPONHBbIX cBsideit N(1)-
H(1)...0(1)™¥!% 1,97A (paccrostame N(1)...0(1)
cocramyder 2,825A). Kpome Toro, B CTpyKType Ha-
OnoAaTCsl YKOPOYEHHbIE KOHTAKThl Me gToMa-
Mu xiopa cocemHix Moneky Cl(2)...Cl(1)¥ 0¥z
3,572A.

DKenepuMenTanbias 4acTb

HK-criektpsl u3MepeHbl Ha CIEKTPOGOTOMETpE
“Specord M80” B TaGnetkax KBr, ECIT — Ha cnek-
Tpodoromerpe “Specord M40” B usonponaxone. Criex-
Tpbi IH-SIMP 3anucausi Ha npubope “Varian WXR-
400” B DMSO-D6.

PeHTreHOCTPYKTYpHOE HMCCNEAOBaHUE BhIMONHE-
HO Ha YEThIPEXKPYXXHOM aBTOMAaTHYECKOM Judpax-
ToMmerpe “Siemens P3/PC” B MoIMOGIE€HOBOM U3y~
YEeHHH C rpa)UTOBLIM MOHOXpOMaTopoM. OCHOBHbIE
kpuctauiorpaduueckue gaHHwie: Ci4H7CIhFN20,,
M;=325,12, MOHOK/IMHHGII, nipocTp. Ip. P2i/c, a=
6,5840(13), b=24,595(6), c=8,348(2)A, B=93,54(2)",
V=1350,5(6)A%, Z=4, pous.=1,599 r/cM>, p(MoKa)
= (0,497 mm L. MinTencuBHOCTH 923 OTpaxeHuil, U3
KOTOpBIX 857 He3aBUCHMEIE, H3MEPEHBI METOIOM 20/0-
CKaHHPOBaHMS B MHTepBaJle YIJIoB 7<20@<50° co cko-
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Puc. 3. UK-cnextpu 3-(2,4-auxnopdenun)-6-ropxmnaaonmn-2,4(1H,3H}-anona (1)
3-(2,4-puxnopdenrun}-b-dpropo-2-tuokco-2,3-auruapoxunasonun-4{1H}-oua (5) (rabnerku KBr)



18 BICHUK dbAPMALLIT 2(20)'99

el 0_4 Coeautenue 1
727 i e : -

6-8~ ;m/,\‘,,__ i t
641 - | i

6.0j ! Rt
561 2
5.2-? , SRt | IR i Rt Bt
4.8 —tt
4.4'_
4.01 B S S
3.6-.
3.27
287"
247
2.07
164~ 4 - Ao

1 ;
1.2’ |

o8] i - - -M»mwmfﬁ\“-“_
0.4 ‘ /

0.0-;
48 44 40 36 32 28 24
v-107*

e107

5.6
5.2

' i
] \ E

4.8 \

Coenunenue 5

4.4

4_0_: SRR O SN SR S R SR

3.6

3.2_: ...... FIP— .w.- BT R LT SR -

2.8

2.4

20{ -

167

SRR S,
: |
i >

04€

i
, N
007 == ’ \‘-
52 48 44 40 36 32 28 24
v-107*

Puc. 4. 2CIN 3-(2,4-puxnopdenun)-6-bropxunazonun-2,44{1H,3H)-anona (1)

3-(2,4-puxnopdennn}-6-¢ropo-2-tHokco-2,3-auruppoxurasonun-4(1H)-oxa (5) {vsonponaron).

pocTbio ckaHupoBaHus ot 3 go 30 rpaxp./muH. Ilpn
BBEIYHCIIEHUM CTPYKTYPHBIX (DPAKTOPOB YUTEHBI KHHE-
MaTHYECKMI, MOMSPU3ALMOHHEN, 3KCTUHKLIMOHHbBIA
taxropsl. ITonpaska Ha MOrnoOLIEHUE HE BBOAWIACS.
CrpykTypa pacmiu¢ppoBaHa NpsAMbIM METOOOM M
yrouHeHa MHK ¢ momomisio makera mporpamMm
SHELXTL. BogoponHsie aTOMEBI BBEIeHBI T€OMETPH-~
YeCKH Y IPH YTOYHEHHH NMPUKPEIVISUIINCH K COOTBET-
CTBYIOLIMM HEBOXOPOAHBIM aToMaM. OKoHYaTebHOe
sHaveHne R-daxropa 4,24% no 857 oTpaxeHMIM ¢
I>20(I) 1 5,97% 10 BceMy MacCCHBY OTpaXeHHI.
3-(2,4-Imxnopdennn)-6-dropxmuazonmm-2,4(1H,
3H)-maon (). 3,0 r (0,01 Moms) 2-amuno0-N-(2,4-m11-
xnopdeHwn)-5-propbeH3aMuOa pacTBOPSAIOT B MH-
HUMATHHOM KonumyecTse 1,4-AMOKCaHA MMPY He3Ha-
YUTENBHOM HarpeBaHUH. OCTOPOXHO MO KaIUIIM

no6agnstior 1,0 mn (0,013 Mons) Todocrena. Peax-
IIMOHHYIO CMECh KHUIIATAT C OOPaTHBIM XOJOMVIEHM~
KOM B TedyeHHe 6 yacoB. Ocanox oT¢hIILETPOBRIBAIOT,
cymiat. Kpucramsyior u3 3raHona. Bexon — 2,4 1
(73%), Trn. — 294-295°C. Cnextp IIMP (DMSO-

Ds): 11,75 (1H,c,NH); 7 20-7,65 (6H,M,Hapom.). Criextp
UK (KBr) 3200 cm™! (N-H); 3079, 2992, 2933,
2892 cm” (C-H), 1728 em’! (C=0, nonoxenue 4);
1678 ™! (C=0, nonox(eﬂue 2) (puc. 3). Cnemq
Y®/Bun (1-PrOH) 44660 cM™ (s 69700), 30960 cMm
(e=9700) (puc. 4).

BBIBOIEI

1. TToka3aHo, YTO NpH B3aUMONCHCTBUM 2-aMU-
HO-N-(2,4-mxtopgeHnn)-5-¢pTopbeH3amMuna ¢ THO-
docrenom obpasyerca 3-(2,4-muxnopdenmn)-6-grop-
xuHasomuH-2,4(1H,3H)-mmoH.
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2. BrickazaHpl NMpPEIIONIOXEHUS O BO3MOX-
amx XUMHYeCKHX INpoueccax, npupoasiliuxX B Xo-
fle peakuuu K 3aMEHE THOKCOTPYNIBI Ha OKCO-
rpymmy.

3. Metogamu IIMP-, K-, Y®-cnekTpockommu
M PEHTTEHOCTPYKTYPHOIO aHAIM32a UCCIENOBAHO JJICK-
TPOHHOE M IPOCTPAHCTBEHHOE CTPOEHHE MOJTYYEH-
HOTO IPOAYKTA.
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UDC 574.461/462:547.7/8:543

SYNTHESIS AND STRUCTURE OF 3-(2,4-DICHLORO-
PHENYL)-6-FLUOROQUINAZOLINE-2,4(1H,3H)-DIONE
S.V.Rusanova, V.S.Mikhaylov, S.M.Kovalenko, V.P.Chernykh,
V.M.Baumer

The interaction of 2-amino-N-(2,4-dichlorophenyl)-5-fluoro-
benzamide with thiophosgene brings to formation of 3-(2,4-di-
chlorophenyl)-6-fluoroquinazoline-2,4(1H,3H)-dione. An idea
has been expressed about possible chemical processes which cause
the substitution of thioxo-group on oxo-group during the reac-
tion. The electronic and dxmensnonal structures of product
received have been confirmed by H! -NMR-, IR-, UV-spectros-
copy and X-Ray analysis.

YIK 547.461/462:547.7/8:543

CHHTE3 TA BYJOBA 3-(2,4-OUXJIOP®EHII)-6-DTOP-
XIHA30J11H-2,4(1H,3H)-0IOHY

C.B.Pycanosa, B.C.Muxaittos, C.M.Kosanenko, B.IT.YepHux,
B.M.Baymep

HoseneHo, 10 npH B3aeMomil 2-amino-N-(2,4-muxnopdenin)-
5-¢dropbensaminy ¢ TiogoCcreHOM YTBOpIOEThCH 3-(2,4-mUxIOp-
tbenin)-6-propxinazonin-2,4(1H,3H)-nios. Buxazane npumy-
LIEHHs NPO MONUIMBI XiMiYyHi MpouecH, WO NPHBOMATE Y XOAi
peaxilii Jo 3aMiHM TIOKCOTPYIIM Ha oKcorpyry. Merogamu [IMP-,
IY-, Y®-cnexTpockornii Ta peHTTeHOCTPYKTYPHOIO aHall3y A0-
Ci/DKeHa efleKTPOHHA i IPOCTOpoBa GyOBa ONEPXKAaHOIO Npo-
HOYKTY.



