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XII*. HOBBIH# CHHTE3 7-XJIOPAJIJIOKCA3ZHHA

B. M. bepesosckuii, I'. I. FaeGora

Beecotosuuti gayumo-uccIefoBaTeAbCKRY BHTAMUEEEH wHCTHTYT, Mocksa
Hocrynusro 4 X 1963

OcymecTBier EOBHIl CHHTE3 7-X/JODAjIoKCa3WHA KOHZEHCamWed 4-XJaop-
o-beHunenzEaMuEA ¢ BHOAYpoBof kucxorod 8 3 N HCL B 50% yrcycmod xme-
JIOTe IPHA KOHNEHCANHUM STHX K€ HCXOJHEHIX BEINecTB obpasyercs ypedp 6-xaop-
2-OKCHXHHOKCaMAHKaPGOHORBOH-3 KHCHOTHL,

Cunres 7-xnopansokcasuHa, OGiafaloIero [HYPETHUeCKOf AKTHBHO-
CTbIO?, BHEPBEIE OCYLIECTBJCE KOHIeHcanueldl 4-XJop-o-eHUJIeHIHAMHEA C
anjaoxcanom . v

IIpencrasanoch UHTEPECHBIM PACIPOCTPAHHTH Ha 7-Xjopasiorcasus (I)
METOZ CHHTe3a aljJ0- W H304JJIOKCA3HHOB KOHAEHCAUWeHN apoOMaTHUeCKHX
O-IHaMHHCB C BHOJYPOBOH KHCHOTOH®: peakius NPOTEK2eT HEONHO3HAYHO
H B 32BHCHMOCTH OT KHCJIOTHOCTH cpensl o6pasyercs aJjIOKCa3uH UAU YPEHX
OKCHXUHOKCAJHHKADOOHOBOH KUCIOTHL.

Ilpu xommencanuu 4-X710p-O-GEHHTCHAHAMHHA ¥ BHOJYPOBOH KHCJIOTH
B CHJBHO Kuca0Hd cpefe (3 N coxsmas xucnora) noayuer I ¢ BHxozoMm 609%.
Onmaxo npu KoHZEHCAUWH B Dpas0aBieHHOR YKCYCHON XHCJIOTe HApALy
¢ 7-x70pannokcasusoM . {(Bexox 10%) moayuen me vpeun 7-XJ0D-2-OKCHXH-
HOKcanuukap6onoso#-3 xueyorel (IH), a ypeun 6-x10p-2-0ORCHXHHOKCAIHH-
kap6onosof-3 kucsaotel I (Brixom 30%). DTo, mo-BEAMMOMY, MOXKET OHIThH
OOBACHEHO H3MEHeHHeM HYK/IeODHIbHOCTH NBYX aTOMOB a30Ta aMHHOTPYII
4-x70p-0-heEnNeHINaMAHa DU KOHIEHCALIWH C BHOJYDPOBOH KHCJOTOMH, 3a-
BUCSINNM OT KUCJIOTHOCTH CPEIHL.

Crpoenne I moxasano pacmensieRneM ero HarpeBaHHEM B CEPHOH KHCIOTe
B 7-x50p-2-amunoannokcasus (IV), a ypenna 6-x10p-2-0KCHXMHOKCAIHHKAD-
GonoBo#-3 rmcnotsl (II) — pacmennenwem marpesammem c¢ 1 N NaOH
B 6-X70D-2-0KCHXEHOKCANUHKADGOHOBYI0-3 KHcaoTy (V) ¢ MOCAEIyIOmHUM
AexapOokcunnposanreM B 6-xmop-2-okcuxuHokcanus (VI) u cpammHemmeM
cBoiicts coepuuenufi IV u VI ¢ sureparypusiMu nauubivu® 8. ChekTper mo-
rnomenus I 1 I mpencrasaenn wa pucynke.

3KCIEPHMEHTAJIbHAYL YACTH

7-Xaopannoxcasun (I). Cmecp 1,57 2 BuONypOBON KHMCJOTH u 1,64 2
4-xnop-o-berunenuamMuna gunsatar 8 40 ma 3 N consHOR KuCTIOTH 4 waca.
U3 oxnampeHHO# 1o KOMHATHOH TEMIepaTyPH PEaKIHOHHON CMecH OTHHIb-
TpoBuBaOT 1,5 2 (60% ) XenToro ocanka @ MPOMBIBAIOT €r0 KHNAMIeH BOXOH
H coupToM (2X20 ma). JINMOHHO-XenTHe WIBl (U3 JEIsSHOH YKCYCHOH KH- -
CJIOTHI), He nuaBsAmuecs 1o 360°. [lo aurepaTypusiM ZaEHHEMS, T. ML >360°.
Ocanoxk xpomarorpadupymT Ha 6ymare Mapk# «M» B BocxoasmeMm TIOTOKE
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B cucTeMe H-6yTaHos — nupuaud — Boxa (6:4:3). [oayuator IATHO ¢ Ry
0,80 (cBersio-cundAs dayopeciennns). Llo arTepatypabniM maHHEEIM®, R; 0,81.
Cnertp morsiomenus B 0,1 N pacTBOpe €HKOFO HATPA: Amgx, MMK: 220
(e 3,32-10%), 262 (e 3, 52 - 10%), 335 (& 0,65-10%), 340 (s 0,79-10%), 398
(e 0,53-10%), 425 (¢ O 60 10%), 9TO COOTBETCTBYET NUTEDATYPHEIM LAHHBIM®
CHeKTp MOIJIOMeHNS B -CIUDPTE: hmax, MMK: 219 (£3,48 - 104}, 245 (2,84 - 10%),
333 (e 0,64-10%), 365 (e 0,69-10%), 374 (e 0,78- 104\ Haiineno: C 48,04,
48,27; H 2,39, 2,26; Cl 14,04, 13,95%. C,;H5CIN4O,. Briuncaeno: C 48,31;
H 203 Cl 14,26%.

v Ypepm 6-xn0p-2-oxcuxuHokcanunaKapOonosoi-3 kucaorsl (If). Cmecn
1,57 2 BUOJIYDOBOH KHC/IOTH, 1, 64 2 4-x50p-0- (beHHJ*eﬂzmaMuﬂa # 30 ma 509%
YKCYCHOH KHCJOTH KuISTAT 5 uacoB. M3 oxnaxpenHol peakiMOHHON CMECH
ordrastpoBrBaioT - 0,80. ¢ (30,0%) ypeuna II, comepmxamero npumech. i
“ (oxoso 109%). Ceersio-xenreie urisl - (us 50% YRCYCHOH KWCIOTH) ¢ T. I
248—250° (c pasa.). Tlo auTepaTypHHM gaHHEIMY T. . 248—251° (¢ pasa.).
B cucreme w-0yTamos — mupuans —sola {(6:4:3) R; 0,67 (xenro-senenas
dayopecnennns). Ilo aureparypesiM gasabM?, Ry 0,65. CrexTp morsonieHus
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Crertp moraomenus (B 0,1 N NaQOH):

I — 7-xaopaanoxcasus; II — ypemnm 6-X70DP-2-OKCHXHUHOKCANHMHKAapPGOHOBOH-3
KHCJOTEL. -

B8-0,1 N pacTBOpe eOKOTo HATPa: Amax 230 mmx (e 3,66-10%) u 315 mmk
(e 0,54-10%), 4TO COOTBETCTBYET JUTEPATYPHEIM HaHEBIM® CIeKTp IOrJIoIIe-
HUS B CIHPTE: Amax, MMK: 225 (e 3,69-10%, 307 (e 0,82-10%), 368
(e 0,19-10%). Hafimeno: C 44,98, 44,97; H 3,00, 3,08, C1 13,81, 13,70%.
C1oH7CIN4O;. Brrmcaeno: C 45,04; H 2,65; Cl 13,30%.

Has onpenenerus mpuMecH 7-xXJIopajiokcasuda obpasen ypenna XpoMa-
TOTPaUPYIOT CO CBHAETeNsIMH B TOH Xe cucTeMe. IIsitma, NojyueHHEe Ha
XPOMaTorpaMMe, 3JIOUPYIOT CHHPTOM H KOJHYECTBeHHO aHaJU3UDPYIOT METOo-
JoM GJayOopOMeTpHH. ‘

7-Xaop-2-amunoxunokcannsd (IV). 3,0 2 I u 20 ma 759 cepHOH KHCJIOTH
HarpepaioT npu 200—205° 1 wac u no OXNANKIEHHH PEAKIHOHHYIO CMeCh
BHIIHBAIOT Ha H3MesbueHHEH jel. OTnensdor KOpHuHeBO-3eMeHE 0Calok —
1,4 2 (mewsMeHmBmIHiics 7-Xaopannoxcasus). K MarouHoMy pactBOpy mpH- -
6asasior 10% pacrtBop enkoro matpa mo pH 10, oTaensoT BHAETHBIIMHACS.
ocamox — 0,4 2 (20%) u ouwmramoT BO3TOHKOX B BakyyMme mpm 150—160°
(10 mm). JImMouHO-HEeNTEHE KPHCTAMAL ¢ T. mi. 194—196°. Tlo nmreparyp-
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HBIM AaHHBIM, T. Wi 185—190°8, 199—200°% Hafizeno: C 53,43, 53,36;
H 3,40, 3,65; Cl 20,04, 20,13%. CgHeCIN;. Bomucaeno: C 53,50; H 3,37;
C119,74%. : .

6-Xxop-2-oxcuxuuokcaaua (VI). 1,0 2 ypernna xucaorsl I u 20 ma L N
NaOH xunsarar 3 gaca. PeaknuOHEVIO CMeCh NMOTKHCASIOT COJISHOH KHCJAO-
Tofi (O KMCJOH peakuwd MO KOHTO) ¥ OTOUILTPOBHBAKT 0,6 2 KHCIOTHL.
®uabTpaT KUDATAT ¢ 5 M4 HATpoGeHsona 10—15 munyT. Ilocie oxnaxaeHus
orzensior 0,2 2 ocanka, KOTODHE OUKIIAIOT BO3TOHKOI B BakyyMe mpu 160—
170° (10 mm). Jlumonno-KenTsie kpucramisl, 7. w1 301—302°. Tlo jmrepa-
TypEEIM AamHBIMY, T. ma. 300—303°. Hatizeno: C 53,38, 53,42; H 2,85, 3,01;
Cl 19,21, 19,52%. CgHsCIN;O. Brmgmenerno: C 53,20; H 2,79; Cl 19,52%.
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INVESTIGATIONS IN THE ALLOXAZINE AND ISOALLOXAZINE SERIES
XII. NEW SYNTHESIS OF 7-CHLOROALLOXAZINE

V. M. Berezovski, G. D. Glebova
All-Union Scientific Research Vitamin Institute, Moscow

Received October 4, 1963

A new procedure for the synthesis of 7-chloroalloxazine by condens-
ation of 4-chloro-o-phenylenediamine with violuric acid in 3 N hydrochloric
acid has been evolved. At condensation of the same substances in 50%
?cetic acid wureide of 6-chloro-2-hydroxyquinoxaline carboxylic-3-acid is

ormed.
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