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(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to a method of
producing N-(3,3-dimethyl-3,4-dihydroisoquinolyl-1)
-6-aminocaproic acid, which includes reacting 1-
methylthio-3,3-dimethyl-3,4-dihydroisoquinoline with
e-aminocaproic acid while heating in an autoclave
without a solvent, followed by purification of the
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product by crystallisation from water.

EFFECT: method significantly increases the output
of the end product, cuts the duration of the process,
reduces the risk of fire and material costs owing to use
of water for recrystallisation.
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M3006peTeHre 0THOCUTCS K 00J1aCTU XUMMU T€TEPOIMKINISCKUX COSUHEHNM, 2 UMEHHO K
criocoOy noayueHust N-(3,3-aumeTun-3,4-Turuipou30XuHONUI- 1 )-6-aMUHOKAITPOHOBOM
KHUCJIOTHI, SIBIISIIOIIEHCS HEHAPKOTUUYECKUM aHaJIbre3upytommm cpeactBom [ITatent RU
Ne2223763. Ananbresupytoiee cpeactBo. Omyou. 20.02.2004. BU Ne5].

N3zBecren criocob momyuenus 1-N-3aMelnieHHbIX TPOU3BOIHBIX 3,3-1uMeTu-3,4-
JIUTUIPOUZ0XHMHOJIMHA B3AUMOJICHCTBUEM |-METUIITHO-3,3-TUMETHII-3,4-TUTUIPOUZOXHUHOJIMHA
¢ amuHamu pu Temriepatype 150°C ¢ BblieNieHHeM MPOAYKTOB U3BECTHBIMU CITIOCOOAMMU
[BzaumopercTBue 1-MeTUITHO-3,4-TUTHAPON30XUHOIMHOB ¢ amuHaMu / [Iknses FO.B.;
I'mymkoB B.A.; benory6 H.b.; Muciopa W.JI. // Xumust reTepOMKIMYECKUX COSAMHEHUIA. -
1996. - Ne6. - C. 800-806]. K HegocTaTkaM yKa3aHHOTO CIOCOOA OTHOCUTCSI CPABHUTENIBHO
HM3Kas TeMIlepaTypa MPOBEICHUS PEAKIIMU, KOTOPAs HE TTO3BOJISIET IIPOBOJIUTH PEAKIIMIO B
TOMOTEHHBIX YCIIOBUSIX, TOCKOJIBKY T.IUI. €&-aMUHOKAIIPOHOBOM KUCIIOTHI paBHa 210-212°C
1, KpOME TOTO, B PEaKIMM UCIIOJIb3YeTCs M30BITOK aMUHA, YTO B JAHHOM CITy4ae 3aTPYIHSIET
BBIJIEJIEHUE LIEJIEBOTO MPOJIYKTA.

Haubomnee 6M3KUM 1O TEXHUUECKOM CYIITHOCTH, IPUHSTHIM 32 MPOTOTHII, SIBIISIETCS CIIOCO0
nostyueHust N-(3,3-numMeTwi-3,4-IMruipon30XUHOINII- | )-6-aMUHOKATTPOHOBOM KUCIIOTHI
B3aUMOAEUCTBUEM |-METUITUO-3,3-TUMETHII-3,4- TUTUAPOU30XUHOJIMHA C E-aMUHOKAITPOHOBOM
KHUCJIOTOM B Cpejie 3TUIIOBOTO CIIMpTAa IMpH HarpeBaHuu [[IpoTuBocnanurensHas u
aHAJIbreTU4eCcKast aKTUBHOCTh N-(3,3-aumMeTi-3,4-IMruIipou30XUHOJIUI- 1 )-aMUHOKUCIIOT /
JI.B. Anukuna, FO.b. Buxapes, B.A. Cadun, A.A. I'opbynos, FO.B. llknses, B.1. Kapmanos.
/l XuM. - papM. xxypHai - 2002. - T. 36.- Ne2. - C. 19-23].

K HemocTaTkam JaHHOTO cioco0a ClieyeT OTHECTH CPAaBHUTEIbHO HU3KUM BBIXO (71%)
1IeJIEBOTO MTPOAYKTA, OOJBIIYIO JUIUTETBHOCTH Ipoliecca (4 1) U UCTIOTb30BaHKE
MOKapOOMACHOTO 3TUJIOBOTO CUPTA.

3aauen peajiaraeMoro U300peTeHus SIBIISIETCS YBEIMYEHUE BbIXO/1a 1IEJIEBOIO MPOIYKTA,
COKpAIIIEHUE BPEMEHU PEAKIUH U YMEHBIIEHHUE MTOKAPOONACHOCTH ITPU IMTPOBEAEHUH ITPOLIECCa.

1. It perieHust mocTaBICHHOM 3a1auu MpejiaraeTcs crnocoO mojydeHus N-(3,3-1uMeTus-
3,4-IMrMAPOU30XUHOJIWI- | )-6-aMUHOKAITPOHOBOU KUCIIOTHI

HN\/\/\/COOH

B3aMMOJEUCTBUEM |-METWITHO-3,3-TUMETWI-3,4-TUTUIAPOUZOXUHOJIMHA C €-
AMUHOKAIPOHOBOM KUCIIOTOM IMMPU HATPEBAHUH, T/I€ PEAKIMIO TPOBOAST B aBTOKJIaBe 6e3
pacTBOPHUTEIIA.

2. Cnioco6 nomyuenus N-(3,3-aumeTni-3,4-Iuruipon30XuHOIWI- 1 )-6-aMUHOKATIPOHOBOM
KHUCJIOTHI 1O 1. 1 OTJIMYAETCS TEM, YTO OYMCTKY MPOAYKTA MPOBOASAT KPUCTAIUIM3ALMEN 13
BOJIBI.

Vka3zaHHas 3ajada peuaeTcs B3auMOJIEUCTBUEM CMECH SKBUMOJISIPHBIX KOJIMYECTB |-
METWITHO-3,3-TUMETHII-3,4-TUTUAPOUZOXUHOJIMHA U €-AaMUHOKAIIPOHOBOMW KHUCIIOTHI TPU
MOBBIIIEHHOM JIABJICHUM U TEMIIEPATYPE.

Crp.: 3
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[ToBbilIeHUE aBIIEHUS 32 CUET BbIIEIICHUS] METUIIMEPKANTAHA IMOBBILIAET T. KHUIL. 1-
METUITHO-3,3-TMMEeTHII-3,4-TUTHIPOU30XUHOJIMHA, UTO CIIOCOOCTBYET MPOTEKAHUIO PEAKLMU
B TOMOT'E€HHOM (ha3e, a MOBBIIICHUE TEMIIEPATYPHI CIOCOOCTBYET YBEIIMUEHUIO CKOPOCTH
peakuuu. B coBOKynmHOCTH TaHHbIE (PAKTOPHI IPUBOAST K YBEITMUYEHHUIO BBIXO/IA IETIEBOTO
MPOAYKTA U YMEHBIIEHUIO BPEMEHHU ITPOBEAEHUS ITpouecca. Mcronb3oBaHue BOAbI BMECTO
3TUJIOBOTO CIIUPTA HA CTAIMU OYUCTKHU N-(3,3-1umeTnin-3,4- Iuruiporu30XuHOIUII- 1 )-6-
AMUHOKAIIPOHOBOM KHMCIIOTBI CHUKAET ITOKAPOOIIACHOCTh IIpoLecca.

[Tpennmaraemslii crioco6 OTIMYAETCS OT BBIOPAHHOTO MPOTOTUIA TEM, UTO PEAKIHIO
MIPOBOJIAT B ABTOKJIABE O€3 PACTBOPUTEIIS], 4 OUMCTKY IPOAYKTA MPOBOASAT KpUCTATUIM3ALUEN
U3 BOJIbI. DTO MO3BOJISIET CAIENATh BBIBOJ O COOTBETCTBUU 3a5IBIISIEMOTO PEIICHUS] KPUTEPUIO
"HOBU3HA".

JloCTHKEHUE YKa3aHHOTO TEXHUYECKOTO PE3YJIbTATa BOZMOYXKHO TOJIBKO ITPY UCTIOJIBb30BAHUN
BCEX CYILIECTBEHHBIX IPU3HAKOB MPEJIAraéMOro TEXHUUECKOTO PELIEHUs] B COBOKYITHOCTH,
YTO 00€CIeUrMBAET COOTBETCTBUE €TI0 KPUTEPHIO "M300PETATEHCKUI YPOBEHB .

B03MOXHOCTB OCYIIIECTBIIEHUS TTPEAJIaraeMoro cnocoda moATBEPKAAETCS TPUMEPAMMU.

ITpumep 1 (mporoTtun)

B nByropmayo KpyriioJoHHYI0 K0JIOy eMKOCTbIO 50 MJI, CHaOKeHHYI0 TpyOKO¥ 11 BBOAA
aprosa, nomemarot 6.55 r (0.05 mons) 6-amuHOKarmpoHOBOM KUCIOTHI U 10.25 1 (0.05 moJist)
1-MeTunTno-3,3-1uMeTui-3,4-aurugpon3oxunoiivia. Konly 3akpbIBatoT 0OpaTHBIM
XOJIOJIUITBHUKOM, CHA0KEHHBIM JIOBYIIIKOM JIJIs1 TOTJIOIIEHUS BBIIEIISIOIIETOCs
METWIMEPKAITAHA, ITIOJAI0T TOK aproHa (1-2 my3sIpbKa B CEK) M IIOMEIIAIOT HA METAJUINYECKYIO
OaHro, HarpeTyro 10 180°C. Temmepatypy nocrerneHHo noaHuMaroT 10 220°C u BBIACPKUBAIOT
B Teuenure 30 muH. Konby oxmaxnaroT, 100aBIsIIOT 2 T aKTUBUPOBAHHOTO yriist v 100 mut
JUCTUITTMPOBAHHOMN BOJBI, ITOCJIE YEro KUMATAT B TeueHue 10 muH. PactBop puiIbTpyroT
COPSYUM Yepe3 CKIaI4aThi GUIBTP U OXJIAXKAAIOT. BbiIenuBIIMecs KpUCTAUTbl OTACSIOT
u cymat nipu 200°C. ITonyuatot 21.6 r (75%) N-(3,3-numeTnin-3,4-1uruipou30XuHOINI- 1 )-
6-aMUHOKAIIPOHOBOM KUCIIOTHI, T.IU1. 210-214°C. Hataeno, %: C 71.03; H 8.54; N 9.75.
C17H24N50,. Beruucneno, %: C 70.80; H 8.39; N 9.71.

B nmutepatype [[IpoTuBOCTIaNIMTENIBHAS M AHATIBI€TUYECKAS] AKTUBHOCTD N-(3,3-1MMETUII-
3,4-nuruapouszoxuHonui-1)-amunokucnot / JI.B. Auukuna, FO.b. Buxapes, B.A. Cadun,
A.A. Top6ynos, FO.B. llIknses, B.U. Kapmanos. / Xum. - papm. xypnai. - 2002. - T. 36. -
Ne2. - C. 19-23] 1.mu1. 179-182°C, 4TO CBSI3aHO € KPUCTAJUIU3ALMUEN TPOAYKTA U3 APYTOTO
pactBopuTens. CpaBHUTEIbHO HU3KUM BBIXOJ IIEJIEBOTO MPOAYKTA OOBICHSICTCS TEM, UTO
€ro T.IUL. 3HAYMTEJIBHO BBIIIIE, YEM T.KUIL. |-METWITHO-3,3-AUMETHII-3,4- IMTUIPOU3OXUHOJIMHA,
Y 4aCTh UCXOJHOTO HE BCTYIAET B PEAKIHIO.

[Tpumep 2

B cranpHOM Bpamaromumiicss aBTokiaaB eMKocTbio 500 mut momemarot 13.1 r (0.1 motst) 6-
AMUHOKAIPOHOBOU KUCIOTHI M 20.5 T (0.1 Moms) 1-MeTuiTuo-3,3-numMeTui-3,4-
JIMTUAPOU30XHMHOJIMHA. ABTOKJIAB MTPOIyBAIOT apTOHOM, 3aKPbIBAIOT, BKJIFOYAIOT BPAIIICHUE,
HarpesatoT 10 220°C U BBIICPKUBAIOT JI0 MPEKPAIICHUS TTOBBIIIEHUS AaBaeHus (~30 MUH).
JlaBieHue cOpachIBaIOT, COACPKUMOE aBTOKJIaBa 00padaThIBAIOT, KAK OMMKMCAHO B TIPUMEPE
1, ucnonp3ys 4 r aktuBupoBaHHOTO yris U 200 mut Boasl. Ilomyuaror 25 r (~87%) N-(3,3-
JUMETUII-3,4- TATUIPOU30XUHOJIUII- | )-6-aMUHOKAIIPOHOBOM KHUCIIOThI, KOHCTAHTBI KOTOPOH
COBITAJAIOT C ONMCAHHBIMU B IpumMepe 1.

Taxum 00pa3oM, MpUMEHEHHUE MPeTAraeMoro Croco0a Mo3BOJISET CYIIECTBEHHO YBETUIUTh
BBIXOJ] LIEJIEBOT'O MPOAYKTA, COKPATUTh BpEMs IPOBEAEHHUS ITPOLECCA, A TAKKE CHUZUTH
MOKapOONAaCHOCTh U MAaTEPUAIBHBIE 3aTPATHI 34 CUET UCIIOIb30BAHUS JIJIS
MEPEKPUCTAIIM3ALMMU BOJAbI BMECTO 3THUIIOBOTO CIIUPTA.

Crp.: 4
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dopmya u3006peTeHus
1. Cnoco6 nonyuenust N-(3,3-qumeTu-3,4-TMruApoOu30XUHOIUI- 1 )-6-aMUHOKAITPOHOBOM
KUCJIOTBI

HN._~_~_-COOH

B3aUMOJIEHUCTBUEM |-METUITUO-3,3-IMMETUII-3,4- IUTUIPOU30XUHOJIMHA C €-
AMHUHOKAIIPOHOBOW KUCIIOTOM IIPU HATPEBAHUM, OTIIMYAIOIIUICS TEM, UYTO PEAKLIMIO IIPOBOISAT
B aBTOKJIaBe 0€3 pacTBOPUTEIISL.
2. Crioco6 noyuenus N-(3,3-aumMeTri-3,4- IuruIipon30XuHOIWII- 1 )-6-aMUHOKATIPOHOBOM
/5 KHUCJOTBI IO II. 1, OTJIMYAIOIIMIICS TEM, UTO OYMCTKY IMIPOAYKTA MPOBOAAT KPUCTAIIM3ALUEN
U3 BOJBIL.
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