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XHMHA H TEXHO{IOINA OPrAHHUYECKHX BEHECTB

CHHTE3 N XHMHYECKHE INPEBPAIIEHHA 6-
HATPO-XUHA3O(THHOH-4-U(1-2-THOAMHNAOB

H.b. THPHA3APOBA, Y.M. AKYBOB, I.1. 3TAMOB, 3.C. OCMOHOB,

X.M. HIAXH]TOATOB

Hucmumym xumuu pacmumeastioix éewecme AH PY3

Magqolada birinchi marta 6-nitro-2-metilxinazolin-4-onni Vﬂgefodt—Kindleireaktsiyasida
kirishishi o'rganilgan. U aminlar (anilin, morfolin, piperidin) bilan Oltingugurt ishtirokida 6-
nitroxinazolinon-4-il-2-tiomidlarga aylanishi aniglangan.

Bnepevie noxazana 603mMONCHOCMb NpPespalyeHuUs G-HUMpo-2-Memuaxunasonun-4-ona 6 6-
HUMPOXUHAZOAUHOH-4-un-2-muoamudst nod delicmeuem amuros (GHUAUR, MOpOAUR, nunepudur) u

cepwt no Buivzepoomy-Kunonepy.

For the first time 6-nitroquinazolinone-4-yl-2-thioamides were synthesized from 6-nitro-
2-methylginazolin-4-ons by action amines (aniline, morpholine, pyperidine) and sulfur by Vilgerodt-

Kindler reaction.

W3BectHo, Yro B3aHMONEHCTBUE COelMHEeHM
C aKTHBUPOBAHHOI METHJIHHOM IPYIIIOHN, B TOM YUCiie
TETEPOHMKITMYESCKIX COSHEH M, ¢ aMIHaMU 1 cepol,
TIPUBOASIIICE K THOAMUIAaM, ILIMPOKO UCIIONL3YeTCH B
CHHTETHMECKOI OpraHHYeCcKOoM XVMVIM IO Ha3BaHUEM
peakuuu Bribreponra-Kunmiepa [1, 2). Bror MeTox
ABnsgercs yIOOHBIM Y OXHOCTafUHMHEIM cIiocoboM
TIONYYeHUA THOAMUNOB PA3IMUHOIO CTpoeHHMs. B
JAHHYIO PeakIIMIo BeTyNaloT 6-rmkormH {3], ayrunud
{4], xudaneamu [5, 6] u MHorue apyrue
reTPOLUKINYEeCKHe coenuHeHUusl. PaHee Owuio
MOKa3aHo, 4TO 2-MeTHJIXUHA30JUH-4-0H IoX
JefcTBUEM aMMHOB H Cephl IpeBpaniaercd B
XUHA30JTMHOH-4-WI-2-THOaMua! [7].

IIpomorokag aTH UCCaeROBaHUS B JaHHOM
paboTe NPUBOAMM Pe3yNbTAThI 10 B3aUMOIEHCTBIIO
6-HUTPO-2-MeTHIXHHA30MH-4-0Ha (1) ¢ apoMaTH-
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=

+CgHsNHjy + § memmmiier

CHj 2
1

Baaumoreticrare coefunenns 1 ¢ 3 u 4
TpoTexaeT B GoJyiee MSATKMX YCIIOBUSIX, T.€. IIpH 115-
130°C B Teuenme 2-3 wacoB. Ilpu stom OBUIM

)

YeCKUMM ¥ TeTEpOLIMKIIMYecKMy aMuHamu. Coeny-
HeHue 1 rpelcTaBnsgeT HHTEPEC B CBASH C HAUTMIMEM
ANEKTPOHOAKLIETITOPHON HUTPOTPYITIEI B IIOJIOXEHHH
6 GeH30BEHOTO KOblIa. MI3ydeHue peakiuH 1 1o3so-
JIET, BO IEPBBIX, BBISICHUTH POJb 3aMECTUTENS Ha
‘CKOPOCTH M XOJ1, €€, 1, BO BTOPbIX, TTO3BOJIACT OCYIIECT-
BUTH CHHTE3 [OTEHLIMATTEHBIX OUOOrMYECKH aKTBHBIX
BELIECTB B Psiy THOAMMIIOB XWHA30JIMHOBOIO pAla.
W3BecTHO, 9YTO MHOIME THOAMUAHB! IIOKAa3BIBAIOT
BBICOKYIO GHOJIOrHYECKYIO aKTHBHOCTS [8].

B KayecTBe aMHHOB MBI MCIIOJIb30BAIN
CPEAHEOCHOBHBIM aHIIMH (2) ¥ OTHOCHTEIILHO Gotee
OCHOBHEIe nunepuauH u mopdonux (3,4
cOOTBeTCTBeHHO). Peakuus coeguHeHus 1 ¢ 2
TIpoBeJieHa IIPY CIUIABJICHUM CMecH 1: aHIIHH: cepa

B cooTHoureduy 1:2:3 npu 135-145°C B Teuenne 4-

6 gac. Peaxiiusi uzeT 1o craefyiomeit cxeme:
O

NH / 8
//L—C\/
s N NHCgH;

O,N

—H,S

MOJNYYeHBl COOTBETCTBYIOIIME MUIIEPHAUL U
MopdoNux 6-HUTPOXUHAZOMMHOH-4-UX-2-
THOKapBOHOBOM KUCIIOTH! (COOTBETCTBYIO 6, 7).
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XHMHA H TEXHOOIHA OPI'AHHYECKHX BEI[ECTB

: O
O,N
NH / \
+ HN X +
N/ CH; \ /
: . 4 X=0

CuHTe3HpOBaHHEIE COEAUHEHUS 5-6-
BBICKOIUIaBKHE BELIECTBA, TPYLHO DPaCTBOPSIIOTCA B
BOZE, XOPOIIIO PACTBOPSIOTCSH B STHMIIOBOM CIMpTe,
Gensone, allerore U xopodgopMe.

CTpoeHUe CHHTE3MPOBAHHEIX COCHUHEHUH
A0Ka3aHo naHHbIMU VK- 1 'H IMP-cnexrpos. B
ux UK-cnekrpe MosBisIoTCS HOBEIE NojxockH
noriomeys mpu 1681-1682 cm!, otrocsuMecs K
kapOoHWIBHOI rpymne, 3201 oM™}, xapakTepHbIe s
NH-rpyrmeL. BaneHTHsIe KoneGaHus C=N-rpyrmst
lposBngiorcst npu 1614, 1634 cMm-!, monock
noowenys NO,-rpynsl Habmonalorest ipu 1455,
1463 cm!, JTnst BaTeHTHBIX KomneGanuit C=S-rpymms
HMEIOTCS ITOJIOCH! MOMIOINEHHS TIpH 1246-1337 em!
u 1207-1377 em. B HK-criexktpe coemuuenus 5
OTCYTCTBYIOT IOJIOCHI IIOTTIONIEHUA ITpH 2500-2600
cM™!, cooTBeTCTBYIOIIME 1osocaM nornorenus SH-
TPYIIBL. DTO AaeT HaM MOBOI, YTO OHO CYILIECTBYET
B popMe THoaMuIa U B HeM OTCYTCTBYET KaKOE-TO
KOITMYeCTBO THONBHOU HOPMEL.
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NH SH
/l— C/
NTT N .
NCgH;

O;N

CpaBHeHHE peaklMOHHON criocobHoCTH -

COCIMHEHUSI 1 ¢ HE3AMEILEHHBIM 2- MeTH/IXHHAZOH-~
4-OHOM ITOKa3LIBAET, YTO TIepBOE JIerqye BEICTYNaeT
B peaxumio Bunbreponra- Kunmiepa o CPaBHEHUIO
C HE3aMCIIECHHBIM B MOJIOXEHUU 6 XUHAZ0MUH-4-
oHoM. Ilpu srom peakims uner B OTHOCHUTEJILHO
MSTKUX YCTIOBHSIX M COSMHEHHS 5-7 06pasylores ¢
GoJiee BRICOKMMM BBIXOZaMU IO CPaBHEHHIO ¢
HE3aMEICHHBIME aHanoramu. Takoe pazmmupe B
PCakuMOHHOM crocobHOCTs 06ycioBaeHO
SNEKTPOHOAKLIEIITOPHEIM XapaKTepoM NO,-rpymmst
y C-6 coenynenus 1.
DKCIepAMEHTALHAS Y2CTH

HK-criekTps! cHATH Ha criekrpomMerpe K-
@ypse Cucrema 2000 B Basenuue, Yucrora
TIPONYKTOB U XOX peakLUUH KOHTPONHUDPOBAIH
MetonoM TCX Ha mnactumkax Silufol UV-254.

' TIONy9eHHBIX COCIUHEHMI ONPEeNsUTA Ha pubope:

TIHTIepUaVAa 6-HUTPOXUHA30MHUH-4-WI-2-THOKAP6O-

T =230-232°C, R= 0,28 (Gensomaneron= 3:1).

0O
O,;N
NH S
» Y
-H,S : ‘ 72
s
= N
6 X=CH_2 /»
7X=0 X

Hpossurens: Y@ cer. TeMmeparypa miapteHus

Booaryca. <
: 2-MeTwIXMHa30IuH-4-0H TONYYeH 1o
Mmerony [9].

6-HUTPO-2-METUNXNUHA30NUH-4-0H
CHHTE3VMPOBAH U3 2-MEeTHIIXMHA3OMUH-4-0Ha IO
Merony [10]. T_= 296-299°C, mureparypHEIe [aHHbIe
T, = 298-299°C [10]. '

Peaxuua Basreposra-Kenpiepa 6-murpo-
2-memnaxunasommn-4-ona (1). Canres apmaa 6-
HATPOXHHA3OMHON-4-11-2 ~-THOKAPGOHOBOIH KMCIOTH
(5). Cmecp 0,41 r (2 MMOJIB)- 6-HUTpO-2-
METHIXHHA30IWH-4-0Ha, 0,4 r (4 MMOJIB) aHWIHHA
1 0,192 r (6MMoB) cephl HarpeBanu 6 yacos Ha
MacisiHoi 6ane mpu Temmeparype 135-145°C. K
PEaKIMOHHOM CMeCH, OXTaXaeHHoH 1o 50-60°C,
noGapnisny 25 M MeTaHomNa, ocTaRIany Ha 10- 12
4yacoB. BrinmaBlme XpucTamist or¢uIbTpOBAIH

3

" IPOMBIBAIN HEOONBIIMMU NOPLIMAMH CIINpTa M.

cymnid. Beumenmumu 0,44 r (75 %) amwina 6-7;;
HUTPOXMHA30JIUHOH-4-UJI-2-THOKapGOHOBOMH |
KMcaoTs (5) ¢ T,,=273-275°C, R= 0,25’%
(6enzomaueron= 3:]). ' |
; HK-crektp: H._,=1681 cm?, H,,=3201
M, Ho=1614 cM!, Hy,,=1455 cm!, 1, ~1246-
1377 emL. .
Currres mameprmna 6-HHTpPOXAHAIONMHOH- |
4-un-2-THoKapGoHOBOH KACHOTH (6). CMech 0,204
rp (1 MmMonb) 6—HHTp0-2-MCTHJD(I/IHaSO.HHH~4-OHa,;
0,087 r (1 MMouB) munepumuua u 0,12 (4 MmoIB)
Cepyl HarpeBalld 3 Jaca Ha MacjgHo 6ane npu
Temreparype 120-130°C. Jansueimryio ofpaboTky |
TIPOBaN/IY aHAIOTHYHO BBIIIEOTIMCAHHOMY. Brixon |

HOBOY KucnoTe (6) cocrasiser 0,23 r (80 %).

. Cunres mopdomna 6-mETpOXHHA30HN-4-
OH-H.1-2-THOKAPOOHOBOIl KicnoTHt (7). CMech 0,204
r (1 MMoIR) 6-Hmpo-2~MemnxymaaonHH—4—oaa,»
0,104 r (1,2 MMosB) MOpdoHHA U 0,096 r (3MMoB)
Cephl HarpeBadu 3 Yaca Ha MacistHol 6aHe npu
Temrieparype 115-125°C. Janesueitnryio o6pa6or
TIPOBATMIIHM aHAIIOTHYHO BHIICONHCAHHOMY. Brxon
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XHMHA H TEXHOAOInNA OPrAHHYECKHX BEIECTB

Mopdonuaa  6-HUTPOXUHA3OIMH-4-UIA-2- HK-criexTp: He ,=1681 cm!, H\,=3212
THOKapGOHOBO# KHcOTH (7) coctapnser 0,171 (85 oM ,H,_,=1634 cM!, Hyo,—1463 om!, v, _~1207-
%). T =294-296°C, R= 0,2 (6enzomaneros= 3:1). 1377 et .
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