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(54) METHOD OF PRODUCING 4,5-DICHLOROIMIDAZOLES

(57) Abstract:
FIELD: chemistry.
SUBSTANCE: present invention relates to a

method of producing N-unsubstituted 4,5-
dichloroimidazoles of formula I
Ccl where R denotes H, alkyl,
N
/ )\

Cl N R

| r

H

I

Crp.: 2

involving treatment of N-unsubstituted imidazoles
with sodium hypochlorite at temperature between -
10°C and +10°C.

EFFECT: obtaining  N-unsubstituted  4,5-
dichloroimidazoles and high output of purified
products.
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M3o0peTeHre OTHOCUTCS K OpraHUYecKoi U (hapManeBTUIECKON XUMHUH, TTOCKOJIBKY
MMPOU3BOJIHBIE 4,5-TUXJTOPUMHUAA30JIOB HAXOIAT IPUMEHEHUE, B YACTHOCTH, JIJIS
U3rOTOBJIEHUS MHCEKTUIIMIHBIX mpernapatoB (WO 94/06765 A1 (Nippon Soda Co., LTD),
31.03.1994 (cTp.12, Tabm.1, coenuaeHus 1-42).

H3BecTeH criocob cuHTe3a IUXIIOPUMHIA30JI0B 00paboTKOM N-He3aMelleHHbIX
MMU1a30J10B TUIIOXJIOPUTOM HATpus ¢ BBIXOAOM 50,8% (A.W.Lutr and S.DeLorenzo,
J.Heterocyclic Chem., 4, 399 (1967).

H3BecteH criocod cuHTe3a TUXJIOPUMMIA30JI0B, BHIOPAHHBINM B KaUeCTBE MPOTOTHIIA,
nyTeM 00pabOTKU UMHIA30JI0B TUIIOXJIOPUTOM HaTpus ¢ BeixoaoM 47% (IToxapckuit A.D.,
Komuccapos U.B., ®umunmnos U.T. u ap., Xum. - @apM. xxypHai, Ne5, ¢.87, 1977).

HenocraTkoM M3BECTHBIX METOJO0B SIBJISIETCS HU3KUN BBIXO M3-3a MPOTEKAIOIINX
MOOOYHBIX ITPOIECCOB, B YACTHOCTHU CMOJIO00pa30BaHUsI, YeM OOBSICHSIIOTCS OOJIbIINE
MOTEPHU BEIIECTBA ITPU UX OUUCTKE.

Llenbro n300peTeHus sBIISIETCS CO3/IaHue crocoba cuHTe3a 4,5-TMXJIOPUMUIA30JI0B,
00ECTICUNBAIOIIETO BHICOKUM BBIXO OUMIIIEHHBIX ITPOAYKTOB.

ITocTaBneHHas UeNb JOCTUTAETCS TEM, UTO HAMHU pa3paboTaHbl ONITUMAaJIbHbIE

TeMIIEpaTypPHbBIC YCIIOBUS IIPHU CUHTE3E 4,5-TMXIIOpPUMHIA30JIOB, 0011el (popmysr |
CcCl

rae R=H, ankui, o0paboTkoti N - He3aMeleHHbIX UMH1a30JI0B PACTBOPOM THUITOXJIOPHUTA
HATpUS.

B u3BecTHBIX crocobax CMHTE3a TeMIlepaTypa peakuuoHHou cmecu nocturana 40°C.
Hamu ycranoBieHo, 4To mojaepkaHue TeMnepatypsl B npenenax ot -10°C go +10°C
obecrieuynBaeT BbICOKUIN BbIXO 4,5-TMXITOpUMUAa30710B. ONTUMAIbHOMN ABIISIETCS
TeMIiepatypa peakiuoHHou cmecu okoiio 0°C.

[Tpumepsl cUHTE30B.

4,5-Iuxnopumuaa3oi. PactBopstot 288 r NaOH (7,2 mosib) B 700 MJT BOJIBI, OXJIAXKIAIOT
110 20-25°C, cMenmMBaloT € 3 KI' KOJIOTOTO JibJia B KOJIOE 00BEMOM 5 JIUTPOB.

B nonyueHHy1o cMech MpOMyCcKaroT XJI0p, nonydeHHbIi u3 270 r KMnO, u 1,2 11
KOHUEHTPUPOBAHHOW COJISIHOM KUCIIOTHI, B TeueHue 40-60 MUHYT. 3aTeM B pEAKUUOHHYIO
cMech no0asnsioT pactBop 72 T NaOH (1,8 mons) B 200 M1 Boabl U 1,5 Kr
MEJIKOPa3APOOIEHHOTO JIbJA.

IMepemernuBaroT 1 MUHYTY U JOOABISIIOT B OJIMH TipueM 122.4 1 (1,8 MoJib) UMUAA30J1a U
MHTEHCHUBHO MEPEMELINBAIOT 5 MUHYT. TemiiepaTypa peakiMOHHON CMECH HE MPEBBIIIAET
0°C. 3aTeM peakIIMOHHYIO CMECh OCTaBJISIIOT Oe3 nmepeMeniuBanus Ha 30 MUHYT.
[MoakuCcngoT KOHIEHTPUPOBAHHOM COJISTHOM KucioToi 10 pH 4,5, oTguibTpoBHIBAIOT,
0CaJIOK MPOMBIBAIOT BOJIOM.

Brixom 205-215 1 (83-87%).

[MepexpuctaniM3oBBIBAIOT U3 BOIBI C YIJIeM. BbIxo1 OTOCHEKHBIX KPUCTATIOB
4UCTOTO 4,5 - IUXJIOpUMHUAA3071a cocTaBiseT 167-185 r (68-75%).

OnbIT CpaBHEHHUSL.

[TpuMeHSIOT Te Ke 3arpy3KHU, UYTO U B BBIIICOITMCAHHOM OIIBITE C €AUMHCTBEHHBIM
OTJIMUMEM: B PEAKLIMOHHYIO KOJIOY, COEPKAIIYIO TUIIOXJIOPUT HATPUs, HE 100aBIAOT 1,5 KT
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JIbJ1a, a cpa3y 100aBIISIOT UMUIA30J1. TeMmepaTypa peakiMOHHONM CMeCH TTOHUMAETCS 10
40°C camMOIPOU3BOJILHO.

Bbixo ouniiieHHOTO 4,5-TMXJTOPUMHUAA30J1a, TTIOJIYYEHHOT'O 1O 3TOM METO/IUKE,
cocTaBigeT 49%.

4,5-JAuxa0p-2-MeTUIMMUIa301.

PactBopstor 288 r NaOH (7,2 moinb) B 700 M1 BoibI, oxjaxaaroT a0 20-25°C,
CMEIIUBAIOT C 3 KI' KOJIOTOTO JIbJIa B KOJIOE eMKOCTBIO 5 TUTPOB. B IpUroTOBIEHHYIO CMECh
MPOITYCKAIOT XJIOP, oiayueHHbIN 13 270 r KMnO, 1 1,2 1 KOHUEHTPUPOBAHHOM COJISTHOM
KUCTTOTHI B TedeHue 40-60 MUHYT. 3aTeM B PEaKUMOHHYIO CMECh 100ABIISIOT PacTBOp 72
r NaOH (1,8 Mo1ib) B 200 MJT BOABI U 2 KT MEJIKOpa3apobiieHHoro jbaa. [lepemeruBarot 1
MUHYTY U JOOABISIOT B OJIUH nipueM 147,6 r (1,8 Moib) 2-MeTUIIMMU1a30J1a. VIHTEeHCUBHO
MepeMEIIMBAIOT B TEYCHUE 5 MUHYT, 3aTEM OCTaBJISIOT Oe3 nepemMenmBanus Ha 30 MUHYT.
[ToAKUCTIAIOT KOHIIEHTPUPOBAHHOM CONISTHOM KucimoToi 10 pH 5,0, oTpUIbTPOBBIBAIOT
0CaJI0K, IPOMBIBAIOT BOJIOM.

Brixon 130-150 r (47,8-55,2%).

OnbIT CpaBHEHUS.

[IpoBOAST MO ONMKMCAHHOM BBIIIE METOAUKE 32 UCKIIFOUEHUEM TOTO, UYTO B ITOJIYYEHHBIN
pacTBOP TUIOXJIOPUTA HATPHUS HE TOOABIISIOT 2 KT JibAa. TeMnepaTypa peakKIiMOHHON CMECH
rocse 100aBIeHus 2-MeTUIMMKIa3051a mogHuMaetcst 10 45-50°C. Beixoa mpoaykTa
coctapisgeT 80-90 r (29,4-33,1%).

OO6ocHOBaHME TEMIIEPATYPHOTO PEKUMA.

ITpu npoBenenunn peakuuu HUxe -10°C cKOpOCTh Mpolecca CUIIbHO 3aMeIJISIeTCS, YTO
MPUBOAUT K HEOOXOIUMOCTH JIJTUTEILHOTO BBIJIEPKUBAHUS PEAKIIMOHHON CMECH TTPU HU3KUX
TeMIlepaTypax H, KaK CIeICTBUE, K U3JIMIIHUM 3aTpaTaM 3Hepruu. [1pu aToM BBIXO
MPOAYKTA HE YBEJIMYUBAECTCS.

ITpu npoBenennn peaknuu Bole +10°C cMeCh CUITBHO TEMHEET M3-3a TTOOOUYHBIX
MPOIECCOB, BHIXO/I MPOJYKTA YMEHBIIIAETCS.

OnTuManbsHOM siBJIsIeTcs Temriepatypa okoso 0°C.

TexHUYeCKuil pe3ysIbTaT, TPOSIBIISIONIUICS MTPU OCYIIIECTBIIEHUU CITOCO0A, 3aKITI0YAETCS:

1) B MOBBIIIEHUH BhIXO1a TpoayKTa Ha 30-38% 1Mo CpaBHEHUIO C U3BECTHBIMU CIIOCOOAMM;

2) B CHW)KEHUM CMOJI000pa30BaHUs U, KaK CIIEACTBUE, B 9KOHOMHU UCXOHBIX peareHTOB U
CHW)KEHUM SHEPTreTUYECKUX 3aTpaT.

dopwmyia n3o0peTeHus

Cnoco6 cunTe3a N-He3aMelIeHHBIX 4,5-TUXI0pUMHIa3010B 00111eH hopmyisr I:
Cl

rae R=H, aixkui, BkIovaronmii 06padboTky N-He3aMellleHHbIX KMUIa30JI0B PACTBOPOM
TUIIOXJIOPUTA HATPUS, OTIIMYAIOIIMUIACS TEM, UTO, C LEJIbIO MTOBBILIECHUS BbIXO1A LEIEBOTO
MPOJYyKTa, 00paboTKy MpoBOAAT mpu Temnepatype oT -10°C no +10°C.
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