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(23)puopurer ~

(61) DonoaunrensHoe k aBT. CRHUI-BY

(22)3assaeno 06,09,76(21)2398170/23-04

_cnpHcoennHennem 3aa9eky Ne

Ony6aukonauo 25,04,80. Broaaetens Ne 15

- lata onyBAHKOBAHHA onmHcanus 283,04.80

(51)M. Ka’
C 07D 307/28

(53) YJIK 547.722.
.3.07(088.8)

(72) Aémpu
u3obperenus

B. C, Mapkepus, I') A, Crenanosa, JI, B. LUyMéKOBa,
B, E. Hepaepa, T. A. Iyukuna, I". &. Crorumickmi

n B. WU. Tapaungyg

(71) 3asasutens -

(54) CIIOCOB MOJIYYEHUSA 4,5 ~AUTHAPOCHUIIBBAHA

lipennaraercs ycobepueHCTBOBaHHBIN
cnocob nonyvenpa 4,5-puruapochimbBana
([AIIC), xoropwiit ECHONL3YETCH B NPON3BOM—
cTBe BUTaMMHA By .

Hapecren cnocob wonyuenus 4,5-aurun—
pocHibBaHA geTapaTauyell T —aueToupowu-~
foporo cuupra wpE 160-240°C p upucyr—
CTBHY MHHEpaJibHO# KHCIOTH C MOCHeRYo—
DINM oTAelleHveM uapop 4 ,5-~nHIHgpoCHIb—
BaHa ¥ Boabl OTI'OHKOH, OXJaXfeHueM H

BhifieIeHVEeM ' nenepolv MPOAYKTa B3 83e0T- 10
poma [1] . ’

.HepocrtarkoM 2ror0o crocofa gniisercs
HECHOIL30BaHNe KHCNOTHI, YTO NPHBOAUT K
ofpazeBaHmio CMOJUCTBIX HPOAYKTOB, KOMHE— 's

9eCcTRO XOoTOphIx poctaraeT 30%,

KpoMe Toro, Mcnonbaopanye MuBepalib-
HOR KWCIOTHI NPHBOAHUT XK KOPPO3MH aniapa-
TYpol B TpefyeT He®TpANN3aNHEA CTOYHBIX
BO.

Henwio nzofpeTenas apniisgeTCs yupolleHAe
upatecca,

Ara nent. nocTUraeTCHd TeM, YTo ¥ -
~gieronponunostii cuapr (AIIC) uomsepranT
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HarpeBanmo npu 190-203%C B Toke
HHEePTHOIO TIa3a, CKOPOCTL KOTOPOTO CO-
craBngetr 1-5 obGbeMoB B MHHYTY Ha 1
obbeM ’;5“- aleTOUPOIHIIOBOT'O CHuHpTa, UPH
UPOROIIHXUTENILHOCTH KOHTaAKTa napoB 4,5-
oHrHapocHabBala 1 esonkt 10-30 ¢,

OTmayuie NpeIONEeHHOTO CNOC06a OT H3m
BECTHOT'O COCTOHT B TOM, 4YTQ NPOUECC NPO-
BOMAT B TOKE MHEPTHOI'O Iasa, CKOPOCTE
KOTOpore cocrapnger 1-5 ofbemMoB B MuHy-
Ty H& 1 ofbeM Y —ameTONPONHIIOBOIG CHp-

Ta& up# NMPOAQIDKHATENLHOCTHE KOHTAKTOB i

poB 4,5~puruppocwibeaa B poaxt 10-30 ¢,
Ana yMeHBWeHHS NPOAOIKATENLHOCTH
KouTaxkra napoe [AIC ¢ noBepxuocTbO ai-
napata ypeasoT erc B3 30HBl Harpesa ¢
MOMOIILIO TORA HHEpPTHOTO ral3a, HaupuMmep
azora. TaguM oOpaszoM, pnd oCYileCTRIeHHY
HeKaTANHYeCKOl peaKuuu AGPEeH cobmoparh—
Cs NPHHINT MHHHMAJILHOTO BPeMeHH upelbi—
parug napos [IIC B zoue peduiermManuu, nnd
Jero HeoOxoaMMO HCNONL3OBATE ailapaTy-—
Py © MHHHMAJILHOH TOBEePXHOCTLIO pedner-
Mann, B nporasuoM cnyviae won RozjiedicTs



3
BHEM TOBBLIIEHHON TeMNepaTypbl B 30118 [18-
pnerMaunu [1I'C mMoxer npopearupopath C
pono#l, obpaaywomehcs p peaynbrare ne-
ruppataunn AIIC , n npesparureea B ATIC,
Ilpn eorom cHereMa Oyper paborate kak of-
PATHBIR XONOMUIILHEK ¥ 3HAYUTEILHAs MacTh
[IIC (3o cueT oBparuolt peakiinu C BOIOIH)
BosBpaTeTcg B ky6 B pune AlIC, a ueper-
Haunag 4dacte [ATC Byper copepxart sua-
guTemble  upuMecu ATIC, Muuumaminoe
ppemg upebeisanng umapos AIC u pogst B
aote Harpepa oGecieuuBaeTCa UCTONB3OBA-

 HpeM oOpluHON annapaTypel IS AHCTWIUISIHH,

.B KoTopo#i 2pperTHBHOCTL paspeneHus UapoB
cBefjgHa K MUHHMYMY, T.€, UPHMEHS@TCS al-
‘mapaT opHokpaTrHOIre ucunapenud., Ofpasopap-

wuitcs [IT'C merxo ynandercs u3 30HH peake
uAd Gnaropaps SCoNbLOMY pPASIVYMI0 B TeMIIe-

patypex guunenua AlC un [AI'C, Onmumensuas
CKOPOCTEL pacHelleHUs B BBIXOR NeCTHLANTA
{oxono 9 0%) pocTHra)dOTCs TPH COOTHON E-
MM TOBePXHOCTH AehierMalHi i 2KPaHa
nenapenus He Conee 2:1 COOTBRETCTBEHHO,
Ypenuuenne sous! [feduiéIMaliy 1, cifenoBa-
TeNLHO, YBEIHYEHUES IponoKHTelLHOCTH
xourakra napos I1IC u sonbt npusonsaT k
HX B3auMopiefcTBio ¢ obpasopannem AJIC
H upexpalielidio BHENCHES RUCTWIINTa, Tax,
yBeNuueHde COOTHUOWEHHS TOBEPXHOCTH g
NerMal¥K H YIOBEPXHOCTH HMCUApeHHS [0
‘5:1 upH CoXpaHeHMH BCeX UPOYMX YCIOBH
CHUHTe3a NPHBOAHT K TAAeHHI0 CKOPOCTH Bbi-
penenus: JITC B 2 pasa ( ¢ 14,9 r/4 no
7.4 v/4).

Azeorpon AIC - sona kunuT upH 72 C

B ueperonumit kyG sarpyxawor AlIC (ue
Menee 1/2 ofbeMa) 1 gaiee U0 Mepe OT—
rouky aucrunnara pobasmaror AIIC Tak,
4T06B HOMASPKUBANCS HOCTOSHHEN ypOBeHb
muaxocTH B kybe, CxOpocTh a3oTa nonpep-
¥upaoT 2-4 ofbeMa raza Ha eHHUIY
ofpeMa KyGoBOR XKHAKOCTH B MUHYTY.

leperounpiit ATC BMecTe ¢ BoAOH CO-
GupaloT B oxnexpaeMbii cGoprug. Ilocme
OT/elICHIY BORHOI'O CHOS OPI'aHHYeCKHH
ClIofi [ONIHUTENLHO TOABEPTraloT as0TPOl-
HOIl NeperoHKe '[JIf OCYIWIKH U BbUle/eHES
gucToroe cyxoro AIC.

“-MpurMep l. B crexnaunstii 4=-rop-
AR Ky© s AMCTUISHEE Hon at™Mochep-
HBIM fapierMeM eMyxocThio 20 M, cHaG-
HKeHHB TepMOMeTpPOM, KalWIsapoM [AJis
nonBofAa asora, KauelnbHOfi BOPOHKOH H
CTeKIgHELIM pedyierMaTopoM ¢ ofbeMoM
paSoueif somm 11 cM® , serpyxaor 48 r
ATIC, conepiraniero 96,9% OCHOBHOTO
BemecTsa ¥ 3,0 % poasl. QTHOUCHHE TO-
BEPXHOCTH NefuierMaiE K IOBEPXHOCTH
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wenapeuns 1,7:1, Tlpun posenemun Temme-
parypn B xy6e no 190°C u nopaue azo-
Ta €O CKopecThio 105 Mn/MuUH HadHHAET-
C4 OTI'OHKA TEeTepoazeoTpona AUTHAPOCHIIb-
Bal - BOA& CO CKopocThido 15 Mnfu mnpu
Temieparype » napax 68-74 C. Onto-
BPEMEHHO NPOH3BOASIT MOATMTKY pPeakIHOH—
Ho# Maccent cpewiM AlC co CKOPOCTEBIO,
paBuoi cxopocTH oT6opa IeTepoal3eoTpona,
llpopomkurensnocThk ousiTa 4 u, Bpema
KOHTaKTa [UITMAPOCHILBAHA W BOgHl B Ta-—
posoi dhase 18 cek. B peaynsrare nony-—
saoT 59,5 r rerepoaserpona cocrapa;
AIC 75,6 Bec.% popna 24,4 Bec,%. Boi-
XOI [AMTHOPOCUARLBAHA, CUMTad Ha upopeari-—
poeasuni ATIC, 93,5 mec.%. Cocran Ky~
Bororo ocrarka (47,5 r):AllC 96,5 pec.%,
cMona 2,7 Bec.%, Bona 0,8 mec,%. Crenene
OCMOJIeHHS, CuuTad Ha 3arpyxenusiii AIIC
1,2%, Tlorepu cocrasnsor 1%. OT a3€0T-
poTia AHTHAPOCHITLBAH~BONA OTHGNIOT BOi-
HBl CIIOff, a opraHHYecKHH noaBepralor
OCyllike H ToCiepylcuieMy $pa Kl HOHKPOBAHHIO,
Bryenennriit 4 ‘Sunm*nnpcrcpmbsaﬁ HMeeT :
CNepyliie NoKasaTefu: T.KHUI, 79,3—80°C/-
/746 MM,pr.CcT, Qf 0,8018; njo
1,4351. B
Il puMep 2, OUBIT NPOBOAAT B MPO=
TOIHOH cucTeMe Ha upubope, ONUCAHHOM B
upuMepe 1. Peaxnuounyio Maccy or6upaoT
C uHE3a Xy0a, OXNaMpaioT B XONOAMILHUKE
(xnaparenT — BOga) U cCOBMpPAIOT B TIPHEM-
mike, CROPOCTb, “NOANHTKA ChIPheM PaBHs~
eTcd CyMMe ckopocTeil orfopa rerepoasec-
TPoila ¥ KyGoBOolo TpONyXTa. BeBom CHCTe—

MBl Ha CTalHOHAPHBIE DeXHM OCyIeCTBISIOT
B TeyeHue 3-3,5 g,

B xy6 sarpyxamoTt 89 r TexXHHIeCKOIO
ATIC, copepxamero 65,9 r (74,1%) oc—
HOBHOI'O BewlecTBa, 1,8 r (2,0%) Bopbi H
21,3 r {23,9%) cMonooOpasHblx UpHMe-
ceil, [logaoT Cupbe PAaBHOMEPHO CO CKO-—
pocTeio 5 Momn/ 4. TTponomKUTENEHOC T
xouraxra napos NTC u Bonmt 12 ¢ coor-
HOWEHHE TOBEPXHOCTH AeduieTMalUHK # Yo~
BepxHocTH ucuapenus 1,57, Ilpopomku~
TeNnLHOCTh oubiTa coctapnseT 15 4. Ilpm
TeMueparype xy6a 195°C m Temueparype
napos 7 5°C, cxopocTh asora 80 Mua/MEH
or6upalT azeorpou [1IC-popna B KonHYeCT—
Be 70.8 r,

Kpome Toro, B npouecce CHHTE2a CliH-
papor 29,2 Ky6oBoro uponykra, copepxa~
mero 14,3 r (49,3 mec,%) AIIC, 1,0 1
(3,2 Bec.%) sogmt 1 13,9 1 (47,5 Bec.%)
npuMecell, a B xybe ocraerca 64,2 r upo-

‘myxra Toro Xe coctapa (T.e. 31.7 r AJIC,
30,5 r emonel 1 2,0 1 BOnM). B cnyqae
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HeOBXONMMOCTH KYGOBbl NPORYKT HCTIOAb-—
syt b peunxine. llocne pacpenenys aseoTpo—
na B cywxu puipensior 53,6 r OI'C, n 2°
1,4350. Yucrora nponykTa NonTBepiaseT—
ca UK-cuexTpamuy,

Brixonn pursippocunbeana, CuuTas Ha KOH—
pepruposamusit ATIC, cocrabmser 89,5%,
cTeneHb ocMolienns chiped 2,2%,

MpuMep 3, OubT UPOBOAST HA TPH-

Bope, OUMCAHHOM B TUpHMepe 2, B Henpeppis— 10

"HOM peXume,
54 r rexuwueckoro AlIC, copepxauie—
o 13 1 ( 24%) AIIC, 34,2 r (63,2%)
9 —-ByTuponakToHa, 2,0 v (3,8%) auero-
npopunanerara, 0,31 (0,6% pomst u 4,5
(8,4%) cmompt, 3arpyxaioT B Kyb.
TlonnmuTKy ChIpbeM TOTO Xe cocTaBa OCy-
IeCTBASIOT PABHOMEPHO CO CKOPOCTBIO
10,8 mMi/4. TlponomXuTensHOCTh. ONbITa

11,5 u. CxopocTb nopayu asora 155 mn/y, 20

ofbeM soubl aedpnarManuu 24,3 oM 3, TeM-
neparypa Kyba 190°C, TeMmeparypa B Ta-
pax 70°C, TlpofomKATENBHOCTE KOHTAKTA
napos /1IC u Bonel 18 c, OTHOWeHHE TO—
. pepxHocTelt pediarMauuu ¥ ucnapenus 2:l.

‘B Tewenne ombita cobuparor 36 T rere-
poaseorpona, 142 r xyboporo mponyxra
(B ToM umcne ocTaTka B Kybe 53 1) co-
crapa: AIIC 3,8 pec.%, GyTHRONAKTOH H
aneronponunaerat 83,2 pec.% , Boza
1,7 Bec.% B cMolia. - OcMoneHue CHIPbH
cocTapisier 2,6%,

Tlocne obpaboTkk rerepoaseorpona fO-
nyuaor 27,2 T 4,5-puragpocwibpaia d ;,20.
0,9023; n2° 11,4352, Yucrora nponyx—
Ta noaTseppaeTcs HMK—cnexTpamu.

Brxon [I'C, cunTas Ha BCTYNHBIIHH B .
peaxumo [1IC, 86,5%.

Texionorus npepjiaraeMoro ciocofa sna-
yUTelIbHO Tpolle TeXHOIOIHH H3BeCTHOTO .
cuocofa, AT nonydaoT B OHOM anuapaTte
KaK To TepHopgHYecKol, Tak i WO Henpepbib—
Hoft cxeMe, KyOOBbIfi OCTATOK MOMXHO HC-
NOIH30BATH (/18 TOBTOPHBIX 3arpy3ok (T.e.
OCYIleCTBIIATL DEUHKI) € Hellbio Hanbonee
NOMHOI'C HA3BMIEeYeHHs AHTHApocHnbpBana bed
KaKoli—MHE60 [ONONHUTeNbHON obpaboTKH.
Onepalid L0 HeATPaJHU3aUHH KHUCIBIX TPH-
Mecefi B OTIHYMe OT H3BeCTHOI'o cuocoba
OTCYTCTBYICT, UTO HCKIIOUAeT KO[PO3HO
TeXHOIOTHYeCKOT'0 oBopynopanus ¥ obes—
BpeX(iBaHUe OTXOAOB upoussoacTsa. [lpep-
7araeMblil MeTof [aeT BO3MOXHOCTb yMEHb—
AT YHCJIO CTafuit npouecca, COKpPaTHTb
3aTpaThl HA nNGopypoBaHHe.

bopMyna H3obpeTeHHHd

Cuocob nonyuenusa 4,5-gur'dipocHi-paHa
nerwpparanueit 9 —~aueTONPONHAOBOIO CIHP-
ra npr 190-203°C c nocrepyomuMy oT—~
nemendenM napos 4 ,5-AMrHAPOCHIBBAHA H
BoObl, OTTOHKQH , OXJIaX{ieHHeM ¢ Bhylee—
HHEM leJieBU:'0 UPOAYKTAa K3 aseoTpoma,
OTNHYAaAaWIWUHCaTeM, 4T0, C IS
LI yUpdleHHd npaiecca, nocneauuil Ipo-
pOOSIT B TOKe HHepPTHOIo rasa, CKOPOCTH
KOTOpPOTO COCTaBiIfAeT 1-5 ofnreMoB B MHH
Ha 1 ofbeM 7 —aleTOoupPONWIOBONG CUHPTA,,
TUpH UPOROIDKHTELHOCTE KOHTaKTa NapoB
4,5-purappocwmbpaia # pona 10-30 c.

Hcrounuke uHbopMaliy,

TpHHATHE BC BHUMAHHE NpPH 9KCUEpPTH3e

1. Apropckoe cBiueTesmcTBo CCCP

N 405856, ki, C 07 C 49/17, 1973
40 (mporoTHm).

Cocrasutent M. [lbauenko

Penaxtop O. Kyauenosa

Texpen A. lllenanckas

Koppektop M. [Moxo

3axaz 1905/22

Tupax 495

flonmicHoe

LTHUUIT TocynapcTBeHHOT'O KOMHTETa CCCP
o penaM naobpeTeHMA H OTEpPBITHR
113035, Mockea, &K~35, Paymckasa rab., f. 4/5
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