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o, B KUCIOU TeTEPOreHHON CUCTEME
pacTtBopuTenei BOJA-M300yTaHOI pu
temnepatype 50°C B teuenme 0.1 yaca.
Texuuueckuit pe3yibTar: MPEIIOKEH
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(54) METHOD OF PRODUCING 4-I0DO-3-NITROANILINE

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to a method of
producing 4-iodo-3-nitroaniline, involving reduction
of the para-nitro group in 2,4-dinitroiodobenzene
with titanium (II) chloride, taken in ratio 1:6, in

Crp.: 2

an acidic heterogeneous water-isobutyl solvent
system at temperature 50°C for 0.1 hours.
EFFECT: technologically and economically
efficient method of producing 4-iodo-3-nitroaniline.
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M3006peTeHne OTHOCUTCS K CITOCOOY MOJTyUYeHMsI 3aMEIEHHBIX HUTPOAHUJIMHOB, B
YACTHOCTH CUHTE3Y 4-HOA-3-HUTPOAHWINHA, KOTOPBINA UCIIOJIB3YETCS ISl CHHTE3a
OpPraHUYECKUX HEJIMHENWHBIX onThuueckux mMatepuanoB (ITat. 61060638. Amnounus, 1986,
Kurihara Takashi, Fujiki Michiya, Ebisawa Fumihiro, Tabei Hisao), a Tak>xe 6M0JIOTHYeCKU
AKTUBHBIX IIPENapaToB, 00IaJAI0IINX aHTUBUPYCHOM akTUBHOCTBIO (Ott D.E., Hewes S.M.,
Alvord W.G., Henderson L.E., Arthur L.O. // Virology, 1998, 243 (2), p.283-292).

H3Becten crioco6 nmosydyeHust 4-Hoa-3-HUTPOAHUIMHA, OCHOBAHHBIN HA BOCCTAHOBJICHUU
OJHOM U3 JIBYX HUTPOTPYII B 2,4-mUHUTpOMOa0eH30 e XJtopuoM TuTaHa (I11), B3SThIX B
cooTHoteHuu 1:3 (50%-Hast KoHBepcus 2,4-TUHUTPONOI0EH30J1a B pacyeTe Ha OJTHY
HUTPOTPYIITY), B KACION TOMOIE€HHOM CUCTEME PACTBOPUTENIEH BOJIA - METAHOJI IIPU
temnepatype 5S0°C (Orlov V.Yu., et al // Russian Journal of General Chemistry, 2006, vol.76,
no.1, p.76-81; Opnos B.}O. u np. // 3BecTust BbICHIUX YUEOHBIX 3aBeICHUN. XUMUS U
XUMHYecKasi TeXHoyorus, 1998, T.41 BbIN.6, ¢.79-83; berynos P.C. u ap. // I3BecTHs BBICIINX
y4eOHBIX 3aBe/ICHUNM. XUMUS U XUMUYecKasi TexHosorus, 1998, 1.41, Boin.4, c.61-64). B
JTAHHBIX UICTOYHUKAX YKa3bIBA€TCSA Ha BBICOKHUN CYMMAapPHBIN BBIXOJ NPOAYKTOB PEAKLUU U
UCXOAHOTO 2,4-muHuTporionoen3ona. ComepxkaHue 1eneBoro 4-HoA-3-HUTPOAHUIMHA B
peakMoHHOM cMecHu Koebiercs oT 42,36 10 50,71%. OcranbHble KOMITIOHEHTHI BBIACIICHHON
CMecH - 3TO npuMepHO 50% UCXOHOTO 2,4-TUHUTPOIO10eH3051a U 0K0JI0 4% 2-1107-5-
HUTPOAHWIMHA, ISl OTAETICHUS] KOTOPBIX TPeOyeTCsl MHOTOCTAUMHBIN 3TAM pa3IeieHHUs..
ITpu 3TOM OTMEUaeTCs, UTO B TAaHHOW TOMOT€HHOM CUCTEME PACTBOPUTENIEH BOA - METAHOJI
IIPY YBEJIMYEHUH KOJIMYECTBA BHOCUMOT O xJiopuaa turaHa (III) (creneHbs KOHBEpCUH
6omee 50%) nmpoucxoauT obpa3oBaHUE MIPOAYKTA TUBOCCTAHOBJICHUS - 4-1010€H3071-1,3-
JIMaMUHA U IIO3TOMY IOJIyYeHUE 4-HO-3-HUTPOAHUIIMHA C BBICOKUM BbIXxoAoM nipu 100%
KOHBEPCHU UCXOJHOTO cyOcTpaTa HeBO3MOKHO. KpoMe Toro, ocyiiecTBieHUe peakiyu
BOCCTAHOBJICHUS B BBIIIICONTMCAHHBIX YCIIOBUSX TPEOYET TPYIO0EMKOM CTaUU BBIACIICHUS -
00pabOTKH peakKIMOHHOM MAacChl aMMHUAKOM M 3KCTpaKIuei XJIopopopMoM, 4To
3HAYUTEIBHO YBEJIMUMBAET OINEpaAMOHHOE BpeMs Ipouecca. Hemocratkamu M3BECTHOTO
croco0a cuHTe3a 4-Mo0/1-3-HUTPOAHWIMHA SIBJISIFOTCS: CII0KHOCTH BbIJIETIEHUS 4-Hoa-3-
HUTPOAHWUJINHA, & TAKKE HU3KHUI BBIXOJ IIEIEBOTO MpoaykTa 42,36-50,71%.

Llens n3o0peTeHus - CoKpalieHue orneparoHHOrO BPEMEHHU CTA/ MU BbIJIETIEHHUS, 4 TAKKeE
MMOBBIIIEHUE YUCTOTHI U BBIXO/IA LIEJIEBOTO MPOIYKTA.

IMocTaBneHHas ueinb JOCTUTAETCS TEM, UTO B3aUMOJIEUCTBUE 2,4-TUHUTPONOAOEH30J1a C
xiopuaoM tutaHa (III) mMpoBOAST B TETEPOTEHHON CUCTEME PACTBOPUTEIIEH BOMA -
W300yTaHOJI U MOJIbHOM COOTHOIIIEHUH 2,4-TUHUTPO010eH30: : Xstopual TutaHa (IIT) = 1:6
(100%-nast koHBepcHs 2,4-TMHUTPOMOI0EH30/1a B pacueTe Ha OJHY HUTPOTPYIIITY) Py
temnepatype S0°C B Teuenue 0.1 yaca. Mcronb3oBaHue B KAUe€CTBE PACTBOPUTEIISI BMECTO
METaHOJIa HECMEIITUBAIOIIETOCS C BOJAON U300y TUIIOBOTO CIIUPTA IMO3BOJISIET YBEIUUUTH
CEJIEKTUBHOCTH MPOIECCa U UCKITIOUYUTh HEOOXOUMOCTD BBIJCIICHUSI LIETIEBOTO MPOIYKTA
JKCTpakmuen xmopopopmoM. B pesyibraTe COKpariaercs onepanuoHHOe BpeMs CHHTe3a
BbLJICJICHUS 4-HO/1-3-HUTpOAHWIMHA C 2,5 4 10 0.5 4 ¥ MOBBIIAETCS BBIXO/I LEJIEBOTO
npoaykra a0 91%.

CTpoeHue u YucToTy 4-MoA-3-HUTPOAHWIMHA aHaIu3upoBaiu merogom [IMP,
OIPENEIICHUEM TEMITEPATYPbI MJIABJICHUS U 3JIEMEHTHOTO COCTABA.

M3006peTeHne WIITIOCTPUPYETCS CIAEAYIOIUM ITPUMEPOM.

ITpumep 1. 4-fioa-3-HUTPOAHUIIUH

K 5.88 r (0.02 momb) 2,4-nuHUTpOROA0EH30I1a, pacTBOpeHHOTO B 100 MJT U300y TUIIOBOTO
CIIUPTA, BHOCST IIPU UHTEHCUBHOM niepeMerumBanuu 125 1 (0.12 moinp) 15%-HOro BOJHOTr o
pactBopa xnopuaa tutaHa (III) u nepemermBaroT B TeueHue 0.1 4. 3aTemM peakMOHHYIO
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Maccy pasIeNsioT Ha OPraHMYECKyI0 M HeopraHudeckyro ¢asnl. Heopranudeckyro ¢asy
HEUTPAIM3YIOT 25%-HbIM paCTBOPOM I'MIPOKCHIA AMMOHMS. BbInaBiimii rTMIpOKCHUT TUTAHA
OoT(UIBTPOBBIBAIOT U TpoMbIBaIOT 100 M1 u300yTUIoBoro cnupra. Ilociae oObenMHeHUS
opraHudeckux (a3 n300yTUnoBbIN ciupT OTroHsI0T. [TomyuaroT 4.8 T (91% ot Teopun) 4-
1oJ1-3-HUTpOaHWIMHA, T.11. 142-143°C.

Haiineno, % C 27,03; H 1,84; N 10,73

Beruucneno, % C 27,27; H 1,90; N 10,61

[IMP (DMSO-d6) 6, ma: 5.82 ¢ (2H, NH,), 6.67 an (1H, H>, J 1.5, J9.0 T'w), 7.06 1 (1H,

H3, J1.5Tw), 5.59 1 (1H, HS, 1 9.5 ')

dopwmyia n3odpeTeHus
Cnioco6 nonydyenust 4-Hoa-3-HUTPOAHUIIMHA, 3AKTIOUAIOIIUICS B BOCCTAHOBIIEHUH Mapa-
HUTPOTPYNIIBI B 2,4-TMHUTpOMO10eH301e XiopuaoM tutaHa (III), B3AThIX B COOTHOIIIEHUH 1:
6, B KUCJION TeTepOTeHHON CUCTEME PaCTBOPUTENICH BOAA-U300YTAHOJI ITPU TEMIIEpAType
50°C B Tteuenue 0,1 4.

Crtp.: 4
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