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Ob 1I-METHJI-3-OKCHUMETUJRHIAA3OJIE
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Pocrosckuii-ga-lody rbcy}:LapCTBeHHinJz VHUBEpPCUTET
ITocrynuno 8 III 1964

BoccranosiepneM JHTHAaTIOMMHEATHAPHIOM METHIOBOTO 9cbnpa 1-meTH-
HHAA307-3-KapOOHOBOH KHCJIOTH I[PHTOTOBACH 1-MeTEN-3-OKCHMETHANHAAZ0IL
Tocnensni JIETKO aneTHIAPYETCS X C XJACPHCTHIM THOHKIOM o6pasyer 1-MeTmi-
3-XJOPMeTHARELA30M. 1-MeTrn-3-XI0pMeTHIRELa30JI CO BTOPHUELIME aMHEAME
obpasyer 1-MeTHJI-3-AHAJKANAMHHOMETHIARAA30ME, KOTOPHE OXapaKTepHso-
Bambl B BHJe ZOIMETHIATOB.

Panee MH yCTaHOBUJIH, 9TO HPH B3aHMOAEHCTBUN KHIA30J1a K €r0 MPOU3-
BOIHHX € (OpMaNbIETHAOM 0OpasyioTCsi 1-OKCHMETHIHUHIAZ0/E, KOTOPHIE
JIETKO BCTYIAIOT B OOMEHHHIE PEaKNWH C yIacTHeM THIDOKCHIBHOR rpymmbil.
IlpencraBisiio wWHTEpeC HSYYUTb A4HAJOTHUYHBIE pEAKIHH 3-OKCHMETHJIb-
HBEIX HPOHM3BOJHHX WHIA30J0B. B Hacrosme# pa6oTe HCCASHOBAJUCH CBOM-
ctBa l-meruma-3- chaMeTHnHH;Lasona K HEKOTODHIX MpPOILYKTOB €r0 HpeBpa-
meHui.

B cBsisH c TeM, UTO HOJIOKEHNEe 3 B HHIA30/I€ K OKCHMETHIHPOBAHNIO He-
AKTHBHO?, MEH H36paJIPI OYTh MOJYUEHWS 1-MeTHJi-3-OKCHMETH/INHIA30/a K3
WHa301-3-KapOOHOBOH KHCJOTH Uepes ee METHJIOBBIH 3GuD M BOCCTAHOB-
JegHe nochaendero LiAlH,.
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Oxasajioch, 4TO B OTJIHYHE OT 1-OKCHMETHIHHIA3071a 1-METH/-3-OKCHMe:
THJMHIA30J DY KHUISIeHHH CO BTOPHUHBIMY aHQATHIECKHMH U TeTepOLuK-
JHYECKHME aMUHAME B DEAKIUI0 KOHASHCAINHH He BCTyHmaeT, HO OBICTPO aHH-
JHPYETCA ¥ TVIaJKO OOMeHUBAeT TEAPOKCU/IBHYIO TPYINY Ha XJIOP NIpH AeHCT-
BUH THOHHJXJOPHZIA. B TO Bpems kax 3-XIOPMeTHJHHIA30J AaeT HPOLYKT
HOJIMKOH/ICHCANE? ¥ MOXKeT OBITh ITOJIYYeH JIHIID ¢ COOII0/IeHAEM psifa Hpe-
IocTOpoXHOCTeH®, 1-MeTHJ-3-XIOPMETHIKNALA30 ABJASETCS AOCTAaTOYHO YI-
TOHUHBEIM coenyHeHWeM. [lpu B3amMomeHcTBHH |-MeTH/-3-XIODMETHAMHAA"
3012 ¢ H30LITKOM BTOPUUYHBIX AMHHOB 06DasyloTcsi ¢ XOPOIIHMH BHIXOZAMHE
COOTBETCTBYIOIYE aMWHOMETH/bHEIE NPOK3BOJHBIE. Peaknus nocnemmx c
HONMCTHIM METHIOM HpHBOIII/IT K UETBEDTHYHBIM COJIAM
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KpuBble TOTVIOMmEHHs |-METH/I-3-OKCHMETHINHNA30Jda K I[POLYKTOB €ro
IpeBpalednii 0 THIPOKCHIBHON Ipymnme (DHCYHOK) HMEWOT GOJblIOe CXOX-
CTBO C KDHBHIMH, TOJYIEHHHIME AJs 1-ankua-* u 1-apaikuIaBIa30/I08B5, ITO
CBHIETENLCTBYET O ciaGoM BJIHSHEY OKCHMETHJbHOH, XNTOPMETHABHOR U aMU-
HOMETHJIBHOA IPYII B TOJOXKeHWH 3 Ha Y@ CHeKTpH [-3aMeIleHHBIX HHIA-
30JI0B.
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CIeRTpH NOTVIOMIEHHS:

! — 1-MeTHN-3-OKCHMETHIHREAA30M; 2 — l-MEeTHJI-3-XJI0pMeTHIdELA~
300; 8 — l-MeTHI-3-IESTHIAMAHOMETHINHIA30.

3KCHEPUMEHTAJIBHAS YACTDb

1-Merua-3-okcumernaungason (I). K 4 e gwrufianoMuEHATHADHALA B
125 ma abeomoTrHOTO 3dUpa NpHOABATIOT NPH IepeMelnnBanun pactsop. 20 2
MeTHIIOBOTO 30hupa 1-MeTHInEIa30/-3-Kap6oaoBoi kucaoTsl B 100 ma abco-
JIOTHOTO 5(Upa, Peryanpys CKOpocTh mpubarieHns Tag, IToGu 3¢up cnadbo
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Kunes. 3aTeM DeakKIHMOHHYIO CMech KHISATAT emle 2 yaca W OCTaBJAKT HA
HOYb, NIOCJIe Yero NPUMMBAIOT [0 KANASM TpH nepememmuBanun 40 Ma BOMHL
B@HpHHH CJIOH OTHEJSIOT ¥ CylaT Haj Oe3BOAHBIM CYAbGATOM HATPHUSA.

OcTagireecs nocje OTTOHKE abupa Macjoobpa3Hoe BeIeCTBO GpaKmuo-
HEPYIOT B BakyyMe. Brxom 12 2 (70%), 1. xunm. 150—160° (8 mm). Tlocae
KPUCTAANN3aNNN U3 CMeCcH NeTposelinoro s¢upa ¢ xJopoGopMOM MOJyUEHE
fecrBeTHBle KpHCTaambl ¢ T. . 92—93°. Haiineno: C 66,48; 66,53; H 6,17;
6,24%. CoHoN.O. Bryncneno: C 66,65; H 6,21 %.

1-Merna-3-xaopmeruauagazox (I1). K 8 2 I 8 20 ms Gesponnoro Gensona
n06aBJAAIOT N0 KAmaAM 6 M4 THOHMJAXJIODHI& W KHOATAT cMech 30 MHHYT.
ITocae orrouku GeH3osa W W3OBITKA THOHUJIXJIOPUAA OCTATOK neperomfor B
BaKyyMe. Brixon 7 2 (79,6%), 1. xum. 156—157° (4 mm), 1. na. 54—55°
nerposefiroro sbupa). Hatizeno: C 60,10, 60,03; H 5,40, 5, 16 %. CQHQCIN’)
Brmgucaeno: C 59,83; H 5,02%.

1- MeTHJI-?-JmaTHJIaMHHOMeTHJIHHnason (Iila). CMer 12l ubwmr gu-
sTURaMuHa Harpesawr | wac npu 95—100°. Peaxuuonnyo mMaccy o6pabaThl-
BatoT 10 m2 5% pacrBopa enkoro maTpa U BHIIEIHBINEECS Macj000pasHoe
BEIIECTBO SKCTparupyiotr sdupom. OcTarok, MNONYIEHHBIH [IOCTIe OTTOHKH
s¢upa ot 3QUPHOA BHTIKKE, NEPErOHSIOT B BaxyyMe. Brixon 0,8 2 (66,6% ),
1. xur. 151° (4 mu). Hatineno: C 71,74, 71,66; H 8,79, 8,74%. CisHisNs. BEI-
gucaeno: C 71,84; H 8,829%. '

Hopmernaar 1-metua-3-gusturamunomMerunugrasoqaa (IVa). Cuemusaior
IKBUMONERYAIpHEE Konnuecrsa 1lla u &omucroro Mernsa B Ge3ponHoM GeH-
zose. Uepes 2 waca OTOHUIBTPOBEIBAIOT BEINABIIHK 0CAINOK. YETBEDTHUHOH
conu. Decuserrbie. kpueraaasl ¢ 1. mia. 171—172° (us cnupra ¢ sdupom).
Buxox xosamuecrBenunii. Hafinemo: C 46,90, 46,87; H 6,34, 6,30%.
C14HooJN3. Briunciieno: C 46,80; H 6,17 %.

1-Metna-3-guaranonamunoMernannnason (IH16). 1 2 I u 1 2 gusranon-
aMUHa MeNJeHHO HarpeBaioT no 175° ¥ 3aTeM peaknuOHHYIO MacCcy pasroHSIOT
B BakyyMme, cobupas dparuuio 156—158° (4 mm). BecnBernoe KpucTalInIe-
CKOe BelecTso ¢ T. . 48—49°. Brxon 0,85 2 (61,5%). Hafinero: C 62,55,
62,84; H 7,38, 7,32 0/0. C13H19N302. Briuncgeno: C 62,65, H 7,68 0/0.

I-Merua-3-nanepuaunomerunnngaszon (IIis). Cumecy 1 2 semectsa II u
! ms nmumepumnmua marpesaior | wac mprm 110—115° Pearuuonnyno maccy
ob6pabareBaroT. 10 Mz pasbaBieHHOrG pacTBOpa eIKOro HaTpa W 3KCTPAaru-
pyior adupom. [ocse oTroHKE 3 Hpa OCTATOK PasTOHAIT B BaKyyMe. BhIXom
0,85 2 (67,3%), . xum. 162° (4 mm). Hasinemo: C 73,28, 73,19; H 8,47,
8,409 . Ci1.H9Ns. Broumesneno: C 73,32; H 8,369%,.

Honmernaar 1-MeTusi-3-NHNEPHIMHOMETHIMHA301a (IVB) bBecnserrnle
KDHCTAJLIBL C T. TUL. 210—211° (u3 cmmpra ¢ 3¢upom). BEXon KosudecTBEH-
muft. Hafinemo: C 48,23, 48,38; H 6,29, 6,149%. CisHoeJNs. Bruucneno:
C 48,52; H 5,97%.

1- MeTHJx-3—Mop(bo.JII/IHOMeTHJmH):(aso.JI (IlIr). 1z2llule Mop(bom/IHa Ba-
rpeBaroT noggaca npu 125—130° Ilocse pasTOHKE peakUHMOHHCH cMecu B
BaKyyme BbIXox 1,2 2 (93%), . xum. 171° (4 mm), 7. ma. 59—60° (u3 merpo-
gefinoro sdwpa). Hafineno: C 67,38, 67,45; H 7,56, 7,38%. C;3Hi7N=0. Bul-
uucseno: C 67,55; H 7,35%.

MOI[MGTI/I.JI&T 1-mMeTna-3- -MopdoannoMetnauarazona (IVr). Becuseratie
RpucTasan (u3 coupra ¢ sdupom) ¢ 1. ma. 204—205°. Hafineno: C 44,98,
44,93; H 5,56, 5,57%. C14HgJN3O. Brigucaeno: C 45,05; H 5,409%.

1-Mertua-3-aneTokcumeTranHnaszon. 1 2 I u 4 ma yreycuoro aHTH7PHAA
KunaTaT 1 gac, a sateM cMech DAasTOHSIT B BakyyMe. [locie mByxgpaTHO#
TIeperoHkn — GecrBeTHOEe Machao ¢ T. kum. 152° (4 mm). Hafinerno: C 64,68,
64,69; H 5,86, 5,86%. C;;H1oN2Os. Broruncaeno: C 64,69; H 5,92%.
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ON 1-METHYL—3jHYDROXYMETHYLINDAZOLE

M. A. Kazanbyieva, B.A. Tertov, F.T. Pozharski
Rostov-on-Don State University
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By reducing methyl ester of 1-methylindazole-3-carboxylic acid with
lithium-aluminium hydride 1-methyl-3-hydroxymethylindazole has been
prepared. The latter is readily acetylated and with thionylchloride forms
1-methyl-3-chloromethylindazole. With secondary amines 1-methyl-3-chlo-
romethylindazole forms 1-methyl-3-dialkylaminomethylindazoles which
have been characterized in the form of iodomethylates. .
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