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(54) CNOCOB MONYYEHWA 2-BPOM-4,6-OMHATPOAHUIUHA

(57) Pedpepar:

VcnonbaoBaHWe: B OpraHWYeckKol XMMuun, B
4YacTHOCTM B XWMUKM KkpacuTeneid. CyliHocTb
naobpeteHna: 2-6pom-4,6-QUHUTPOAHUIUH G T.
nn 149 - 151C n 150 - 151C; BbIx0oA 85 - 90% |,
COAEpPKUT MeHee 0,5%
BpomMxnopanHUTpobeHaona. PeareHt 1-

XNnop-2-6pom-4,6-AMHKUTPOGeH3on; peareHt 2.
BOAHLIA PacTBop aMMWaKka. YCroBUA peaKuuu:
BOOHAA WM BOAHO-OpraHvdeckas Ccpefa,
Temneparypa 86 - 90C, Aaucneprartop,
YCTOMYMBLIA B LENOYHBIX cpejax. YNnpoleHue
TEXHONOMM 3a CYeT UCKIMKYeHWA rasoobpasHoro
aMMuaKa K cyxoro cnupra.
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(54) METHOD OF 2-BROMO-4,6-DINITROANILINE SYNTHESIS

(57) Abstract:

FIELD: organic chemistry. SUBSTANCE:
product:  2-bromo-4 8-dinitroaniline, m. p.
is 149-151 C and 150-151 C, yield is 85-90%

Product contains less than 0,5%
bromochlorodinitrobenzene. Reagent 1
chloro-2-bromo-4,6-dinitrobenzene. Reagent

2: aqueous ammonia solution. Reaction
conditions. aqueous or agueous-organic
medium, at 86-90 C, disperser, which is
stable in alkaline media. EFFECT: enhanced
yield of product, simplified technology due
to excluding of gaseous ammonia and dry
alcohol use.
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Maobpetenne oTHocuTca K obnactm
OpraHUYeckoro CUMHTE3a, B YacTHOCTU K cnocoby
nony4eHua
2-6pom-4,6-gnHUTpoaHunMHa(6-6pom-2,4-AUHNT
poOaHUnnHa), KOTOPLIA ABnAeTCs
NPOMEXYTOYHLIM MPOAYKTOM AN NOMyYeHUs
PA3NNYHEIX OPTaHUYECKMX COSOMHEHWHA, B TOM
Ypucne gucnepcHbIX MOH083OKDaCMTej'IEI7I.

Mo WN3BECTHOMY cnocoby
2-6pom-4,6-ANHNTROAHUITUH nonyvatot na
2, 4-aHUTpoxnop6eHaona, KOTOPLIA NoABEpraoT
aMMOHOMW3y, a 3areM B TOM e annapare
BpomMupytoT. [pU 3TOM pearkun amMmoHOoNMaa
npoBoguTes npu 100-120 °C B aBTCKNaBe W
npMMeHaeTea  nocTeneHHoe pobaeneHue
aMmmunaka Kk pacnnasy 2,4-auHuTpoxnopteHsona.
[Mpn pobaBneHWW Bcerc ammMmuaka cpasy
aMMOHONW3 MpPOBeCTM He yJaeTca ua-aa
OCMOMeHUs apomartukn. Bee 3To yornoxHaeT
TeXHONorm4eckoe odgopMieHne npouecca.

MagecteH Tawkke cnoco® nonydeHud
2-6pom-4,6-0UHUTPOaHMIMHA  aMMOHOIM30OM
2-6pom-4,6-auHUTpoxXnopbeHsona,
OCYLLECTBNASMbIM cnenyoLwmm nyTem:
rasoobpasHbld aMMUaK NPoNyCcKaloT Yepesa CyxXoH
{6e3BogHBIA)  CNUPT M STUM  pacTBOPOM
obpabaTbiBatoT
2-6pom-4,6-auHNTpoxnopbeHsor.

Wcnons3aoBaHue CNOMHBIX YCNOBWHA:
{rasocobpasHblii  aMMKMakK  NponyckawT — Yepes
KONMOHHY ¢ TBepabiM KOH Ons BbICYLLIWBAHWS,
CMNUPT MEeperoHAT) He MNo3aBonder cnocoby
nonyYyuTs MNPOMBILWLNEHHOE  pPAacnpoCTpaHeHKe.
HeTtexHoneryHocTe cnocoba obycroBnvBaeTCs
TEM, YTO NPUMEHeHWe rasocBpas3Horo Cyxoro
aMMuMaka us BannoHa KW BesBogHoro cnuvpra
BnedYer 3a cobolA  ocobyr  KaTeropuro
NpPOM3BOACTBA, HepeHTabenbHyo Ang NnogoGHOM
3ajaun.

3apavel maobpeTeHWa ABnseTCA
yBelnnieHhe TeXHONOrM4YHOCT npouecca 3a cyeT
WCKMOYMEHWS ra3oobpasHoro amMMuaka U Cyxoro
cnupra.

MNocTaeneHHasa 3ajava pellaeTca TeM, YTo B
cnocote nony4yeHns
2-6pom-4,6-ANHUTPOAHUNIKUHA  aMMOHOMKU30M
Xnop-2-6pom-4,6-guHUTpobeH30na  aMMUaKoM
NpWM  NOBLILIEHHOW TemnepaType B cpede
pacTBOPUTENH, AMMOHONW3 BedyT BOAHbIM
PacTBOPOM aMMuaka B BOAHOW WM B
BCOHO-OpraHWYeckoid cpege npyv 86-90°C B
NPWCYTCTBUW JucnepraTtopa.

Mo npegnaraemomy  crnoccly  peakuuto
NPOBOAAT B MATKMX YCNOBUAX NpU TemnepaType
86-90°C B BOOHOM WMNWM B BOLHO-OpraHWYecKOR
cpede B MNPUCYTCTBMM Jucrnepratopa Br

Lo § ——————— B MNH
z
4] 4]
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B peakynoHHOR Macce nocne ammoHonmaa
COAEPKUTCH TOMbKO LieneBOW NpPoAyKT U MeHee
0,5% ©GpomxnopavHuTRobeH3oNa.

NaobpeTteHne unncTprpyeTesd
crnenyoLWwrMy NpUMepami.

r p n M e p 1 2.8 r
2-6pom-4,6-anHuTpoxnopbeHaona nomeLwaloT B
100 mn 30% -Horo pacTBopa amMMuaka,
npubaengwt 0,28 1 gucnepratopa H$ wu

pasmelLrBaoT npu 86-90° B TeveHre 8 u.
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KoHel peakumn onpedenawoT Mmetogom TCX.
PeakuWoHHylO  Maccy  OXNaxgawT, 0cafok
2-6pom-4,6-AUHUTpoaHUNUHA
OTOUNBbTPOBLIBAKT, CyLLaT.

Macca 2,2 1, Bbixod 85% oOT Tecpuu; T. nn.
149-151°C,

I p 7] M e p 2. 2.8 r
2-6pom-4,6-anHuTpoxnopbeHsona nNomMeLwaloT B
30 mn xnopbeHaona, pasMeLllnBaoT 4o NonHoro
pacTeopeHus, npwbaenawT 100 mn 30% -Horo
pacTeopa ammuraka, 0,28 r gucnepraropa HP K
pasMelLMBalOT NpWv Temnepatype 88-290°C B
TeyeHve 8 4. [lo  OKOHYaHWK  peakuuuy
(onpepengator Metogom TCX) B peakyUoHHYK
maccy npubaensior ewe 30 MmN Boaw,
HarpeBaloT W OTFOHAT XMNopGeH3on BMecTe ©
BOOON.

BrlNaBLLKA 0caaoK
2-6pom-4,6-AUHUTpoaHUNUHA
OTOUNBbTPOBLIBAKT, CyLLaT.

Macca 2,35 r; Beixog 90% oT Teopun; T. nin.
150-151°C,

M p " M e p 3 28 r
2-6pom-4,6-anHuTpoxnopbeHaona nNomeLwaloT B
300 Mn 30% -HOro BOOHOMO pacTrOpa aMMuaKka,
npubaendawT 3 T guMHATPUA  MEeTUNeH
Buc-HadpTanuHeynsoHaTa 1 pasMeLLMBaoT NpK
86-90°C B TeueHune 8 u.

KoHel peakuyun onpefenawt  MeTogom
TOHKOCNOWHOR xpomaTtorpaduu.

PeaKUWOHHYIO Maccy oxnawaawT, ocafok
2-0pom-4,6-ANHUTpOaHUNUHA
OTUNBLTPORBLIBAOT, NMPOMbLIBAIOT BOAOW, cylwarT.

Bbixog npogykta 22,5 r (85,3% oT Teopuu).

M p n M e p 4 28 r
2-6pom-4,6-gnHnTpoxnopbeHacna noMmewaT B
300 mn 30% -HOrO pacTBopa amMMuaka,
npubaBnalT 3 T Npodykra KoHAsHcal K
KpesondopmansaerngHon CMONk c
2,6-HachToNcyNbPOKUCbIM  HATPUEM,
chopmanbaernaom U cynsnaoM HaTpud, ganee
peakuyMio NPOBOLAT aHANCIMYHO YKa3aHHOMY B
npumepe 5.

Monyvatot 32 1 2-6pom-4,6-4MHUTRoaHUIIMHA
c BbIxogom 85% oT Teopuu.

MpuMepsbl 3anpeaenbHLIX ONbITOB.

M oMU M e p 5 2,8 r
2-6pom-4,6-auHuTpOoxXnopbeHaona nomewawT B
100 wmn 30% -Horo pacTtBopa amMMuaka W
pasMelLMBalOT npyv Temnepatype 86-90°C B
TeyeHne 8 4.

B peakunoHHOR macce w™eTogom  TCX
onpegenseTcs  3HAYUTENLHOE  KONWYEeCTBO
ncxogHoro GpomxnopauHUTpobeHzona.

Il p n M e p 8. 2.8 r
2-6pom-4,6-anHuTpoxnopbeHaona nomeLwaloT B
100 mn 30% -Horo pacTBopa aMMuaka,
npumbaendwt 0,28 r gucnepratopa HE w
pasmellMBaloT npu Temnepartype 60-70°C B
TeyeHve 8 4.

B peakuMoHHOW macce MeTogoMm TCX
onpefenseTcs  3Ha4YUTENbHOE  KONWYEeCTBO
ncxogHoro BpomxnopguHuTpobeHzona.

MpeonoXeHHbId cnocod UMeeT cnedyolwme
npeumMyLLecTsa nepeq, NPoTOTUMNOM:

nossonger YMNPOCTUTL
TEXHOMNOIrNYEeCcKH!;

npouecc MOXHO MPOBOOWTE B NPUCYTCTBKUK
noboro, yCTOMYMBOrO B WEMOYHBIX  cpefax
Amcneprartopa. (56) MarteHt CLUA N 438409, kn.
C 07 C 85/04.

I. Chem. Scec. 125,
(npoToTtun).

®opmyna uzobperteHus:

npouecc

2482-84, 1984
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CMNOCOk NONYYEHUA

2-6POM-4,6-0NHATPOAHUANIMHA

aMMOHONU30M XPOM-2-Dpom-4,
8-AMHWMTPoBEeH30Na aMMMaKOM NPW NOBLILLEHHOR

TeMnepatype

B

cpene

pacTBopuUTEns,
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OTNVYaKLLMACH TeM, YTO aMMOHOMW3 BeayT
BOAHLIM PACTBOPOM aMMWaKka B BOOHOW UMK B
BOOHO-OpraHWYeckon cpefe npu 86 - 90°C B
NPWCYTCTBUW AucnepraTopa.
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