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MaobpeTeHWe OTHOCWUTCH K OpraHWJYecKoMy
CUMHTE3Y, B YacTHOCTM K crnocedy nonyyYeHus
3-HUTpoandeHnamMmHa, KOTOpRbIA ABnseTcs
NonynpoayKToM ANS CWHTE3a NekapCTBEeHHbIX
npenapaToB 3TMO3WHA " sTaumnavHa,
MnononbsyemblX AN nedeHus  WHapkTa
MWOKapda W apuTMuKM. Cnocob aaknioyvasTcs B
heHWNUpoRaHWK  3-HWTpoaLeTaHunua
BpombeH3onom B NpUCYTCTBMKM  ©E3BOAHOIO
YIMeKUCNoro Hatpus € WCNOMNb3OBaHWEM B

KaJyecTBe KkaTanMaaropa OfHCHOOWCTOR Meau n
NoBEPXHOCTHO-aKTUBHOMO BelwecTea - TBWUH-80
npy HenpepbiBHOR 83e0TPONHOM OTroHKe BOAbl, ¢

NOCNEAY LM yoaneHwem M3bbITOYHOIO
BpomMbeH30oNa KW HeopraHWJeckux conerd
NpOBEAEHWEM TWOPCNM3A B M30MPOMNMIOBOM

cnvpTe B NPUCYTGTBMM BOLHOMO rMApoKCMAA
WenoyHoro meTanna. Cnocob nossonseT
YBENMUYWTL BLIXOA, LeneBoro npoaykra Ao 92%
MpW OAHOBPEMEHHOM 3Ha4MTENBHOM YMpPOLLEeHUU
TEXHONoMMu.
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(54) METHOD OF SYNTHESIS OF 3-NITRODIPHENYLAMINE

(57) Abstract:

FIELD: organic chemistry, organic
synthesis. SUBSTANCE: invention relates to
method of synthesis of 3-nitrodiphenylamine
that is an intermediate product used for
synthesis of medicinal preparations
ethmozine and ethacyzin used in treatment of
myocardium infarction and arrhythmia. Methed
involves phenylation reaction of
3-nitroacetanilide with bromobenzene in the
presence of anhydrous sodium carbonate using

copper menoiodide as a catalyst and Tween-80
as a surface-active substance in continuous
azeotropic water distilling off followed by
removal of bromobenzene and inorganic salts
excess and hydrolysis that is carried out in
isopropyl alcohcl in the presence of
alkaline metal aqueous hydroxide. Methed
allows to enhance the vield of end product
up to 92% in simultaneous significant
simplification of technology. EFFECT:
improved method of synthesis. 2 ex
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WN3obpeTeHne OTHOCUTCH K OpraHuYeckoMmy
CHHTE3Y, a WMEHHO K cnocoBy nonyyeHus
3-HUTpoAUheHUIaMUHA - nonynpoaykTa,
MCTIONB3YEMOIO B CUHTE3e  NIEKAPCTBEHHBIX
npenapaTtoB STMO3NHa 7 aTauMaunHa,
NPUMEHSEMBIX  ONS NleYeHUs  MHdapkTa
MUOKap4a v apuTMUK.

V3BeCTHbIE MeTodbl nony4eHua
3-HUTpOoaMeHunaMnHa OCHOBaHbI Ha
B3aMMOecTBAN 3-HUTpoaleTaHMNKaa c

GpomMOGeH30NoM B YCNOBUAX peakunn YnbmaHa.
BnepBble aToT NPoOYKT nonyueH
Monbafbeprom koHOeHcauuen
3-HUTpoaueTaHWNKMaa ¢ BpombeH3aocnom B
NPUCYTCTBUM noTawla, KaTanuTU4ecKnx
KONW4ecTB WOAUCTOro Kanus U MegHoro nopoLuka
B HUTpODEH30MNE Npy Temneparype 180-210°C ¢
nocneayoLwmmM ruaponnaom
N-aueTMn-3-HuTpogudeHUNamMmMHa CrupTOBbIM
pPacTBOPOM  COMSAHOW  KMCHOThl.  BbIXog
TeXHWJeckoro npogykta 80%, Tpn. 100-105°C;

nocne  nepekpuctannMsaunMi K3 - cnupta
T 112°C [Goldberg Y. Ber, 1907, 40,

nn.
4541-4543].
HenocTaTkoM OnKcaHHOro MeTofa ABNSAeTcA
MCNOMb30BaHWE PACTBOPUTENSA - HUTPOBEH30ma.

MaBecTeH cnocob, B KOTOPOM
3-HUTpoOUcbEeHUNaMUH nonyyeH 0ea
pacTBOpUTENS - HUTpobGeH3cna C

NMPOMEXYTOYHOW OYUCTKOR
N-aueTun-3-HUTpoaneHnnaMmvHa
XpomaTorpaupoBaHUEM Ha KOMNOHKE C OKWCHID
anwomMuHKs, Bbixoa 86,9%, T o, 108-109°C
[CeeTnaesa B.M., XXypasnes C.B., XX.I.X. 1962,
8, 1857-58]. Cnocob npumeHseM TOMbEKO B
NabopaTopHbIX YCNOBUAX.

HanConee  Gnuakm N0 TEXHWUYECKOH
CYLWHOCTU ABNfAeTcA cnoco® nonydYeHusd
3-HUTpoaWcheHUnamMnHa  peakunen
3-HUTpoaleTaHunuoa ¢ 6GpombeHsonoMm B
NPUCYTCTBMKM  MoTalla KW KaTanu3e CMechlo
OLHOBPOMUCTOR Med U MedHOro NopoLLKa Mnpu
Temnepatype 185-210°C ¢ HenpepbiBHOW
OTIOHKOA BOALI W BpombeHaona (BpombeHaon
nepuoanyeckn BO3BpallaeTcq) B TedeHue 24
JacoB; ¢ nocrnefytolwed OTrOHKOW WabbITOUHOro
BpombeH3ona ¢ BOAAHLIM NapoM, oTAensHWeM
HeopraHWYecKNx coner oT opraHudeckol dasbl
nytem paabaBneHna ee ropaded BOACH,
oTcTanMBaHWA W pasjeneHua cnoee (npuem
OBYXKpAaTHGLIA), pPacTBOPEHWEM OpPraHWYeckoro
cnos - TEXHUYECKUIA
N-aueTun-3-HuTpogudbeHnaMmuH - B STUMNOBOM
cnupTe, dunbTpauuein Nony4eHHoro pacTteopa oT
MeOHOro nopoLllka, paatasneHwem dunsTpara
8%-HbIM BOOHBIM PACTBOPOM rMAPOKCKOA HaTtpa
" raponn3cMm npm KMNAYeHnn,
KpucTannuaauumen, uneTpauued, nNpOMBIBKOR
Ha chunbTpe M cylwkol npogykta. Beixop 75%
[N.H.AxoHTOB, P.[.MNywKoB "CUHTETUJYeCKne
nekapcTBeHHble cpeactea’. M.. MeguumHa, 1983
r., c.224].

OCHOBHBIMK
cnocoba ABMAKTCA:

- bonblUoe KOMWYEeCTBO onepauui,

- ANWTeneHOCTb Npouecca;

- MpuUMmeHeHWe B npouecce ©6e3BOAHOMO
norawa, pabota ¢ KOTOpkIM B MPOMBILLNEHHBIX
YCMNOBWAX  NPeicTaBnfer  TexHW4Yeckue
TPYLHOCTH,

- cnocob yganeHws HeopraHWYecKUx conew
U3  OpraHWYecKOW pasbl, YBenUYXBaKOLLMA

HeJocTaTkaMn M3BECTHOro
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ANUTENBHOCTb npouecca (onepauum
pa36aBJ‘IeHVIF|, oTCTanBaHuAa 1 pasgerneHuna cbaa -
ABYXKpaTHbIE),

- HegoCTaTOHHO BBICOKWHA BbIXOA NpoagyKTa.

3agava npednaraemoro  K3obperteHus -
NoBLILLIEHWE BbIXO4A NPOAYKTa, YNpoleHwe u
cokpalleHwe OMTEeNBEHOCTH TEXHONOMMHYeCckoro
npouecca,

MocTaBneHHas 3aafadva pellaeTcs TeM, YTo B
npegnaraeMom  crnocobe  peHunMpoBaHusa
3-HUTpoaueTaHunuga 6GpomGeH3ocnom
OCYLUECTBNAETCHA B NPUCYTCTBMM ©e3BOOHOIo
YyrMeKucrnero Hatpua W KaranuvsaTopoB -
OOHOWOAWNCTOR MeaK K NOBEPXHOCTHO-aKTUBHOIO
npenaparta (MNAB) TeuH-80, ctaguio rmgponuaa
BedyT B U3ONPONUNOBOM CrivpTe.

Mpumep 1.

1,08 Kkr  3-HuTpoauetaHunuga, 1,88 «kr
BpombeH3ona, 0,827 Kr yrnekacnoro HaTpus,
0,03 kr ogHolhoguctoid meagm n 0,1 kr TBuH-80
KMNATaT 20 Yac. ¢ HenpepblBHOR a3eoTponHOMR
OTFOHKOA BoAbl W HENPepbiBHEIM - PELUKIOM
opombeH3ona, peakUuMOHHY Maccy hUnLTPYIoT.

K dunetpaty npubasnawt 4 1 Bodbl,
HarpeBaloT [0 KUMEHWA W OTIOHAKT Bech
OpombBeHzon B BMAS aseoTpona ¢ BOAON.

K ocratky npubasnawt 3,2 n 85%-ro
n3onponunoBsoro cnupta, 2 n 14%-ro BogHoro
pacTBopa rMapoKcaa HaTpus, KUNATAT 4 Yaca u
OCTABNSAT  KpucTannuaoeaTtecq.  Ocafok
DUNLTPYIOT,  NPOMLIBAKOT  BOAOW,  cylar.
Monydator 1,18 K& 3-HUTpoAUEHWUNAMUHA

T on. 110-112°C, BbIXOL, 91.5% oT

TEOPETUYECKOTO B pacyeTe Ha

3-HuTpoaueTaHunug (Nut. T.q, 110-112°C).
Mpumep.2.

[Mpouecc npoBoaaT no npumepy 1, HoO
rMMOPONM3  OCYLWEeCTBAAIOT B NPUCYTCTBUM
BOAHOMO pacTeBopa rMApokcuaa kanusa. Boixof,
3-HuTpoancheHunaMmHa - 92% oT
TEOPETUYECKOro (B pacueTe Ha
3-HuTpoaueTaHunua), To, 110-112°C.

Mpepnaraemelid cnocob No3BoNseT NoBLICUTE
BbIXOL Uenesoro npogykra ¢ 75% ao 92% no
CPaBHEHWKD € MPOTOTUMNOM, a Takke
CYLUECTBEHHC YNPOCTUTE TEXHOMNOMMIO, UCKNOYMB
UCnomnb3oBaHWe B npouecce 6e3Bo4HOMO notawa
W ANUTENbHBIE CTaguK  OTCTauBaHWA  (Kak
npaeuno, obpaayetcs TpyaHo pasjensiollasncs
SMYINBCUA W MPOMENKYTOYHBIA  CNOH) W
pasfeneHna opraHUYeckod W BOOHO-CONEBOR
a3 npy ydaneHWM HeopraHWYecKWX coner ua
peakuMOHHOW Macchl MyTeMm OTMbIBKW BOAOW, W
3HAYUTENLHO COKpaTUTb ONUTeNbHOCTb
npouecca.

(Dopmyna I/I306peTeHI/IFI:

Cnocob nonyyeHusa 3-HUTpoaudeHunaMmHa
heHnnMpoBaHveM 3-HWTpoaueTaHunuaa
OpomMbeH30NoOM B MPUCYTCTBUM  ©e3BOOHOW
YIMEeKACNCA conu  LWenoYHoro  metanna  u
KaTanuaaTopa npyW HenpepblBHORA a3eCcTpOnNHOR
OTFOHKE BOAbLI, C NOCMeAyoWUM yaaneHuem K3
peakunoHHol Maccel n3bblTo4Horo GpombeHsona
W HeopraHWYecKWX coned W rUMaponu3aom B
cnupTe B NPWCYTCTBUMW BOAHOIO rMapoKcuaa
LEeNoYHoro MeTanna, oTnvyallLMAca TeM, 4To
heHWNUpoBaHWe nNpoBOAAT B MPUCYTCTEUM
0e3BOAHOIC YIMeKUCnoro HaTpud, B KadecTse
KaTanuaaTopa WCNoNe3yT OOAHOROOWNCTYIO Medb
W NOBEPXHOCTHO-aKTUBHOE BELLEeCTBO - TBWH-80,
cTaguilo  rMaponua3a  OCYLIecTBNAIOT B
M30MPOMUIOBOM CNUpPTE.
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