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{67) Pecbepar:

MaobpeTeHMe OTHOCUTCH K TEXHOMNOrMu
NOMNYYeHWA XNOPOPraHWYecKUX COeOWHEeHWHA, a
UMEHHO K cnocoby nonyyYeHus
rekcaxyiopnapakcunona - WCXOOHOro npoaykra
Ona  nonydeHWa  Tepedranunxnopuaa,
COCTABHOW 4acTW KOMMO3ULMK ANA YCKOpeHWs
NONMMMEPU3ALUNA B LUMHHOA MPOMBILLNEHHOCTH W
nedyebHoro npenapata B MeMUMHE W
BeTepuHapun. WMaeecteH cnocoG nonydYeHus
rekcaxnopnapakcunona XxnopupoBaHnem
n-kcunona B npUCyTCTBUN
rekcameTuneHagnammnHa, ypoTponuHa,

kapbamunga, ausTaHonamuHa, TpusTundocdaTa
M apyrx pobasok, MHrMbupylowmnx noboqHoe
XnopuposaHve B 84po.  MHWuMMpoBaHue
XNOpUpOBaHUA B [aHHOM cnocobe
ocyLLecTBNAeTCH a300MCH300YTMROHUTPUIOM.
HoebiM B M3oBpeTeHWW ABNAETCA TO, dTO
XNnopupoBaHvie npoBoanAT B cpege
YeTbIPEXXNOPUCTOro yrnepona unu
rekcaxnopnapakcunona B npucytctamm 0,4 - 0.8
mac.% TpubyTundocdara, AuMmertndopmamMmaa
W ux cmecel npn 80 - 100°C B TedeHre 10 4.
1 Tabn.
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{67) Abstract:

FIELD: technology of production of
chloroorganic compounds, namely, production
of hexachloro-p-xylene, being used as origin
material  for  production of terephthalyl
chloride which represents itself component
of composition which accelerates
polymerization by tire  production and
medicinal preparation in  medicine and in

veterinary.  SUBSTANCE:  chlorination is
initiated by azo-bis-isobutyronitrile.
Chlorination is carried out at 80-100 within
10 h in the medium of carbon tetrachloride
or hexachloro-p-xylene in the presence of
tributyl phosphate, dimethyl formamide or
mixture  thereof {their quantity being
0.4-0.8 mass %). EFFECT: improved efficiency
of the method. 1 tbl
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MaobpeTeHne OTHOCUTCH K TEXHOMNCruu
XNOPOPraHUYEcKUX COeAUHEHWH, a WMEHHO K
cnocoby nonydeHWs rekcaxmnoprnapakcunona -
MCXOAHOTO  MpoAyKTa  AnA  MonyYeHus
TepedTanunxnopuaa, COCTaBHOM yacTu
KOMMO3ULWKM ANA YCKOPEHWSA NonuMMepuaalun B
WWHHOA  MpCMbIWMNEHHOCTM W nedebHoro
npenapaTa B MeguuWHe ¥ BeTepuHapuu.

MaBecTHbI cnocobbl nony4eHus
reckaxnopnapakcunona xnopuposaHuem
n-kcunona npu Y®$-ocBellgHn o
MCNCNB30BAaHMEM B KadecTBe pacTBOpUTENs
rekcaxnopnapakcunona ([lar. CLUA N 4029560,
kn. B 01 J 110, 1977), wnm 5-20 mac.%
JeTblipexxnopucToro yrnepoga (sadska ®PI N
2614139, kn. C 07 C 25/14, 1979).

HepoctaTkamn 3TWX CnocoBoB NonyYeHWs
rekcaxnopnapakcunona fBnsloTc BEICOKWE
SHepreTUUecKue 3aTparhl, a TaKKe
HeoBXCAUMOCTL MCNOML30BAHWA ChelManbHbIX
WCTOMHWKOB CBETa - PTYTHO-KBApOLEBLIX Mamm,
3HAYUTENBLHO  MNOBbILLAKWMX — noXapo- W
B3PbLIBOOMNACHOCTE Npolecca.

W3 nuTepaTypHbIX AaHHBIX M3BECTHO, YTO ANS
npedoTepalleHMa  nobodHoro  npouecca
XINOPWPOBAHKUS N-KCWUoNa B A4P0 UCNOMb3YIOTCA
paanuuHble  COBAMHEHWA -  WHMMOWTOPLI,
pobaBnaemMble B peaKkUMOHHYl Maccy. Tak,
MN3BECTHbI cnocobkl nonyyeHus
rekcaxnopnapaxkcunona oTOXUMUYECKUM
WHWULMUPOBAHWEM XIIOPUPOBAHKUA M-Kounona B
MeTunbHble  rpyniel npu  50-180°C B
NPUCYTCTBMWM Tprapundocdartos,
NeHTaspUTPKUTA, NONUNPONUNEHTUKCNS,
MaHHKUTa K Ux cmeceld (nat. CLUA 2979448, C 07
C 25/14, 1961), B NpUcyTCTBMKM amnaoB obllen
chopmynel RCONR'R?, rae R=H wnM HUawwmii
ankun (nat. CLWA N 3836445, kn. B 01 J 1/10,
1974), a TaKKe B NPUCYTCTBUK TPUSTHUNAMKUHA,
AvuzonponunamMuHa, N-MeTunnunepuinHa,
nMNepUanHa, npuanHa, nupponuauHa,
MopconuHa, nuNepasvHa WNW  sTaHonaMuHa
(3asBKa An. 53-77022, kn. C Q7 C 25/14),
POAAHUCTOrO  kanug,  TUOMOYEBUHBI W
rekcameTuneHTaTpaMuHa  (3asBka  ANoHWK
57-3655, kn. C 07 C 21/14). JaHHeIM cnocobam
NpUCYLLIM BCE Te e HeJocTaTKU, OTHOCALLMecs K
POTOXMMUYECKU VUHULMUPOBAHHOMY
XNOPWPOBAHUIO N-KCKUNona.

MaBgecteH Takke cnoco® nonydYeHwnd
rekcaxnopnapaxkcunona xnopuposaHuem
n-kcunona B NpPUCYTCTBMU XUMUYECKINX
WHWLMATOPOB: Nepekucel, rmpponepekiceil u
a3061cr30byTUPOHUTPKUNA B cpene
JeTblpexxnopuctoro  yrmepoga  wvnw  Oes
pacTeoputens (KOX, 1960, 30, N 9, c.
3019-3024). Ona npegorspalleHua
XIOPYPOBaHWA B apoMaThueckoe S4p0 B AaHHOM
cnocobe McnoneayoT JoGaBKy YpOTONUWHA B
konwdectee 0,1-0,2 mac.%.

HepoctaTkamu sTorc cnocoba fBNAoTCHA
HeJoCTaTOuHO BbIGOKWA BbIXOL,
rekcaxnopnapakcunona (50-20%) "
JBYXKpaTHEIA MO OTHOWEHWIO K pacyeTHOMY
pacxop xnopa.

HanConee  GnuskMm N0 TEXHWWECKOH
CYLUHOCTKM fBNfAeTCH cnoco® nomydYeHus
rekcaxnopnapaxkcunona xnopuposaHuem
N-Kkcunona B MPUCYTCTBUK
rekcameTUneHauamMuHa, ypoTponuHa,
kapbamnaa, AMsTaHonamuHa, TpuaTuncdocdara
W Apyrx aobasok, WMHIMBWpyoLWX nobouvHoe
xnopupoBaHue B agpe (Hedprexumusa, 1974, 1.
14, N 6 ¢ 885-800). WHuymmposaHue
XNOPUPCBaHKS B JaHHOM cnocobe
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OCYLLIeCTBNASTCH npu NOMOLLM
asobucnaobyTupoHutTpuna (1-1,15% oT maccel
n-kcunona), n Ha 1 Monb N-Kounona B peakyuio
BeoauTCca 9,2-10,9 Mone# xnopa.

OCHOBHBIM HEOOCTATKOM cnocoba ABNATCA
CyllecTBeHHbIA  WabbiTok  xnopa  (37-82%),
NcAaBaemMoro B Peaktop, W  HedocTaTOuHO
BbICOKag (MeHee 97,5%) yucTota
nonyyaroLLerocs rekcaxnopnapaxkcunona.

MpK co3gaHWKW UW3AcOpeTeHWs cTaBWnach
3aavya CHU3AWTL pacxod Xnopa, WCNCnNeE3yeMoro
B MNpouecce, W MCBLICUTE BLIXOA WM YUCTOTY
rekcaxnopnapakcunona. 3To JOCTUrasTca Tem,
4TO XMOPUPOBaHWE M-KCUMona NpPoBOAAT B cpeae

YETLIPEXXTOPUCTOTO yrnepopa nnu
rekcaxnopnapakcunona ¢ gobaeneHuem K
peakLnoOHHOR cMecK 0408 mac.%

TpubyTHMndocdara, auMerundopmaMuia UM
ux cmecer npu 80-120°C B TeueHune 10 4.

MNpoeeaeHWe XnNopwpoBaHWA N-Kcunona B
NpUCYyTCTBMM  MeHee, dYem 04  wmac%
TpubyTundocchara, AuMetundopmamuaa  unu
WX CMeCeHW He NO3aBONAeT WCKMKYUTL BBeAeHWE
atoMoB Xnopa B 4Apo0, a NnpuMeHeHue 60nbu_|ero,
dem 0,8 mac.% KOMUYECTBA YKA3aHHLIX Bblle
WHTMBMTOPOB  HelenecoobpasHo. CHUXeHue
TeMnepaTypbl npouecca HuxKe 80°C npreoanT K
3HaYWMTElNbBHOMY yBenu4eHuro
NPCACIKUTENEHOCTH  XTOPUPOBaHUS,  a
noBblleHWe  TemnepaTypbl  Bellwe  120°C
Bbl3bIBAET YBEeNUYEeHWEe KonudecTBa NOBOYHLIX
NpoayKToR peakuun " SKOHOMUWYECKN
HelenecooGpasHo.

Mpoumep 1. B Tpexropnbld TpyOuaThlid
peaktop o6vemoMm 100 MmN, cHaGKeHHbIA
TEPMOMETPOM, KanenbHORW BOPOHKCH, 00paTHBIM
XONOOMNBHUKOM C Ta30C0TBOAHCKA TpyOKoW W
rasonogsoddwled TpybKoOW C©  NOPUCTBIM
GapboTtepom, nomewarwt 26,54 r (0,25 mons)
n-kcunona, 013 r (0,5% or «KonudecTtBa
n-kcunona) TpubyTundocdpara, 0,02 r
asobucnaobyTupoHutpuna u 12 mn (19 1, 0,12
MOMS) “eTHIPEXXIOpPUCTOro yrmepoaa. Yepes
cMecb, Harpetylo go 70-75°C, nponyckaloT Tok
CYXOrc xnopa ¢ HavansHOW ckopocTeo 30 r/J.
TemnepaTypa B peaktope GamMoMnpoOW3BONbHO
nogHumaeTtcas go 90 °C. B nepeeld  uac
XNOPUPOBaHUA NCAASPKUBAIOT TemnepaTypy
80-90°C, cHayana cxnaxgas, a saTemM Harpesas
peakUWOHHYI0 Maccy. XMopupoeaHWe BefyT B
TedeHWe 10 4. , nocTeneHHo (Ha 5°C B 1 4)
neoeeilaa Temnepatypy Ao 110-120 °C.
MocnegHue 3 4. XMopUpoBaHWA NOAAEPKNBAKOT
TeMneparypy 110-120°C. WMHuuwaTop
(8300UCU300YTUPOHUTPUM) BBOOAT B peaktop
nopumsMu Keskable 40-60 MUH., a nocnegHue 2 4.
npouececa - kaxgsie 30 MuH B Buae 1,5%-Horo
pacTeopa B YeThIpexxnopuctom yrmepoge (0,2 r
azobucnaobytuporutpuna B 10 mn CCly).

Mocne 3 4. XNOPWPOBAHMA W A0 KCHUA
npouecca BedyT OTIOHKY YeTbIpeXXNopUcToro
yrnepoga W3 PeakuWoHHOW  Macckl B
OXMaXKAAEMYHO NOBYLLIKY .

CkopocTb  Nocdavn  xnopa  MNOcTeneHHo
yMeHbwawT ¢ 30 4. B nepBbld  vac
B3aMMOAeWcTBMA Ao 5 r/4. B nocnegHwe Asa
yaca npouecca. Oblles KONWYECTBO NOJAHHCOMO
B peaktop xnopa coctaenaer 130 r (1,83
Mons), To ecTs 122% oOT TeopeTudeckoro.
[MpocKoK xnopa coctanaeT 23,6 r (0,33 mona).

Mo OKoHYaHUKM XNOPUPOBaHMA  Yepe3
peakyuoHHyo maccy npu 110-115°C B TedyeHue
40 MWH nponycKalT TCOK WMHepTHOro rasa Ans
yaaneHus pacTBORPEHHOro xnopa W XMoprucToro
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Bogopoda. locne 3Toro peakUMOHHYK CMECH
OXNaKAAOT, 3AKPUCTANIM3OBABLLYIOCH Maccy
pa3aMentsYaloT, cywar Ha Boagyxe npu 20-30°C
B TedyeHWe 20 4. Beixod npogykra-celpua 78,6 1,
TO €CTb MNPaKTUYECKW KOMUYecTBeHHbIR. [o
JaHHBIM  TAa30XKWOKOCTHOR — XpomaTtorpaduim
(FHE) chlpel, COASPHUT 98,12%
rekcaxnopnapakcunona. TeMneparypa
nnaeneHus npoaykra 108-110°C.

Ong  O4MCTKM ©OT npumMecel  coipel
npombiBaloT 96%-HblM STaHornom (60 mn) npu
20-30°C. Mocne NPOMBIBKK U CYLUKW MonydaioT
754 r npopykta ¢ T.nn. 110-111°C. Beixog
rekcaxnopnapakcurnona 96,4%, uuictoTa no
naHHbiM KX - 99,34%.

Mpumep 2. XNopuvpoBaHWe NPOBOAAT MO
mMeTogunke npumepa 1, uexogd ma 21,23 r (0,2
Mona) n-kounona, 0,13 r TpubyTundocdara n
15,64 r (0,05 mong) rekcaxnopnapakcunona.
WMHuunatop foGaenawoT nopuusMn  Kaxasle
40-60 MMH B BWAE pacTBOpa B XMopodopme
0,26 r ascbucnsobyTupoHMTpUMNa B 5 mMn
xnopocpopma). Konnyecteo nNoJaHHOro xnopa
100 r (1,41 mong), 1O ecte 117,5% ot
TeopeThydeckoro. lNpockok xnopa - 14,9 r (0,21
mongd). [locne npodyBKA WHEPTHEIM  ras3omM,
KpucTannusauun W cylwknm nonyqawt 78,7 T
npogykta-celpua ¢ 1. 108-111°C. Bbixog
KOJ'IIA‘-!eCTBEHHbIﬁ, cogepxaHue
rekcaxnopnapakcunona B nNpoaykre no AaHHbLIM
KX coctasnseT 98, 14%.

Mpumep 3. XnopuvpceaHWe NpoBCOAAT Mo
meToguke npumepa 1, wexogs wa 0,25 monsA
n-kcunona, 0.1 r anmetundopmammaa B 12 mn
(19 r YETLIPEXXIOPUCTOrO yrnepoga.
WHuuwatop poGaBnawT nopuysMn  Kaxable
30-60 mwH B BMAe pactBopa CClg (0,26 T
asobucnaotytupoHutpuna B 11 wmn  CCly).
Mogatot 130 1 (1,83 MongA) xnopa, To ecTb 122%
OT pacyeTHOro Konuuyectea. [pockoK xnopa
coctasnget 23,6 r (0,33 mong).

Monyvator 78,9 r npodykra-celpua ¢ T.Ni.
108-111°C. BbIxod  KONWYECTBEHHLIA. Mo
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JaHHbIM - KX cbipey  cogepxut  98,7%
rekcaxnopnapakcunona. [locne npomelBkA 50
MIN 8TaHomna WU cylWKW nony4aT 75,66 r npoaykTa
c 1.0, 110-111°C, comepxalerc no AaHHbIM
KX 99,21% rekcaxnopnapakcunona. Beixoa
ovuLLleHHoro npoaykra 96,7%.

MpuMep 4. XnopuvpceaHWe MNpoBOAAT Ne
meToguke npumepa 1, uexogsa ma 0,25 mons
n-kcunona, 0,1 r (0,4% or maccel n-kcunona)
Anmetuncopmammnga 1 0,1 r Tpubytundocdara
B 10 Mn (15,8 1) YeTbIpexxnNopUeToro yrnepoja.
MHuumaTtop JoBaendlT MNOPUUMAMM  Kaxdble
30-60 MuMH B Buae pacteopa B CClg (0,26 r
asobucuaobytupoHutpuna B 11 mn CCly).
Pacxop xnopa cocraenser 135 r (1,9 mong), To
ecTb 127% oT pacudeTHoro. MNpockok xnopa 28 r
(0,4 mona).

Monyqawt 79 1 npogykra-colpya ¢ T.NA.
110-111°C. BbIXx0A KONWYEGTBEHHbIA. [poayKT
no OaHHBIM X COAEPMUT 99,28%
rekcaxnopnapaxkcunona.

CpaBHEHWe NpPeAnOMKEeHHOTO M W3BECTHOIo
cnocoBoB NONyYeHWs rekcaxnopnapakcunona
npveegeHo B Tabnuue.

Kak BMOHO M3 MNpUBEOEeHHBIX NPUMEepoB U
JaHHblx  Tabnuubl, nNpeanaraeMmelid  cnocod
No3BONAEeT COKpaTUTb W3CLITOK Xnopa no
CPpaBHEHWO C MPOTOTUMOM HEe MeHee 4Yem Ha
10%, MOBLICWMTL BLIXOA rekcaxnopnapakcunona
Ha 3%, a TakKke TMNOBLICUTL COAepPXaHWe
OCHOBHOIMO BellecTBa B npogykre Ha 0,6-1,8%.

cbopmyna I/I306peTeHI/IFI:

Cnocof nonydeHWs rexkcaxnoprnapaxkcunona
B3aUMOLEWCTBMEM XNopa ¢ MNapakcunonom B
pacTBopuUTEne, WHWLMAPYEMbIM
a300UCHU300YTUPOHUTPUIOM, B MPUCYTCTBUK
CoedWHEHWA, UHMMBMpYyoWMX XnopupoeaHue B
A4PO, OTNUYaKLWUACA TeM, UYTO XNOpUpOBaHWE
NpCoBOAAT B  Cpede  “YeThipexx/opucToro
yrnepoga  WNW - rekcaxnoprnapaxkcunona B
npucytcTeun 0.4 - 0,8 mac.% TpubyTundocdara,
AnMmetuncopmamMiga Unu ux cmecel npu 80 -
120°C B TeveHune 10 u.
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Tatnuuya

[NokazaTtenn

Cnoco6 nonyyexun MXMK

{pegnaraembii MaeecTHbIA cnocob
cnocob (npoTtotun, cm. [10])
1. U36biTok xnopa, % oT Teaop. 17,5-27 37-82
2. Beixog npoayKToB Xnopuposanuns, % KONMMYECTBEHHbLIA 97
3. CogepxaHue rekcaxnopnapakcuiona s 88,1-99.3 He Bonee 97,5
coipue, %
4. NpoJoMKUTENBHOCTL XNOPUPOBaHUS, Yac 10 11-11,5
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