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(57)

WaobpeTteHne kacaetcA cnocoba oYUCTKK
ChIporo g-Kanponakrama, nonyyYeHHoro
LUUKnMaauunei HUTPUNA aMWHOKanpOHOBOK
KWCMOTEl  WMNWM  NeperpynnMpoBKoid  BekmaHa.
Chlpoi4 e-kanponaktam o6pabareisatot ot 0,4 oo
1 mMac.% B pacyeTe Ha CbIpCHh g-Kanponakram,
KOMMIeKCHEIM  BopruapuacM, BblGpaHHEIM K3
rpynnel 6opruapua HaTpus, Sopruopua nutusa,

Sopruapng kanwva, W NOMyYeHHYl0 CMech
pPas3roHSAT NO paKUMaM ¢ NoNyYeHUeM YACTOrO
npogaykra. NpeanoqTUTensHo

ChIpol e-kanponaktam obpabateiBaloT oT 10 Ao

50 mac.% BOALI B pacyete Ha
ovULLaEMbIA g-kanponaktam.  TexHUYecKUiA
pesyneTar - yhAydleHWe  SKOHOMWYECKWX

nokasaTener npouecca. 1 3.n. ¢-nbl.
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(64) METHOD OF g-CAPROLACTAM PURIFICATION

{57) Abstract:

FIELD: chemical technology. SUBSTANCE:
invention relates to method of purification
of crude g-caprolactam prepared by
cyclization of aminocaproic acid nitrile or
by Beckman's rearrangement.
Crude e-caprolactam is treated with complex
boron hydride taken in the concentration
from 0.4 to 1 wt.% as measured for the raw.
Complex boron hydride is taken among the

group: sodium boron hydride, lithium boron
hydride, potassium boron hydride and the
prepared mixture is distiled by fractions
to vyield the pure product. Preferably,
crude ¢-caprolactam is treated with from 10
to 50 wt% of water as measured
for ¢-caprolactam to be purified. EFFECT:
improved economical indices of process. 2
cl, 2 ex
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WNaobpeTteHne Kacaetcs cnocoba
OUMUCTKM g-Kanponaxkrama, B
YacTHOCTW g-kanponakTama, MonyYeHHOro nyTem
LWKIM3aLum HWUTPUNA aMWHOKaNPOHOBOH
KMCMOThI WK BekmaHOBCKOR
neperpynnupoBkA. e-Kanponakram Asnsetcs
BaMHbLIM UCXOOHbBIM NPOOyKTOM  Ans
NpoM3BCOCTBA  NONMMaMWOCB  (HEANoH  6).
MpoMbILLNeHHOe NPOW3BOACTBO g-KanponakTama
MOXET OCYLLECTBNATECA PA3NUYHBIMK NYTSMKU. B
BonbWWHCTBE cny4aes NPOW3BOACTBO
ocyllecTBnAeTcA  nyTeMm  BeKmaHOBCKOM
NeperpynnupoBKU  LIMKINOTeKCaHOHOKCHMA
(K Weissermel, H.J Apre, Industrielle
Organische Chemie 4. Aufl., S. 272 ff. ).
Mpw ansTepHaTMBHOM cnocobe w3 Tonyona
yepes 6eHaoiHyI0 KucnoTy nony4atT
LWKnorekcaHkapboHOBYHO KMCNOTY, KOTopas nog
JedcTerem HUTPO3UNCEPHOR KWCNOTHI
npeBpallaeTca B e-kanponaktam. Mpu apyrux
cnocofax MpPOWM3BOLOHBIE  m-aMUHOKANPOHOBOW
KWCMNOTHI, Hanpumep, CIMOXHbINA achmp
B-aMUHOKaANPOHOBOK kUcnoTel  (EBponeickasn
3afgBka Ha nareHT EP-A  378123) wnm
8-ammHoKanpoHUTpUn (EBponeickan 3asska Ha

naTeHT EP 659741), B NPUCYTCTBUM

npUemMneMbIx, Kak npaBnmno, KMCNbIX

KaTanusaTtopos, LWKNU3MPYIOT B g-KanporakTam.
Mpw BCEX Ny TAX

NpPCOM3BOACTBA  s-Kanpornakrama obpasytoted
noGoYHbIE NPOLYKTLI, Xapakrep W KONUYecTBO
KOTOPbIX 3aBMCAT OT BeibpaHHore cnocoba, ero
napameTpcB WU cbipbA. C  APYrOA CTORCHLI,
NpedbABMATCH BolCOKMe TpeboBaHUA K YUCTOTE
g-Kanponakrama  npeuMyLecTBEHHO  NPK
NpPoM3BOACTBE BONOKOH. o 9TOW npuymHe ang
Kaxgoro cnocoba npow3BoACTBa HeoBXoanm
CBOM ONTUMAanNbHbLIA ¢cnocol o4ncTKU. PasnuyHble
cnocoBbl  OYUCTKX NPUBEASHbI, HanpuMep, B
otdete N 41 B, Process Ecocnomics Program,
Kanponakram n HelnoH 6, mapT 1988, cTp.69 ff.
31K cnocobbl OUMUCTKM COCTOAT, Kak NpaBWmio,
M3 KOMOWMHWPOBAHHEIX cNOCCBOB 3KCTPAaKLMK,
OACTUNNALWA WMNK KpucTannuaagum. Ppakumm
Kanponakrama, cogepxawue  Haubonslwee
KOMMYECTBO MNpUMECEeR, HanpuMmep ocTaTKK
OYMUCTKW  Kkanponakrama, nofsepraloT obbIMHO
KaTanuTieckomy rMAPHPOBAHINIO. MNocne
M3BMEYEHUS KaTanuaatopa MpoBOOAT, Kak
npaeBuno,  oboralleHne  dpakuMid  nNyTem
ONCTUNNALMKA UMM BOSBPAT B LMK OYUCTKA. B
cnyyae  KaTanuTUYecKoro  rMapupoRaHKA
CYCMEH3WW ChIPOrD g-Kanponakrama Ha Hukene
PeHes (EBponeickas 3asdBKka Ha naTeHT
EP-A-138 241, nateHt HAnoHnn JP-A-60-21145)
OTAeNeHWe kaTtanusatcopa COMpaXeHo ¢
TpyoHocTaMu. B cnyyae rupgpupoBaHMu
CHIPOro  g-Kanponakrama B HenoABMMKHCOM croe
karanusatopa (Hemelkas 3afsBka Ha naTteHT
DE-A-1004616, nateHt [P DD-A-75083)
cnegyet YuuTbiBATbE CHUXEHWE aKTWUBHOGTM
KaTtanusatopa Wnik ero sarpAasHeHue.

3afaqvel gaHHoro naobpereHua fenaertcs
paspaboTka cnocoba OUUCTKW e-kanponakrama,
noayvyeHHoro  nyteM  UMKNUsauuk  HWTpUna
AMWHOKAMNPOHOBOA KUCMOTHI MNKU BeKMaHOBCKOR
neperpynnmpoBKK, KOTOPLIA MOoXeT
OCYLLEeCTBNATECH ¢ He3HaYMTErbHbIMK
MaTepuanbHbIMA 3aTpaTamu.

MocTaeneHHas 3ajava pelwlaeTtca B cnocote
OYMCTKKM CLIPOTC g-Kanporakrama, nonyYeHHoro
nyTeM LMKMM3aLUMM HATpUNa amMUHOKaNpOHOBOK
KACNOTEl UNK BeKMaHOBCKOW neperpynnupoBKA
3a cYyeT TOro, HYTO ChbIPOR  e-Kanponaktam
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obpabartoiBatot ot 0,4 go 1 Bec.%, 8 pacuyete Ha
ChIpOH g-kanponaxkram, KOMMIEKCHbIM
dopruapnaom, BbIOpaHHGLIM M3 rpynnkl,
BKIOMaOWEeR Boprugpua HaTpud, Goprnapui
nuTKUa, Gopringpua Kanusa, W NofyYeHHy cMech
pasroHal0T no  dpakyusaM ¢ nonyuyeHuem
npoaykra.

Konu4yecTBO  MCNONB3YEMOro  rMapuaHCro
BOAOPOAA  3aBMCMT  CCOTBETCTBEHHC — OT
KOHUEHTpaUWK npuUMecelh B g-Kanponakrame.
Jdto konudectBo Oepetcd B M30bITke nNo
OTHOLUEHWIO K KONMWUeCTBY npumeceil. Jlydwe
BCEro, ecn KW3bbiToyHOe KonuyecTBOo B 1,5-5
pa3 Gonblle CTEXWMOMETPUYECKM HeoDXOAMMOoro
KonuyecTBa ruapvaa.

Oka3anock, 4TO  And  ACCTHMXKEHMA
HeoBxoanMo CKOPOCTU peakumnm npwu
OUUCTKE e-Kamponakrama npu UCToNb3oBaHUK
dopornapuia cornacHo W3obpeTeHWlo cnegyet
O06aBWTL B peakuMoHHYH cmeck oT 10 go 50
Bec.% BOALI 13 pacueTa Ha
CLIPOA e-KanponakTam.

MpeAnoYTMTENEHO peakyuio NpoBOAAT B
NPEUCYTCTBUM oT 0,9 4o 5 Mon. %,
npevmyllectseHHo ot 1 pgo 4 mon%
Goporngpuga Hatpua u ot 10 go 50 Bec.% Bogkl
OTHOCWUTENBHC CLIPOro  e-Kanponaktama. [lpu
asTom Bopormgpya HaTpus MCNOMb3ylT WK B
TBepAoH chopMe, UNK B BUAE TOProBOro BOAHOMO
pacTeopa.

Peakunio BefyT NPEeUMyLecTBEHHO B
TeMnepatypHom pexume ot 10 go 150°C,
npeumylecteeHHo ot 20 pgo  100°C.
MpofcrKUTensHOCTE peakuMKM COCTaBnseT oT
0,5 4 go 200 4, npewMywectBeHHo oT 1 4 go
100 u.

[0 OKOHYaHWKM peakuM NPCBOSAT OTFOHKY
BOAbl U OCTaBLLIeecs KONMUecTBO NpUMeceid npu
He3HAYUTENBHOM  CHWXEHWW  OaBMeHUs.
HenpepblBHBIA  Opouecc OTIOHKKW  BOAbl W
NpMMeceid MOXKHO TaKKe OCYLLECTBMATH B Xoae
peakuMh MyTem He3HaAYWTENbHOrC CHWMXEeHWA
JaBneHnsa. 3ateM  peakyMoHHYKD  CMeChb
noaseprawT  TPauWAMOHHOW  MEpPEroHKke B
Bakyyme (0,5-8 Mm Hg). MpK 9TOM NeperoHaeTcs
HUUCTLIA  g-Kanponaktam ¢ Y®-nokasarenem
meHbwe 10 (s.u.).

Cnoco6 cornacHo WM3o0peTeHuo npurogeH
ONsl OUUCTKW  g-Kanponakrama, MonyYeHHCro
OBLIMHEIM cnocobom. MNpenmyLLecTBEHHO
NpeaAnoXKeHHeld  cnocod  npuwrogeH  Ans
OMUCTKUA  g-Kanponakrama, NONyYeHHOro nyTem
LUKNM3aLMK NPOU3BOAHLIX o-aMUHOKaNPOHOBOW
KWCMOTHI, Hanpumep ®-8MUHOKAMPOHOBOR
KACNOTEl, aMWIa w-aMWUHOKaNpPOHOBCH KMGNOTHI,
CMOXHOro achnpa m-aMUHOKANPOHOBOR KACMOTLI
W HUTPUMa ©-aMWHOKAaNpoHOBOK KWCrOThI.

Mprumepsbl

OuKCTKa KanponaktamMa, nonyyYeHHoro nyTem
LAKNIU3aLKMKN  HATPUNA  m-aMUHOKaNPOHOBOH
KMCMOTHI.

YUCTOTY e-kanponakTaMa onpedensloT no
Y®-nokasarento. MNocneaHWiA onpegensercs Kak
CyMMa SKCTUHKLWA 50 Bec.% BoAHOro pacteopa
Kanponakrama, WamepeHHblX mexay 280 HM U
400 HM ¢ WHTepBaroM B 10 HM B KioBeTe ¢
TONwWMHOR crnoa d=5 oM. Yd-nokasarens
OUMLLUEHHOTO  g-Kanponaktama He  [OMmKeH
npeeblwarte 10.

Mprmep 1

MpPoW3BOACTRO g-kanponakTaMa no HemeLKor
3anBke Ha nateHT DE-A 4339648 100 Bec.u.
HATpUNAa ®-aMUHOKaNPOHOBOH KUCMOTEI
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pacTeopsatoT B 1000 Becy. staHona n 30 Bec.
4. BOAbl M nponyckaloT npu 220°C  4epes
HEeNOABMKHEIR CNOR OKCMAA TUTaHa C BpeMeHeM
npebbliBaHKWA B Cnoe nopsgka 12 MWH. 3aTtem
OTFOHAKT pacTBopWUTENb. [oNyYeHHbIA Takum
obpasoM  kanponakTaMm  MCnonbaywT  Angd
crepylLWen cTadnn OHNCTKH.

OuuncTka CbIporo g-kanpoakraMa

70 Bec.M. (69,3 BeC. %) chlporo
kanponakrama n 30 Bec.M. (29,7 Bec.%) Bogbl
obpabartbiBaloT 1 Bec.% 6Goporuapuaa Hatpus
(M3 pacyeTa Ha CLIPOA e-Kanponakram) B konbe
C MelwankorW, ocHaleHHOW Aednermartopom.
Hepea 100 4 peakUMOHHYK CMECE Pa3roHAKT Mo
hpakyMAM. Mpw 3TOM
npeBpalleHle e-Kanponakrama NpoucxoduT npu

Temneparype 119°C (2 mbap) ¢ nonydeHwem
npodyKkra, uMmelollero Y ®-nokasatens nopsagka
3,1.

Mpumep 2

Chelpoid  Kanponakram, NONyYeHHLIA nyTem
beKkmaHOBCKOM neperpynnUpoBKM  (CM. OTYeT
Process Economics Program (SRI-Report) 41 B,
Kanponaktam W HednoH 6, wmapt 1988),
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obpabaroiBator 0,4 Bec.% Goporvapuaom
HaTPUA aHanorMdHo nNpumepy 1. Yepea 24 yaca
pPeakUMOHHYI0 CMEChb PasroHST Mo hpakynsam.
MpeBpalleHue g-kanponakramMa NpoUCXoauT Npu

TeMnepatype 125°C (3 MBap) ¢ nonydeHvemM
npodykra, uMmeoLwero Y ®-nokasarens nopsaaka
3,5.

dopmyna I/I306peTeHI/IF|:

1. Cnoco® OYACTKU ChIPOTO s-Kanponakrama,
NOMyYeHHOro  MyTeM  UWKNU3aUMKM  HWTpUna
aMUHOKAaNpoOHOBOW KMCNOTEI MM BeKkMaHOBCKOM
NeperpynnupoBKA, OTNUYAIOWUWACA TeM, 4dTO
ChIPOi g-kanponakram obpabarteiBatot ot 0,4 oo
1 BeCc.%, B pacyeTe Ha CLIpPOW e-Kanponakram,
komnnekcHsIM  Goprgpuacm, BblOpaHHbIM - 13
rpynnel,  BKIOYaKLWeR ©Bopruapun  HaTpus,
copruapng nutvda, Goprugpwa kanus, W
NOMYYeHHYH CMECH PAa3roHST NO MPAaKLMAM C
nony4eHremM NpPoAyKTa.

2. Cnocob no n. 1, oTAMYaLWMWACA TEeM, YTO
ChIpOiA £-Kanponaxkram OONOMHUTENBHO
obpabarteiBawor ot 10 go 50 Bec.% eBofbl, B
pacveTe Ha CbIpoi e-kanponakram.
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