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(54) CNOCOB NONYYEHWA N,N-AMMETWN(3,5-AN-TPET-BY THU1-4-OKCUMBEEH3WUT)AMUAHA

(57)
NacbpeTteHne
nonyyeHusa
N,N-aumeTun(3,5-au-TpetbyTun-4-okcnbeHaun)a
MWHA, KOTOPLIA SABMASAETCA MHIMOWMTOPOM
OKUCMUTENBHBIX  paduKkanbHeIX MNPOLECcCoBR W

OTHOCUTCA K cnocoby

MCNonbayeTca anAa CTa6VIJ'II/IaaLI|I/IVI
nonnonednHos, CUHTETUHEeCKNX Kay“yKOB,
TONNKMB. Cnocob BKMovaeT KOHOeHCaUno

2,6-an-TpeT-0yTUNdeHona ¢

AMUHOMETUITUPYIOLLIMM areHToM B MPUCYTCTBAK
BOAHOro pacTeopa dopmMansieriia B cnupToBon
cpede nNpy MOBLILEHHORW Temneparype. B

KauecTBe aMUHCMEeTNKUpYoWwero areHrta
WUCNOMb3yHoT oTX04 npona3BoacTBa
2,6-gn-TpeT-6yTnn-4-metundeHona (Armgona-1),
codepalMA  cnipT, cregywlwero cocTasa,
mac.%: TpumeTunamuH - 0,1-0.5; gumeTnnamuH -
4,0-150; ©6ucammH - 15,0-25,0; Bogma -
0,5-10,0; metaHon - octancHoe gc 100, w
npouecc eeayT npu 70-80°C. Cnocob noasonseT
CHN3ANTL cebecToMMOCTL LeneBoro Npoaykra n
YTUNU3UPOBaATL oTX0[, npoW3BOACTBA
2,6-an-TpeT-0yTun-4-metundgeHona (Arugona-1).
1 Tabn.
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(54) METHOD OF PREPARING N,N-DIMETHYL(3,5-DI-TERT-BUTYL-4-HYDROXYBENZYL)AMINE

(57) Abstract:

FIELD: industrial organic synthesis.
SUBSTANCE: N,N-dimethyl(3,5-di-t-butyl-4-
hydroxybenzyllamine, which is radical
oxidation process inhibitor, appropriate for
stabilizing  polyolefins,  synthetic  rubbers,
and fuels, is prepared by condensation of
2,6-di-t-butylphenol with aminomethylation
agent in presence of aqueous formaldehyde
solution in  alcohol medium at elevated

temperature, said aminomethylation agent
being 2,6-di-t-butyl-4-methylphenacl

preduction waste containing, wit Yo:
trimethylamine 0.1-0.5, dimethylamine
4.0-15.0, hisamine 15,0-25.0, water
0.5-10.0, and methanol - the balance.
Condensation is carried out at 70-80 C.
EFFECT: reduced price cost of product due to
use of refused raw material. 1 tbl
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MaobpeTeHne OTHOCUTCA K OpraHWUYecKoM
XUMUAK, a WMeHHO K cnocoby nonyveHus
aMWHOMETUNUPOBAHHBIX MPOU3BOAHBIX
MPOCTPaHCTBEHHO-3aTPYAHEHHbBIX heHOMoB,
KoTOpble  ABNAKTCH  WHIMBUTOPaMK
OKUCIUTENBHBLIX  pagukanbHbIX  MPOLECCOB U

CNCNb3YHOTCH ans cTabunuaaymm
nonuoneduHoB, CUHTETUYECKUX Kay4yKoB,
TONMKUB.

MaBecTeH cnocob nonyveHua N,

N-gumMeTun-(3,5-au-TpeT-6y Tun-4-cKcnbeHaunn)-a
MiWHa (OcHOBaHWMA MaHHWXa) B3auMOASACTBUEM
cmecK 2,6-gu-Tpet-BytundeHona (2,6-guTEP) 1
JUMeTUnaMuMHa ¢ chopmanegeruaom  npu
75-78 °C B cpepe wu3onponaHona (C. B.
Bunaros, M.M Moecymaage, ¢ [ Anvesa.
3,5-an-TpeT-6yTUN-4-rugpokcubeHann-N,
N-auankmnamuHsl 1
N.N-6unc-(3,5-gn-tpet-byTvn-4-rugpokcnbeHann)-
N-ankun{apun)ammnHel B KayecTBe
cTabunmaaTtopoB K peaKkTWBHLIM TOMMAMBaM, XK.
"Hedprexummna", 1. 32, 6 1992, c.554;
B.B.Epwoe, [.A.Hukncoopos, A.A.BonogbkuH.
[MpocTpaHCTBEHHO 3aTpydHEHHble dheHoNsl. M.
Xumug, 1972, c.243).

Hepoctatkom  cnocoba  gsnaetcs
MCNCNb30BaHWe BOAHOrO pacTteopa dopManunHa,
4TO cnocobeteyeT o6pazoRaHUK  BonbLUIOro
KoOMM4YecTBa CTOYHBLIX  BOA, M BblcoKas
cebecToOMMOCTb ueneBoro npogykra.

HauGonee ONM3kUM TEXHUIECKMM peLLeHUem
- NPOTOTMNOM fBNAEeTCA cnocod nomydeHnsa N,
N-ouMmeTnn-(3,5-gu-Tpet-6yTun-4-okenbeHsun)-a
MWHA B3aUMOOSWCTBMEM aMUHOMETUNUPYOLWLEro
areHTa B KayecTBe KOTOPOrQ WCMOMb3yloT
auMmeTunamuH, 2,6-avTeE® 1 BogHoro pacteopa
chopmansdernga B NPUCYTCTBUKW KaTanusatopa
npwr 100-110°C [A.c. CCCP N 1596699, MNK C
07 C 215/28, 1988 r.].

HepocTaTkaMn gaHHoro cnoco6a aBNALTCA:

- CpaBHWTENBHO BLICOKAA Temnepartypa
NPOBOAVMOW peakLUn:

- MCMONb30BAaHWE KWUCMOTHOMO KatanuaaTopa,
yTOo AONONHUTENEHO koppoaupyet
obopyaoBaHue,

- Wcnonb3ceaHWe ©OONbLLIOTNO  KonvdecTea
BogHoro chopmanbieriaa, Y7o NpUMBOOUAT K

o6paaoBaHmo 3HAYNTENBHOIoO Konn4ecTea
CTOYHLIX BOA.
Bce 3T HeOoCcTaTKK CyLLeCTBEeHHO

cKasblBawTcA Ha cebecToMMOCTM  LeneBoro
npoaykra.

TexHnweckoll 3agadveli gaHHoro nsobpeTeHus
ABNAETCA CHUXEeHWe cebecToMMOocTU LeneBoro
npoAyKTa, yTunuMaauus OTXOA0B Mpou3BoacTBa
2,6-01-TpeT-ByTUn-4-meTn-cheHona
{Arngona-1), nony4aemMoro Ha 3A0
"CTepnuramakckmii  HedTexMMMUYeckMid  3asog”
cornacHo TP.2.03.058-96.

TexHuueckas 3aga-a AocTuraeTcs
MCNoNb3oBaHWEM B KavecTBe
aMUHOMEeTUNMPYIoLWero areHta oTX04a

npomssoacTea Arnfona-1 (ctagus nonyqYeHus
OCHOBaHWA MaHHWXa) cnegylolwero cocTara
(nerkaa dpakuna aMuHos (J1PA), mac.%

TpumeTtunamuH - 0,1-0,5

OuwveTtnnamuH - 4,0-15,0

N,N-TeTpa-meTun-metuneH-oncamumH
(6ucamuH) - 15,0-25,0

Bopa - 0,5-10,0

MeTaHon - OcTansHoe ao 100

JI®A npepcraenaetr cobol cMeck aMMHOB,
PACTBOPEHHYHK B CMUPTOROW cpede, B KavyecTee
KOTOpOI?I Mcnonb3yeTcqa MmeTaHon.

HeoKOaHHBIM 3hheKToM ABNSeTCH TO, YTO
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OLHOBPEMEHHO napannensHo npoTekawT
peakyu 2,6-guTb® ¢ BucamnHoM U 2,6-auTEP
C AUMETUNaAMUMHOM W hopmMansiernaom, uTo
no3sonset roBOpUTL O NOBLILLEHWK
CenekKTUBHOCTI npouecca.

Mpouecc  OCYWECTBNAKT  CNedyHolmm
obpasom.

B  peakrtop, CHabXeHHbIA  MellanKo,
pybGalwkol ans oborpesa, sarpyxatoT 2,6-au FBP
K JNIPA. lMpouecc KoHASHCAUWMW NPOBOSAT MPM
TeMnepatype B peakrtcpe 65-80°C B TeudeHue
80-90 MWH. OOHOBpPEMEeHHO B PeaKUMOHHYI
CMECb BBOOAT MOPLWOHHO hopMarnvH. 3atem
CMEeCb  OXNaxgalwT, BhIMABWLKWE  KpucTannsl
OTUNLTPOBLIBAKT. MonyyarT LeneBol npoaykT
N,
N-oumetun-(3,5-gu-tpet-6yTun-4-okcnbeHaun)-a
MWH. Bbixop ueneBoro npoaykra cocTaenaeT
95-97%. Temnepatypa nnasneHws 92-93°C.

BoaHO-MeTaHONbHLIRA cocTagr nocne
huneTpalun co crnejamu aMMHOB NogBeprawoT
pekTucmkalMy ANg pereHepauun meTaHona.

Ona ocywecteneHns cnocoba McXogHble
NpOAYKTHI OOMAKHE COOTBETCTBOBATL
cnegyoLwnm TpeboBaHWaM 2.6-onTE®
cooteeTcTByeT TY 38.103375-80; dhopmanuH -
[OCT - 1625-89.

CylHOCTL  3asBNAeMOro  M3obpeTeHus
nogrsepxgasTcHd cnegyrowiMn npumepama.

Mpumep 1. B peaktop, cHabXeHHOR
Mellankoi, pyGallkoi ong oborpesa, sarpyxatoT
283 r (0,137 monk) 2,6-auTEP 1 34 r JNIQA,
cogepxawen 0,1%  TpumetunammHa, 5%
aiMmeTunaMuHa, 15% ©ucamunHa, 0,5% Boabl,
79,4% MeTaHona. PeakyMoHHyO  CMechb
HarpeealoT A0  TemnepaTtypbl  80°C "
BblaepuBawoT 90 muH.  OAHOBpPEMEeHHO B
peakyMOHHYIO CMEeChk NpUKankbIBaT NpK TORA Xe
Temnepatype 8 mn dopMmanvHa. 3aTem CMech
OXIMaXAaKoT, BbiNaBLne KpucTannsl
oTuneTpoBLIBAIDT. [lonyyawt 36,1 © Bensix
kpucTannoB. Beixog  cocraenser  95%.
Temnepatypa nnasneHus 92-93°C.

BoaHo-meTaHoNeHEIA coctaB (14% Bogbl W
86% MeTaHona) c¢o chnegjamMu  aMUHOB
nodeseprawT pekTudukaumMmM ans pereHepaumam
MeTaHona.

OnNeMeHTHbIA aHanuna
N,N-amnmeTtun-(3,5-gn-1pet-6y Trn-4-okcubeHsnn)
-aMuHa:

HangeHo, %: C=78,36; H=11,59; N=4,92;

BeiimncneHo, % C=78,29; H=11,41; N=4 80.

[MpuMepbl No ocylecTBNeHWD cnocoba npu
OPYruX yCcnoBUsAX cBeAeHbl B Tabnuuy.

Ha o©ocHoBaHWM nNpUBEOEHHLIX NPUMEPOB
BUOHO, uTO KeanuduymuposaHHoe
ucnons3oBaHe JTPA (oTxoga npow3BoacTBa
Arngona-1) nNO3BONWT NONYYUTb C  BbICOKKM
BbIXOOOM Luenesoi npoAOyKT -
N,N-aumeTtun-(3,5-gn-1pet-6y TN-4-oKCUBeH3 1)
-aMWH, KOTOPbIA HaxogoWT NpUMEeHeHWe B
kayecTBe crabunuaatopa ANA CUHTETUYESCKMX
KayJdyKoB, nonvoneduHoB, TOMMWB, a TakKe B
KavyecTse WHrMbuTOpa OKMCNUTENbHLIX
NpoLECCOoB.

OTOrHaHHbIA nocne peakun MeTaHon MOXHO
Wcnonb3oBate Kak peareHT And nNonyYeHus

AnMeTunaMmnHa " pactBopuTena.

MenoneaoraHe B KavyecTBe
aMUHOMETUNMpYoLWero areHta oTX0ha
npounssoacrtea No3BONAT CHM3NTb

cebecTOMMOCTL LEenNeBOro Npoaykrta, a Takke
cebecToMMoCTL npouecca nonyyeHus
Arngona-1.
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®opmyna n3obpeTteHuns:
Cnocob nony4YeHms N,
N-OUMeTUN(3,5-4n-Tpe -6y TUN-4-OKcUbeH3Kn)am
WHa KOHZeHcauuen 2,6-gu-TpeT-6yTundeHona ¢
aMUHOMETUIUPYIOLLMM areHTOM B MpUCYTCTBUN
BOAHOMO pacTeBopa dopmaneieruja B crvpToBON
cpefe Npuv  MOBLIWEHHOR  TemnepaTtype,
oTnMyallmniAics TeMm, 4YTo B KadecTsBe
aMUHOMETUNMPYIOLWLErD  areHTa  WUCMNonbayloT
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OTXOZ, NpoK3BOACTBA
2,6-gn-TpeT-6yTnn-4-metundeHona (Arugona-1),
codepKaLluid CnupT, cnegyLlero coctaea, Mac.
%!

TpumetunamvnH - 0,1-0,5

OumeTtunamvH - 4,0-15,0

BucammH - 15,0-25,0

Bopga - 0,5-10,0

MeTtaHon - OcTtansHoe

W npouecc BeayT npu 70-80°C.

27201417 C2

RU



(AR

VAN A AN N A

ny

A

096

C'r60't6

0L

0¢

£o

Zr10

€O — IFOHBLANW

| —eros

7 — HHWEBJHQ

0 — HHWNEBUHLIWHL
G0 - nunevHLawHdL

oy

0'¥6-5'T6

SL

i 14

1+1°0

9‘6S¢ — LOHELIW

Q1 —evod

(7 — HUWRIHQ

T — HUWBIIHLIWALT
$°0 - HHRBIrHLOWHIL

£'6¢

v

Sv6-0'€h

€9

8T

¥1°0

L9 - IOHBRLAIW
L7 —enod

77 — HHWRIHWG

{ — HHWBIMMLIWUAT
£°0 - HAWerHLIWHdL

cn

8L'8E

¢ce

$'P6-6'E6

0L

£/ - UCHRLIW

9’0 — eroa

07 — HHWEDHG

9 — HHWBLHLOWHY,
20 - HUWerrLawrdL

LA DEN

rLaArodn oapgaran raeurl

BELILHHD

4 YRIL

rw ‘sarendod

arow
"PILHE-9°7

rLNATOdU Q109213N TOXIY

D, ‘edAredouns]

eyeAdieg

04 DBW “W(DIf 98130))

dow
udp |

RU

2201417 C2




	BIBLIOGRAPHY
	DESCRIPTION
	CLAIMS
	DRAWINGS

