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N306perenue OTHOCHUTCS K croco0y
MPOMBIIICHHOTO ~ MPOU3BOACTBA  N-MeTHI-4-
OCH3WIKApOAMUIOTIUPUANHUS nomuna,

BIJIIOUAIOLIEMY IIEPBYIO CTaJMI0, Ha KOTOpOMH
oJIy4aroT 6€H3I/IHaMI/IJZ[ M30HUKOTHHOBOMN KHCJIOTHI
B3aUMOJEHUCTBUEM M30HUKOTHMHOBOM KHUCIOTBI U
OCH3WIaMMHA TIPU HArpeBe ¢ OTTOHKOM BOIBI U
M30BITOYHOI'O OEH3WIaMHUHA C  MOCJEeIYIOUIMM
OXJIKAEHUEM PEAKLIMOHHOM MacChl 10 TEMIIEpaTyphbl
80-100°C u pacTBOpeHHEM IPH NEPEMELIMBAHUM B
TOITyoJIe, GQMIBTPOBAHUEM TOPSIETO PacTBOPA, €TO
oxJNaxaeHueM ¢ ¢GopMuUpoBaHMEM ocagka N-
OeH3mnamMuaa-4-nMpUIMHKApOOHOBOM  KUCIIOTBHI,
BTOPYIO CTaAMIO, Ha KOTOPOH aJKMIMPYIOT
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OeH3WIaAMU U30HUKOTUHOBOM KUCIOTHI HOAUCTBIM
METUIIOM B DPACTBOPUTENE IIPU IOBBIIEHHON
TEMIIEPATYPE C IOCIHEAYIOIIUM  OXJIAXKIECHUEM
peakMOHHOM Macchl, ee (PUIbTPALMEN U CYIIKOH,
TPETBIO CTAAUIO, HA KOTOPOY OCYILIECTBIISIIOT OUUCTKY
N-MeTuiI-4-6eH3UIKapOaMUIOIIMPUINHUS  Holuza

IIyTeM ob6paboTtkn  pactBopa  N-MeTwi-4-
OeH3UITKapOAMUIOTIH PUIUHHSI Homuma
AKTUBUPOBAHHBIM  yIJIeM C  IOCJIEAYIOUUM

OTJACIICHUEM yIJIs (uiIbTpalueil, OXJIaKICHUEM
pacTBoOpa U EPEKPUCTAILIAZANMUEN OUUIIIEHHOTO N-
MeTHIT-4-0eH3UIKapOaMUIOTUPUANHNS Hoauaa. 3
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(54) INDUSTRIAL PRODUCTION OF N-METHYL-4-BENZYLCARBAMIDOPYRIDINIUM IODIDE

(57) Abstract:

FIELD: technological processes.

SUBSTANCE: invention relates to a method for
industrial production of N-methyl-4-
benzylcarbamidopyridinium iodide, involving a first
step, on which isonicotinic acid benzylamide is obtained
by reacting isonicotinic acid and benzylamine when
heated with distillation of water and excess benzylamine
with subsequent cooling of reaction mass to temperature
of 80—100 °C and dissolving while stirring in toluene,
filtering the hot solution, cooling it to form a N-
benzylamide-4-pyridinecarboxylic acid precipitate, a
second step, on which isonicotinic acid benzylamide is
alkylated with methyl iodide in a solvent at high
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temperature with subsequent cooling of the reaction
mass, its filtration and drying, third step, which
comprises purifying N-methyl-4-
benzylcarbamidopyridinium iodide by treating solution
of N-methyl-4-benzylcarbamidopyridinium iodide with
activated carbon, followed by separation of coal by
filtration, cooling solution and recrystallisation of
purified N-methyl-4-benzylcarbamidopyridinium iodide.

EFFECT: disclosed is a method for industrial
production of N-methyl-4-benzylcarbamidopyridinium
iodide.
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M306peTeHrne 0THOCUTCS K (papMaleBTHUECKOM ITPOMBIIIIEHHOCTH, @ UMEHHO K CITIOCO0y
MPOMBIIIJIEHHOTO MPOU3BOACTBA N-MeTUI-4-0eH3MITKapOaAMUTOTTUPUIMHUS HOTUIA,
OoTBevaroIero TpeboBanusm kauecta papmakorneit USPNE EP, I'® XIII.

[Tonyuaemblii TPOAYKT B Mpotecce cuHTe3a N-MeTuI-4-0eH3WIKapOaMUA0TTUPUANHUS
roaua (sHucamus Hoaua) ¢ hopmyoi

O N

N3BecteH criocob monyyeHust 3HUCaMus HoIUaa, 0XapaKTePU30BaAHHbIN B TATEHTHOM
nokymenTe RU 2429230 27.05.2010.

Cnoco6 nNpOMBIIUIEHHOTO IMTPOU3BOACTBA N-MeTHII-4-0eH3UIKapOaMUIOTIMPUIMHUS HOIUAA
10 IATEHTHOMY JTOKYMEHTY [1] BKJItOUaeT MEPBYIO CTAAUIO, HA KOTOPOU MOJIy4YaroT
OeH3UIaMMI U30HUKOTUHOBOW KMCIIOTHI B3aUMOJIEHCTBUEM U30HUKOTUHOBOM KHUCIIOTHI U
OeH3UIIaMHHA ITPU HArPEBE C OTTOHKOM BOIbI M M30BITOYHOTO OEH3UIAMUHA C TTOCIIEYIOIIUM
OXJIAXKAECHUEM peaKUUMOHHOM Macchl 10 TemmepaTtypsl 80-100°C u pacTBOpeHHEM MpU
MEPEMEITMBAHNY B TOJTYOJIE, (GMIBTPOBAHUEM TOPSUETO PACTBOPA, Er0 OXJIAKICHUEM C
dhopmupoBaHueM ocajika N-OeH3unaMuaa-4-mupuaIMHKapOOHOBOM KUCIIOTHI, BTOPYIO CTA/IUIO,
Ha KOTOPOW aJIKWIUPYIOT O€H3UIIaMU]T U30HUKOTHHOBOM KUCIIOTHI HOAUCTHIM METHUIIOM B
paCTBOPUTEINE-ALETOHE IIPHU MTOBBILLIEHHON TEMIIEPATYPE C MOCIEAYIOIIUM OXJIAXKICHUEM
PEaKIMOHHON MAacChl, ee (PUITbTpALKEH U CYILIKOMN, TPETHIO CTaAUI0, HA KOTOPOI OCYILIECTBIISIOT
O4YHUCTKY N-MeTuI-4-0eH3uIKapOaMUIOTIMPUIMHUSA Hoauaa myTeM o0paboTku pacTBopa N-
MeTUI-4-0eH3WIKapOAMUTIOTIMPUANHUS HOAUIa AKTUBUPOBAHHBIM yTJIEM C IMTOCIIEAYIOIIUM
OT/IETICHUEM YIJIsl PUIbTpaLeH, OXJIAKICHUEM PACTBOPA U MEPEKPUCTAILIA3AUEH
OYMIIIEHHOTO N-MeTui1-4-0eH3UIKapOaMUIOTIMPUIUHUS HOIMAA U3 BOJIBI.

ITpu 3TOM, K HEAOCTATKY CI1IOCO0A O MATEHTY [1] MOKHO OTHECTH TO, UTO JAHHBIH CITIOCOO
HE MTO3BOJISIET MOJIYyYaTh KOHEUHbIA TPOAYKT - N-MeTHII-4-0eH3UIKapOAMUAOTTUPUIUHUS
HOANIT HE COMIePXKAIIUI TOCTOPOHHUX ITPUMeECeH, Kak Toro TpedyroT dhapmakornen USPNE,
EP, I'® XIIIL.

Kpome Toro, B aToM criocobe 1o nateHTy [1] B KOHEUHOM MpoayKTe - N-MeTuiI-4-
OeH3UIKapOaMUIOTIUPUANHUS HOIUAE HE JOCTUTAIOTCSI HOPMbI COAEPIKAHUS OCTATOUHBIX
PAaCTBOPUTEINEHN, OTHOCALIUXCA KO 2 M 3 KjlacCaM TOKCUYHOCTH.

Ene onHUM HETOCTATKOM cItoco0a 1o MaTeHTy [ 1] ABIIsieTcsl HEBO3MOKHOCTh HOBTOPHOT'O
UCIOJIb30BAHUSI UCXOJTHOTO ChIPhsl OEH3UIAMHHA U U30HUKOTUHOBOM KUCIIOTHI, YIAJISIEMBIX
13 IpoIiecca OTTOHKOM U (pUIThTpaIUet.

TexHuueckoit 3agaueit 3asiBJICHHOT0 U300PETEHUS SIBIISIETCS OCYIIECTBIIEHHE CIIOCO0a
MOJIyYEHUs SHUCAMUS Hoauaa, COOTBETCTBYIOIIEro TpeboBanusm dpapmakorneit USPNE, EP,
I'® XIII, 1o KOTOPOMY OCYLIECTBIISIIOT ITOCIENOBATEIBHBIE ONIEPALMH I10 ITOJIYUYEHUIO
OeH3UIaMK/1a U30HUKOTUHOBOM KUCITIOTHI yTEM aMUIUPOBAHHUSI U30HUKOTUHOBOM KUCIOTHI
OEH3WJIAMHHOM I1pY BBICOKHMX TeMIlepaTypax 0e3 pacTBOPHUTEIIS U MOCIIEIYIOIIETrO
AJIKUJIMPOBAHUS O€H3UIaMUAa U30HUKOTUHOBOM KUCTIOThI HOJUCTHIM METUIIOM C IIOJIyYEHUEM
TEXHUYECKOTO IHUCAMUS HOAUAA U €r0 OUUCTKU IIyTEM IEPEKPUCTATIIUZALMUU.

TexHUYECKUM PE3yJIbTATOM 3asIBIICHHOI'O PELICHUS SBJISETCS:
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- [Tonyuenue uroroporo npoaykra N-mMmeTuii-4-6eH3uaIKkapOaMUIOTIMPUIUHUS HOIMaa C
BBICOKOW CTE€NEHBIO YUCTOTHI;

- CHMXKEHMe pacxo/ia peareHTOB MPU COXPAHEHUU BbIXO/1a METHII-4-
OeH3UIKapOaMUIOIUPUANHUS Hoauaa;

- CHMKeHHe BO3MOYKHOCTH 3aTPSI3HEHUSI OKPYIKAIOILIEH CPEebl.

TexHuueckuii pe3yabTaT, KACAIOIIUICS MOTyUYEeHUs] UTOTOBOTO MPOAYKTA - N-MeTUII-4-
OeH3UIKapOaMUIOTIUPUINHUS HOIMAa BBICOKOM CTENIEHU YACTOTHI, IOCTUTAETCS 3a CUET
OTpe/IeNIEHHON TTOCIIeI0BATEILHOCTH OTIEpalUii 3asBJIGHHOTO Crlocoba ¢ coOJIIoIeHreM
TEMIIEPATYPHBIX U BPEMEHHBIX UHTEPBAJIOB.

TexHuueckuii pe3yabTaT, KaCAIOIIUICS MOIYyYEHUSI UTOTOBOTO MPOAYKTAa N-MeTHI-4-
OeH3WIKapOaMUIOTIMPUINHUS HOIUAA C BBICOKOM CTEMEHBIO YUCTOTHI, TAK)KE TOCTUTAeTCs
3a CUeT TOr'0, UTO Ha BTOPOW CTAJIUM CIIOCO0a B KAUEeCTBE PACTBOPUTEINS UCTIONb3yeTcs 90%
W30TPOIMIIOBBIN CIIMPT, a HE alleTOH KaK B MaTEHTHOM JOKyMeHTe [1], u Takke Oiaromaps
TOMY, YTO ITPU PACTBOPEHUU TEXHUUECKOT O N-MeTUI-4-0eH3UIKapOaMUAOIMPUANHUS HOAUIA
Ha TPEThEN CTauu 3asiBJIECHHOTO criocoba ucnoib3yercst 90% U30MpONUIOBBIN CIIUPT, a He
BOJla KaK B PELLIEHNH 110 TATEHTHOMY JOKyMeHTY [1]. Mcnionb3oBanue 90% n30nponuaoBoro
CIIMPTA MOBBIIAET YUCTOTY UTOTOBOTO IMPOJIYKTA 3a CUET CHIKEHUS KOJIMYECTBA OCTATOYHOI'O
TOJIYyOJIA C MPEABIAYILEH CTAUH.

TexHuuecknii pe3yabTaT, 3aKJII0YAIOLIMICS B CHKEHNUU PACXOJa PEareHTOB IIPU
COXPaHEHUM BBIXO/a METUII-4-0eH3UIKapOaAMUIOTTMPUIMHUS HOAUIA TOCTUTAETCS 3 CUET
COOJIIOJIEHUS UCTIOJIb30BAHHSI PET€HEPUPOBAHHBIX PACTBOPUTENIEH TAKUX KAK TOJYOII,
V3OIIPOITUIIOBBIN CIIUPT, & TAKKE BO3BPATA YACTH UCXOIHOI'O ChIPbS JJIs CHHTE3a, & UMEHHO
W30HUKOTUHOBOW KUCIIOTHI, OEH3UIAMHUHA.

Taxk, B Ipey10)KeHHOM C110co0e U30HUKOTUHOBASI KUCIIOTA U OEH3UIIAMUH HE OTBOJISITCS
B 0TX0/1bl. CJ1€10BATENBHO, KOJIMYECTBO OTXO/I0B MOJyueHUs] N-MeTuiI-4-
OeH3UIKapOaMUIOTIMPUINHUS HOIMAA YMEHBIIAETCS, YTO B CBOIO OUEPEb CHUKAET
KOJIMYECTBO BHIOPOCOB B OKPYKAIOIILYIO CPETY U €€ 3arpsi3HEHHUE.

ITpenoxkeHHbIH cr1oco0 MPOMBILIIIEHHOTO TPOU3BOACTBA N-MeTUII-4-
OeH3UIKapOaMUIOTIMPUINHUS HOIMAA BKIIIOUAET MEPBYIO CTAAUIO, HA KOTOPOH MOJIy4atoT
OeH3WIAMU]T U30HUKOTUHOBOM KUCIIOThI B3aUMOJIEHCTBUEM U30HUKOTUHOBOM KUCIOTHI U
OeH3WIaMUHA ITPU HArPEBE C OTTOHKOM BOJIbI M M30BITOYHOTO O€H3MIaMUHA C MTOCIIEIYIOIIUM
OXJIAXKJIEHUEM peaKIMOHHOM Macchl 0 TemiiepaTypsl 80-100°C u pacTBOpeHHEM ITpU
MEPEMEIIMBAHNY B TOJYOJIE, (GMIBTPOBAHUEM TOPSUETO PACTBOPA, Er0 OXJIAKICHUEM C
dbopmupoBaHueM ocagka N-OeH3uwamuaa-4-mupuIMHKapOOHOBOM KUCIIOTHI.

Crioco0 mpOMBIIIIEHHOTO TPOM3BOACTBA N-MeTHIT-4-0eH3UTKapOaAMUTOIMPUIMHKIS HOAMIA
TAK)K€ BKJIIOYAET BTOPYIO CTAIMIO, HA KOTOPOU aIKWIMPYIOT OEH3UIAMU]T U30HUKOTUHOBOM
KUCJIOTBI HOAUCTBIM METUIIOM B PACTBOPUTEIIE IIPU [IOBBILIEHHON TEMIIEPATYpPE C
MTOCIIEAYIOMIMM OXJIaXK/IEHUEM PEaKIMOHHOM MacCCh, €€ (PMITbTPAIUEi U CYIIKOIA.

Cnoco6 mpOMBITIUIEHHOTO MTPOU3BOACTBA N-MeTUI-4-0eH3UTKapOAMUTOTIMPUIUHUS HOAUIA
TAK)KE BKJIIOYAET TPETHIO CTAAUIO, HA KOTOPOW OCYIIECTBISAIOT OUUCTKY N-MeTUi-4--4-
OeH3UIKapOaMUIOTIUPUIUHUS Houaa myTeM oOpaboTku pacTBopa N-MeTuiI-4-
OeH3WIKapOaMUAOTIMPUINHUIS HOUIA AKTUBUPOBAHHBIM YIJIEM C ITOCIIEAYIOIIMM OT/AETICHUEM
yri1st QUIbTpaLMel, OXJIAKICHUEM PACTBOPA U MEPEKPUCTATIIM3AIMEN OUUIIEHHOTO N-MeTHII-
4-6eH3unKapOoaMUIOTTMPUIMHUS HOIUIA.

[Tpuuem coriacHo MPeATIOKEHHOMY PELICHHUIO Ha TIEPBOY CTA MK CITOCO0a IPOMBIIIUIEHHOTO
npou3BoACTBAa N-MeTHI-4-0eH3WIKapOaMUIOTTMPUIUHUS HOAUIA 3arPYy3Ky U HATPEB
OeH3MIIaMHMHA B PEAKTOPE OCYIIECTBIISIOT TP MepEMEIMBAHUM 10 Temmepatypsl 120-140°C,
IIOCJIE YETO MOAAIOT B PEAKTOP M30HUKOTMHOBYIO KUCIIOTY IMOPLUUSAMH UYEPE3 KaAXKABIE MATh
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MUHYT B TeueHue 30 MUHYT, [TOJIyYEHHYIO CMECh HArpeBatoT A0 Temnepatypsl 175-180°C u
BBIJIEPKUBAIOT IIPU ITON TeMIepaType B T€UeHHE 6 4aCOB C OTTOHKOM BOJIBI U M30BITOYHOT'O
OeH3UIIaMMHA, 3aTeM CMeCh HarpeBatoT a0 TeMmnepaTypsl 190-200°C u BbIAECPKUBAIOT ITPU
3TOM TEMIIEPATYPE B TEYEHUE OJJTHOT'O Yaca C OTTOHKON U30BITOYHOIO OEH3WIAMUHA, IPUYEM
nocie (pUIbTPOBAHUS TOPSIUETO PACTBOPA OEH3UIAMUI-4-TTMPUIUHKAPOOHOBON KUCIOTHI B
TOJIyOJI€ OCYLIECTBIISIIOT €0 OXJIaxAeHue 10 TeMnepatypsl 10-15°C ¢ BeAEp)KUBAHUEM TPU
9TOM TEeMITEpaType B TeueHue 1 yaca ayist GopMHUPOBAHUS OCAIKA, IIPH 3TOM ITOCIIE TIPOMBIBAHUS
ocajJika Ha (UIBTPE TOTYOJIOM OCYIIECTBIISIIOT €ro OT)KUM U CyIIAT MPU KOMHATHOM
TEMIIEpaType.

B cooTBeTcTBMY C 3aBI€HHBIM PEILIEHUEM HA BTOPOI CTAIMU CITOCO0A MPOMBIIIJIEHHOTO
Mpou3BOJACTBa N-MeTUI-4-0eH3UIKapOaMUIONIMPUIMHUS HOAUIa JoOaBIEHUE OIUCTOTO
MeTuiIa B pacTBop N-OeH3uTaMua-4-MupuaAMHKapOOHOBOM KUCIOTHI B 90% M30MPONUIOBOM
CIIMPTE OCYLIECTBIISIIOT TOCTOSIHHBIM IMPUWIUBOM B TEYEHUE 2 YACOB, 10 OKOHYAHUU ITPUIIUBA
PEaKIMOHHYIO MacCy HarpeBaroT 10 TeMmrnepatypsl 40-45°C 1 nepeMenMBaroT MpU 3TOM
TEMIIEPATYPE B TEUEHUE 2 YACOB, ITOCIIE YETO PEAKIMOHHYIO MACCy HArPEBAIOT JI0 TEMIIEPATYPBI
72-74°C u nepemMeMBaoT IPU TAKOM TEMIIEPATYPE TAKKE B TEUEHHE 2 YACOB, I1OCIIE
AJTKUPOBaHUs OEH3MaAMU/Ia U30HUKOTUHOBOM KUCIIOTHI HOAUCTHIM METUIIOM PEAKIIMOHHYIO
Maccy oxJiaxaaroT go temrepatypsl 40°C, 3atem go Temrnepatypsl 10-15°C u nepeMeninBaroT
MIPU 9TOM TeMIlepaType B TEYCHHUE 2 YaCOB, a TTOCIe (PUIbTPALUH MTOTYYEeHHOTO ocaaka N-
MeTUI-4-0eH3WIKapOAMUTIOTIMPUIMHUS HOAUIA TTPOBOISAT €ro TPOMBIBAHUE
a0COTIOTUPOBAHHBIM U30IIPOIMIOBBIM CIMPTOM M OT>KUM, ITOCJIE YETO OCYIIECTBIISIIOT
BaKYYMHYIO CYIIKY ITpH Temmepatype 45-50°C.

CornacHo NpeyIoKEHHOMY PEIIEHUIO HA TPEThEH CTa MK ClIoco0a MPOMBIIIIEHHOTO
Mpou3BOACTBA N-MeTUI-4-0eH3UITKapOAMUIOTIMPUANHKS HOIMAA TTOJTy4atoT (papMaKOIeHHbIH
N-MeTuiI-4-0eH3unKapOaMUIOTMPUINHUS HOIWIA, U1 Yer0 PACTBOPSIOT TEXHUUECKHUI N-
METUII-4-0eH3WIKapOaMuaonUpUaInHUS Hoaua B 90% n301ponuaIoBOM CIUPTE MPY HArPEBAHUU
Jo TemnepaTypsl (70+5)°C 10 MOJIHOTO paCTBOPEHUS, ITOCTIE YeTO BBOJST yIOJb
AKTUBUPOBAHHBIN U JaJIee OCYIIECTBIISIOT IOBTOPHBIN HATPEB PEAKLIMOHHOM MACChI 10
temnepatypsl (78-80)°C, nanee pUIbTPYIOT TOPSAUUN PACTBOP C OTIAEICHUEM YTJIsl, pACTBOP
OXJIQXKIAIOT MPU MepeMeIIMBaHuM 10 Temmnepatypsl (10-15)°C, BbLAEPKUBAIOT IIPU ITON
TeMIepaType B TeUeHue 1 qaca mpu nepeMermBaHmm, OCIIe Yero OTGUIBTPOBBIBAIOT OCAIOK
N-meTui-4-0eH3unkapOaMuI0TUPUIUHUS HOAK 1A, 1aJiee TPOMBIBAIOT aOCOIIOTUPOBAHHBIM
V30IPOIMUIIOBBIM CIIMPTOM M OTXKUMAIOT, ITOCIIE YETO MOABEPraOT €r0 BAKYYMHOM CYILIKE B
JIBE CTaJIUM, 4 UMEHHO, Ha MePBOI CTA/IMU CYILIIKY OCYIIECTBIISIIOT Ipu Temnepatype 45-50°C,
a Ha BTOPOM CTaauH - IpU TeMriepatype 95+5°C, mpuueM BaKyyMHYIO CYLIKY IPOBOASAT A0
coaepxanus B papmakorneiHoM N-MeTui-4-6eH3unKapOaMUIONUPUIMHUS HOIuae
OCTaTOYHOTO Tojyosia He 6osee 0,0089% u 2-nponanoia He 6oee 0,05%.

Crenyroumii mpuMep WITIOCTPUPYET MPEITTOKEHHOE PEIIEHUE, HE OTPAHUYMBASI €r0 TTPU
3TOM TOJIBKO paMKaMu JaHHOTO IIpUMeEpa.

Cnoco0 nosryueHust SJHUCAMMS HOIMaa COTIIACHO M300PETEHUIO MOKET OBITh OCYILIIECTBIIEH,
HaIpUMED, CIEIYIOUIMM 00Pa30M.

Craaust noiayyeHust OeH3uIaMuaa U3OHUKOTUHOBOM KUCTIOTHI.
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B peaxtop, 000py10BaHHBIN MEIIATKOMN U «ITPSIMBIM» TEIIIOOOMEHHUKOM, 3arpyKaeTCs
O6eH3unaMuH B Koauuectse 18,36 kxr (1,38 MoJ1b) M HArpeBaeTcsl MpU MepeMEIMBAHUN 0
temnepatypsl 120-140°C, mocrne yero mopuusiMu 3arpyxaercs 15,3 kr (1 Mob)
M30HUKOTUHOBOW KUCIIOTHI B TeueHUE 30 MUHYT. I30HUKOTUHOBAS KUCIIOTA 3arPyKAETCS
PaBHBIMM MOPLUHUAMU YEPE3 KaxK/Ible 5 MUHYT. [ 10 OKOHUaHUM TO3UPOBKU U3OHUKOTUHOBOM
KHUCIIOTHI peaKIMOHHAs Macca IpU MepeMelIMBaHUU HarpeBaeTcs 10 Temiepatypsl 175-180°C
B TeUeHUe 6 4acoB C OTTOHKOM BoAHOTO OeH3mnaMuHa. [locne 3Toro peakuimoHHy10 Maccy
HarpeBatoT 10 Temrepatypsl 190-200°C B TedeHHE OJTHOTO Yaca, C UCIIOJIb30BAHUEM ITPSIMOTO
TEIUIOOOMEHHMKA /ISl OTTOHKHM U30bITKA OEH3WIAMUHA.

[TosyuennsIl m1aB 6eH3WIAMKIA U30HUKOTUHOBOM KUCIIOTHI OXJIAXK/IAETCS 10 TEMIIEPATYPbI
100°C u npu nepeMenimBaHuu 3arpysxaetcs 60 11 Tonyona. ['opsiumii pacTBOp nnepeMeninBaeTcs
B TeueHue 20 MUHYT, ITOCJIE Yero OTGUILTPOBBIBACTCS M30HUKOTUHOBAS KUCIIOTA, KOTOpas
He npopearupoBaja. PeakuuoHHas Macca OXJIaKIaeTcsl B KpUCTAIUIM3AaTOPE MIpU
nepememBanuy U reMnepatype 10-15°C B teuenue 1 yaca. CycnieH3us OeH3unamMuaa
W30HUKOTUHOBOM KUCITOTHI (PUIIBTPYETCS, OT)KUMAETCSI, IPOMBIBAETCS HA (DUITBTPE TOIYOJIOM.
ITpOMBITBII U OTXKATBINA NPOAYKT CYLIAT IIPU KOMHATHOM Temnepatype (25-30°C).

MaTouHBIi TOYOJIBHBIM PACTBOP U MPOMBIBHOM TOJIYOJI IOCJIE 3aBEPUICHUS] JTAHHOU
CTaJIMY BBIBOJST, IIOABEPTAIOT PETCHEPALMH U HAIIPABJIAIOT HA IOBTOPHOE MCIIOJIb30BAHUE
Ha JAHHOW CTA/IMM B KAUYECTBE PACTBOPUTENS U MPOMBIBKH, B COOTHOIIEHUU: TOBAPHBIN U
pereHepupoBaHHbIM 1:1, YTO MO3BOJISET YMEHBIIUThH PACXOIHBIA KOI(PPUIMEHT HA TOTYOJL.

OtorHaHHBIN OCH3UIAMUH U OTQUIBTPOBAHHAS M30HUKOTUHOBAS KUCIOTA ITOCTIE
3aBEPLICHUS JTAHHOW CTaIMU BBIBOAST, [IOJIBEPratOT PEr€HEPALMY U HATTPABIISIIOT HA [IOBTOPHOE
WCIIOJIb30BaHUE HA DTOW CTadUU.

beH3unamug N30HUKOTUHOBOM KUCIIOTHI MEPEIAETCS HA CTAAUIO MOTYYEHUSI TEXHUUECKOTO
3HUCAMMUS Hoauaa.

Craaus moaydeHusi TEXHUUECKOT0 SHUCAMMUS oaua.

H
0 H O N
X X
)+ o — )
N ril !

B peaktop, 060pyn10BaHHbIN MEIIATKOMN, OOpATHBIM TEIJIOOOMEHHUKOM U KaIeJlbHON
BOPOHKOM, moMemmaroT 144 11. 90% uzonponuinoBoro cnupta. [Tpu nepemenmBanuy 100aBIIsiIOT
24 xr (1 Mob) OeH3WIaMK1a U30HUKOTUHOBOM KUCIOTHI. [Tociie pacTBopeHus NpoayKTa B
PEaKIMOHHYIO MacCy B TeUEHHE 2 YaCOB MTOCTOSTHHBIM MPUIMBOM J100aBisoT 27,6 kr (1,72
MOJIb) METWIIA HOAUCTOrO. [10 OKOHYaHUM IPUIIMBA PEAKLMOHHYIO MAaCcCy HAarpeBaroT 10
teMriepaTypsl 40 - 45°C u nepeMelMBaroT Py 3TON TEMIIEPATYPE B TEUEHUE 2 YACOB, 3aTEM
HArpeBaroT A0 TemIiiepaTypbl 72-74°C ¥ nepeMeIMBAIOT IPU 3TOH TEMIIEPATYPE B TEUEHHUE
2 yacoB. PeakiimoHHYIO Maccy OXJIaxaatoT 10 Temnepatypsl 40°C, mOTOM Ha BOASIHOM OaHe
1o Temiiepatypsl 10-15°C, mpu 3TOM TeMIiepaType CMeCh IepeMEIMBAIOT B TEUCHHE 2 YaCOB.
Texauueckuii sHUCAMUS HOIUT OT(GUIBTPOBBIBAIOT, TPOMBIBAIOT HAa (DUITHTPE
a0COJTFOTUPOBAHHBIM M30TIPOTIMIIOBBIM CIIUPTOM M OTKUMAIOT TaKXKe Ha (PUIbTpE, IOCIe
Yero NOoABEPraroT ero BaKyyMHOM CyllIKe Ipy TeMneparype 45-50°C.

MatouHbIl pacTBOP U30MPOIUIOBOIO CIIUPTA U MPOMBIBHON aOCOTIOTUPOBAHHbIN
W30 POIUJIOBBIN CIIUPT MOCIIE 3aBEPIIECHUS 3TOM CTaIMU BBIBOJST, IOIBEPTAIOT pET€HEPALIU
Y HAIIPaBJISIOT HA TOBTOPHOE MCITOJIB30BAHUE HA JAHHOM CTAIUM JJISl PACTBOPEHMS
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OeH3WI1aMK1a U30HUKOTUHOBOW KUCIIOTHI.
Craaust nonyueHus papmMakomeHOro sHucamMust oauaa GopmyIist

O

ZXI

B peakTop, 000py10BaHHBIN MEIIATKON U «0OPAaTHBIM» TEINIOOOMEHHUKOM, 3arpyKaeTcs
215 1 90% criipTa U30MPOIUIOBOTO (B COOTHOIIEHUH 1:3-1:6 (Macchl K 00beMY), 3aTEM
3arpyKaeTcsi TEXHUYECKUIM SHUCAMMS MOIU B KOJIMUECTBE HE MeHee 36 KT. PeakuyoHHas
Macca HarpeBaeTcs Mpu NepemMeliuBaHum 10 reMiepatypbl 70+£5°C 10 MOIHOTO paCTBOPEHUS
MPOAYKTa (TEXHUYECKOTO 3HUCaMUs Hoauaa). Jlanee 3arpyxaercst yrojib aKTUBUPOBAHHBIN
B xkoindectse 1,08 kT.

3aTeM peakuMOHHas Macca HarpeBaeTcs 40 Temrepatypsl 78-80°C U BbLAEpKUBAETCS ITPU
9TOI Temriepatype B TeueHue 30 MUHYT U GUIbTpyeTcs ot yris. [locie uero pacrBop
MEPEMEIAETCA B KPUCTAIUIM3ATOP, TAE MPOXOAUT CAMOOXJIAXKICHHUE 0 TeMIIEpaTypsl 35-
40°C, a 3atem oxJtaxaeHue 10 temrepatypsl 10-15°C B Teuenue 1 yaca npu rnepeMenimBaHuu.

Cycnensus sHucamMus oauaa GuiIbTpyeTcs, OTKUMAETCS OT MATOYHUKA, IIPOMBIBACTCS
Ha UIbTpe aOCOTIOTUPOBAHHBIM U30MPONUIIOBBIM CIIUPTOM.

Cy1ika sH1caMus Hoauaa MpoBOJIUTCS MO1 BAKyyMoOM B ABe cTaauu. [lepBas ctaaus npu
temnepatype 40-50°C B TeueHue 12-16 yacoB, a BTopas npu temnepartype 95+5°C no
CoJIep’KaHMsl OCTATOYHOTO pacTBopuTens: He 6oiee 0,0089% Tomyona, He 60ee 0,05% 2-
MpOIAaHoa, U CoAepkaHus Baaru He 6oee 0,5%.

[Tonyyennasi cyocTaHysi 3HUCAMUS HOIMAA COOTBETCTBYET TPEOOBAHUSIM KAauecTBa 1O
ITOKA3aTeIIsIM: BHEIIIHUIA BUJT (KPUCTAJUIMUECKHUI ITOPOIIOK JKEITOI'O UIIH 3€JICHOBATO-KEITOrO
1BeTa, 6e3 3amaxa UiM co cliabbIM XapaKTEPHBIM 3a11aXOM), PACTBOPUMOCTD (MaJI0 pACTBOPUM
B cupTe 95% U TMMETUICYIb(OKCUIE, OUeHb MaJIO PACTBOPUM B alleTOHE), POJICTBEHHBIE
npuMecH (6eH3uaMuH - He 6oitee 0,05%, OeH3u1aMuI U30HUKOTUHOBOM KUCIIOTHI - He 6oJiee
0,5%, n30HUKOTUHOBAS KUCIOTA - He 0oJtee 0,2%, enMHuYHAas HeuAeH TU(PUIMpOBaHHAS
npuMecs - He 6oiee 0,1%, cymma npumeceii - He 0osee 0,6%), 0ocTaTOUHbIE OPraHUYECKHE
pactBopuTeNH (TOIyoI - He 6oitee 0,0089%, 2-nipornanout - He 6oJ1ee 0,05%), KOJIMYECTBEHHOE
onpenenenue (He MeHee 99,0% snucamus nognna (C14H15N210) B nepecuere HaA cyxoe
BEIIECTBO).

MaTouHbI! PaCTBOP U30TPOITUIIOBOTO CIIUPTA U MIPOMBIBHON a0COTIOTUPOBAHHBIN
V30TIPOINMIIOBBIN CIMPT MOCIE 3aBEPILICHUS TPETHEN CTAIMU BBIBOJAT, IOABEPTatOT
pereHepanyy U HaIpaBJIsiIOT Ha IOBTOPHOE UCIIOJIb30BAHUE HA JAHHOM CTa IMU.

DKcrepuMeHTaIbHAas YacTh

[Tpumepsl ocyiecTBIIEHUsI CIOCO0a MO U300PETEHUIO U CPABHUTEIIbHbBIE TPUMEPBI.

[Tonyuenne OeH3mnaMuIa U30OHUKOTUHOBOM KUCIOTHI [IpuMmep 1 (1o uzodperenuto).

B peakTop, 000py10BaHHBINM MEIIAIKON U TPSIMBIM TETNIOOOMEHHUKOM, IToMeIaioT 18,36
KT (1,38 M0JIb) O€H3UIIAMUHA U TIPU HArpeBaHuu 10 Temrepatypsl 120-140°C nobaBisioT
15,3 kr (1 MOJIb) N30HUKOTHUHOBH KHCIOTHI ITIOPLUUSMU Yepe3 KAXKABIE IISITh MUHYT B TEUEHUE
30 muH. CMech HarpeBaroT g0 TemiepaTypbl 175-180°C u BbIAEPKUBAIOT TIPU ITOM
Temneparype 6 4, OTTOHSIs1 BOAHBIN OeH3uIaMuH. [1ocre 3Toro peakimoHHY0 Maccy HarpeBaroT
1o temnepatypsl 190-200°C B TeueHue 1 4, TakkKe ¢ UCIOJIb30BAHUEM ITPSIMOTO
TEIUIOOOMEHHUKA, IJIsI OTTOHKH U30BITKA OEH3WIaMUHA.
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[TonyueHHbIH 1aB GEH3UIIAMKIA U30HUKOTUHOBOM KUCIIOTHI OXJIAKIAOT /10 TEMIIEpATYPhl
100°C, nobasmsttot 60 71 TOITyO1a, IEPEMEIMBAIOT B TeueHe 20 MUH U QUITBTPYIOT OT OCTATKOB
W30HUKOTUHOBOM KUCIOTHL. [1oTydeHHbIN pacTBOP OXJIAXKIAIOT HA BOJISIHOM OaHE B peaKTope-
Kpuctajumsatope 10 temnepatypbl 10°C, BeiIepkUBaIOT B Te4eHUe | 4 ¥ QUIBTPYIOT
BBIMABIIMI MPOAYKT. [TacTy 6eH3unaMu1a 30HUKOTUHOBOM KUCIIOTHI CYIIAT TP KOMHATHOMN
temriepatype (25-30°C).

ITpumepsr 2-3 (110 uzoOperenuro). CuHTe3 OeH3MIaM1U1a U30HUKOTUHOBOM KUCIIOTHI
OCYIIECTBIISIIOT aHAJIOTUYHO.

KonuuecTBeHHBIN BBIXO O€H3MIaAMMIA N30HUKOTUHOBOM KUCIIOTHI - 24,0-24.5 xr (91,0 -
93,0% ot TeopuH, cuuTas Ha U3BOHUKOTUHOBYIO KUCIIOTY).

[Tpumep 4 (cpaBHUTEIIBHBIN).

Otmuuaetcs ot mpumepa 1 tem, 4to 15,3 kr (1 MOJIb) K3OHUKOTUHOBOM KUCITOTHI
no0aBIsieTCs MOPUUSIMHU 1o 2,55 KT Kaxkasle 10 MUHYT B TeueHHe 1 Jaca.

KomuuecTBeHHBIN BBIXO OCH3MUIAMHMIA N30HUKOTUHOBOM KUCIIOTHI - 23,43 Kr (88,85%).

ITpumep 5 (cpaBHUTENIBHBIN).

Otnmuuaercsa ot npumepa 1 tem, yto 15,3 kr (1 MOJIb) UBOHUKOTUHOBOMN KUCIIOThI
J00aBIIsIeTCS pa30BO B OJIUH ITPUEM.

KonuecTBeHHBINM BBIXOA OCH3UIaMUIa U30HUKOTHHOBOM KUCIOTHI - 23,06 Kr (87,44%).

[TosmyueHne TEXHUUECKOTO SHUCAMUS HOAUAA.

[Tpumep 6 (110 U300peTEeHMIO).

IlepBas cragust mpoBeaeHa mo uzoodperenuto. Ha BTopoii craauu B peakTop,
000pYy/I0BaHHBIN MEIIATIKOM, 0OPATHBIM TEINIOOOMEHHUKOM U KalleJIbHOW BOPOHKOM,
nomemaroT 144 1 90% crnupta uzonponuiaosoro. [Ipu nepemeninBannu 106asisoT 24 kr (1
MOJIb) O€H3UIaMUda U30HUKOTHHOBOM KUCTTOTHI. [loce pacTBOpeHus mpoyKTa B
PEaKIMOHHYIO MAcCy MOCTOSIHHBIM MPUIMBOM J100aBIIsioT 27.6 KT (1,72 MOIb) MeTHIIA
MoIMCTOrO B TeueHue 2 yacoB. [1o OKOHUaHUM MPpUIIMBa PEAKIMOHHYIO MAaCCy HATPEBAOT 10
temnepatypsl 40-45°C 1 epeMelMBaroT MPU 3TOM TeMIepaType B TeueHHe 2 4. 3aTeM
PEaKIMOHHYIO MacCy HarpeBaroT 10 TeMiiepaTtypsl 72-74°C u nepemMelMBaroT Ipu 3TON
TeMIepaType B TeueHue 2 yacoB. PeakiiMoHHYyI0 Maccy oxJ1axaaroT 10 Temmnepatypsl 40°C,
IIOTOM Ha BOJsIHOM OaHe 10 TemnepaTypsl 10-15°C, mpu 3TOM TeMIiepaType cMecCh
MepeMEIMBAIOT B TeUeHHe 2 4. TeXHUUIeCcKuit sHucaMust Hoau T OTUIBTPOBBIBAIOT,
MIPOMBIBAIOT Ha (PUIBTPe aOCOTIOTUPOBAHHBIM U30IPOITMIOBBIM CITUPTOM U CyIIAT B
BAKYYMHOMH cylIKe pu Temneparype 45-50°C.

KommyecTBeHHBIN BBIXO ITACTHI TEXHUYECKOI 0 SHMcaMus Moauaa - 37,3-37,5 xr (93,0-
93,5%).

ITpumep 7 (cpaBHUTENBHBIN).

ITepBas craaust mpoBeaeHa 10 U300PETEHUIO.

Ha BTopoti ctaaum B peakTop, 000py10BaHHbIN MEIIATIKOM, OOpATHBIM TEIJIOOOMEHHUKOM
Y KarleJbHON BOPOHKOM, momeraroT 123 i anerona. [1pu nepememmBannu 1o06asmstot 20,5
KT (1 MOJIb) OeH3UIaMK1a U3OHUKOTUHOBOM KUCITOTHI. [lociie pacTBOpeHust mMpoayKTa B
peaKIMOHHYIO Maccy B TeueHue 15 MuH 100aBisoT 16,48 kr (1,2 MOJIb) MeTUIIA HOAUCTOTO.
ITo oxoHUYaHKK IPUITMBA PEAKLIMOHHYIO MacCy HarpeBaroT a0 Temmnepatypsl 50°C u
MepeMelIMBaIOT B TeUeHUe 5 4. PeakIMOHHYI0 MacCcy OXJIaXIaroT 10 Temmepatypst 40°C,
MMOTOM Ha BOJsIHOM O6aHe 10 TemnepaTypsl 10-15°C, mpu 3TOM TeMiiepaType CMecCh
MepEeMEIMBAIOT B TeUeHHe 2 4. TeXHUUIeCKuit SHUCaMUsT HOAu T OT(PUIBTPOBBIBAIOT,
MPOMBIBAIOT HA (PUIBTPE OXJIAXKIEHHBIM ALIETOHOM U CYIIAT B BAKYYMHOM CYIIKE MpU
temnepartype 45-50°C.

KomuuecTBeHHBIN BBIXO ITACTHI TEXHUYECKOI 0 sHMcaMus Moauaa - 30,67 kr (89,55%).
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[Tonyuenne hapmMakoIeHOTO SHUCAMUS HOIUIA.

ITpumep 8 (110 300peTeHuIO).

ITepBas u BTOpas craauu mo u3oopeTeHuto. B peakTop, 000pya0BaHHBIN MEIIAIKON U
00paTHBIM TETUIOOOMEHHUKOM, ITOMEIIAIOT 36 KI' TEXHUUECKOTO dHUCAMUS Hoauaa u 215 1
90% cnipTa U30MPOIUIOBOrO (C COOTHOLIEHUEM 1:6 Macchl k 00beMy). [1pu nepemeriiBanum
HarpeBaroT peaklMOHHYI0 Maccy 1o TemiepaTypbl 70°C (10 MOJIHOTO PAaCTBOPEHMS) U
n06aBysttoT 1,08 KT akTUBUPOBAHHOT O yIiist (3% OT Beca Mpo1yKTa). HarpeBaroT peakiMoHHYIO
Maccy 10 Temnepatypbl 78-80°C, nepeMemmBaroT Mpu KuneHur 30 MUH U GUIBTPYIOT OT
yruist. [1osrydeHHBI pacTBOP OXJIAXAAIOT B PEAKTOPE-KPUCTAILUIN3ZATOPE 10 TEMIIEPATYPHI
40°C, nmoToM Ha BojsiHOM OaHe 10 Temriepatypsl 10°C, mpu TaHHOM TeMIlepaType CMeCh
nepeMenuBaroT B TeueHue 1 4. dapMakoneHplii SHUCAMUS MO GUITBTPYIOT, IPOMBIBAIOT
Ha GUIBTPE OXJIAXKACHHBIM CIIMPTOM U30IPOITUIOBEIM aOCOTIOTUPOBAHHBIM, CYIIIAT O/
BakyyMoM nipu Temriepatype 50°C o BakyyMoMm B TeueHue 12-16 4, 3aTem Ipu TeMrepaType
100°C.

KomuuecTBeHHBIN BBIX0 (hapMaKomnerHoro aHucamus oauaa - 33,5-33,9 kr (76-77% ot
TEOPUM, CUNTASI HA U3OHUKOTUHOBYIO KUCIIOTY). CoepkaHue OCHOBHOT'O BeniecTBa 99,97%.

ITpumep 9.

Otnuyaercs oT ipuMepa 8 TeM, 4To hapMaKOTIEHHBIN SHUCAMUS HOAUT TTOBEPraIOT
BTOPOH NMEPEKPUCTAIUIUZALNHU C UCTTOJIb30BaHUEM 90% cnimpTa U30IMPOIUIIOBOIO.

KomuyecTBeHHBIN BBIXO (hapMaKOTIEHHOTO 3HUCaMUs Hoauaa - 70,72% OT Teopuu, CUUTAas
Ha UBOHUKOTUHOBYIO KUCIIOTY).

Copepxanue ocHoBHoro BeriecTBa 100,44%.

[Tpumep 10 (cpaBHUTENBHBIN).

IlepBas 1 BTOpas cTaauu 1o U300PETEHUIO.

TpeTps cragus OTIMYAETCS TEM, YTO B KAYECTBE PACTBOPUTEIISI UCIIOJIB3YETCS BOJIA.

B peakTop, 060py10BaHHBIN MEIIATKONW K OOPATHBIM TEINIOOOMEHHUKOM, TIOMEIIAIOT 36
KI' TEXHUYECKOTO SHUCAMMSI HOIMIa U 72 J1 BOJIBI C COOTHOIIIEHHEM 1:2 Mmacchl kK 00bemy. [1pu
MepeMelIMBaHUM HATPEBAIOT PEAKMOHHYIO Maccy 110 Temnepatypsl 70°C (pacTBopeHue
MOJIHOE) U 100aBISIOT 1,8 KT aKTUBUPOBAHHOTO yrig (5% oT Beca npoaykra). HarpesatoT
peakIMOHHYIO Maccy 10 TeMnepaTyphl 78-80°C, mepeMenmBaroT Mpy KUIIEHUU 1 4 U
GunbTpyIoT OT yriis. [TonydeHHBIN pacTBOP OXJTAXKIAIOT B peaKTOPe-KPUCTATTU3ATOPE 10
temnepatypsl 40°C, moToM Ha BojsiHOM OaHe 10 TemmepaTypsl 10°C, mpu 1aHHOMR
TeMIIEpAType CMECh MEPEMEIIUBAIOT B TeueHUE 1 4. DapMaKOIEeHHbINA SHUCAMUS HOAU
(GUIBTPYIOT, IPOMBIBAIOT Ha (PUIIBTPE OXJIAXKIEHHBIM CITIMPTOM U30MPOIUIIOBBIM
a0COIIOTUPOBAHHBIM, CYIIAT 1101 BAKyyMOM Iipu TeMmnepatype S0°C B Teuenue 12-16 4, 3atem
nipu Temmeparype 95+5°C.

KoaudecTBeHHBIN BBIXOT (papMaKomeHHOT 0 3HUcaMus oauaa - 29,9 kr (67,87% ot Teopuw,
CuuTas Ha U30HUKOTUHOBYIO KUCIIOTY).

CopepaHue OCHOBHOTO BeliecTBa 99,67%.

W3 npencraBiaeHHBIX HPUMEPOB CIIEYET, YTO MOCIEA0BATEIBHOCTD OIEPALIMH,
COBOKYITHOCTb ITPUEMOB U PEKHMMOB CIocoba obecrieurBaeT MpeuMyIecTBa MpeaiaraeMoro
croco6a 1o CpaBHEHUIO C MPOTOTUIIOM, U, COOTBETCTBEHHO, TOCTH)KEHUE TEXHUIECKOTO
pe3yabTara.

(57) ®opmyna uzobpeTeHus
1. Crtoco® mpOMBIIIIIEHHOTO MPOU3BOACTBA N-MeTHI-4-0€H3UITKa pOaMUTOTTUPUIUHUS
Ho11/1a, BKITIOYAIOIIHIA TTEPBYIO CTA N0, HA KOTOPOM IMOIyYaroT OCH3UITAMUT H30HUKOTHHOBOM
KHMCJIOTBI B3aUMOICUCTBUEM M30HUKOTHHOBOM KUCIIOTHI M OEH3UIIaMUHA TIPH HArpeBe C
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OTTOHKOM BOJIbI M M30BITOYHOT'O OEH3MUIAMUHA C MTOCTIEAYIOIIMM OXJIKIEHUEM PEaKIIMOHHON
Maccbl 1o temnepatypsl 80-100°C u pacTBOpeHHEM ITPU NIEPEMEILIMBAHUM B TOJIYOJIE,
(GUIBTPOBAHUEM TOPSYETO PACTBOPA, Er0 OXJIAXKACHUEM ¢ (OPMUPOBAHUEM OcaaKa N-
OeH3uIaMKuIa-4-MUPUAMHKAPOOHOBOM KUCIOThI, BTOPYIO CTaMI0, HA KOTOPOW AJIKUIUPYIOT
OeH3WIaMU/T U30HUKOTUHOBOMW KUCTIOTHI MOJUCTHIM METHUIIOM B PACTBOPUTENIE MTPH
ITOBBILIEHHON TEMIIEPATYPE € MOCIEAYIOIIUM OXJIAKIECHUEM PEAKLIMOHHON MaCChI, €€
(buIbTpanmeii 1 CyIkoi, TPeThIO CTAIUI0, HA KOTOPOU OCYIIECTBIISIOT OYMCTKY N-MeTH-4-
OeH3UIKapOaMUIOTIUPUIUHUS Hoauaa myTeM o6paboTku pacTBopa N-MeTuiI-4-
OeH3WIKapOaAMUIONTMPUANHUS HOANIA AKTUBUPOBAHHBIM YIJIEM C IOCIEIYIOLIUM OTIEIIEHUEM
yris puiabTpanueit, OXJaKIeHUEM pacTBOPA U MEPEKPUCTATUIM3ALMEN OUUIIEHHOTO N-MeTHII-
4-6eH3unKapOaMUIOTIMPUINHUS HOAUAA, OTIIMYAIOIIMICS TEM, YTO Ha IEPBOM CTA UK 3arPY3KY
Y HarpeB OEH3UJIAMHHA B PEAKTOPE OCYLIECTBIISIIOT MIPU MEPEMENIMBAHUN 10 TEMIIEPATYPhI
120-140°C, niocne 4ero noAarT B peaKTOP U30HMKOTUHOBYIO KUCIIOTY MOPLUSMU Uepe3
Kbl MATh MUHYT B TeueHHe 30 MUHYT, MOJIYYEHHYIO CMECh HATPEBAIOT J10 TEMIIEPATYPBI
175-180°C u BBIAEP)KUBAIOT IIPU ITOM TeMIIEpaType B TEUCHHE 6 YaCOB C OTTOHKOM BOIBI U
U30BITOYHOTO OEH3UIIAMHMHA, 3aTEM CMECh HarpeBaroT A0 Temmepatypsl 190-200°C u
BBIJIEPKUBAIOT IIPU 3TOM TEMIIEpAType B TEYEHUE OJHOIO Yaca C OTTOHKOW U30BITOYHOTO
OeH3WIIAMHHA, [IPY 3TOM IocIe GUIBTPOBAHUS TOPSIUEro pacTBopa OCH3UIaMUI-4-
MMPUIMHKAPOOHOBOW KMCIIOTHI B TOJIYOJIE OCYILIECTBIISIIOT €r0 OXJIAXKIEHUE 10 TEMITEPATYPbI
10-15°C ¢ BBIAEp)KMBAHUEM ITPH 3TOM TeMIlepaType B TeueHue 1 yaca a1 popMUpOBaHUs
0CaJIKa, Jajiee Mocie MIPOMBIBAHUS OCAAKa TOJIYOJIOM OCYIIECTBIISIOT €r0 OT>KUM U CyLIaT
IpY KOMHATHOM TeMIlepaType, Ha BTOPOY CTaIuu J00aBJIeHUE HOAUCTOrO METUIIA B PACTBOP
N-6en3unaMua-4-mupuIuHKapOOHOBOM KUCITIOTHI B 90% W30MPOTMIIOBOM CIUPTE
OCYUIIECTBJISIIOT MOCTOSIHHBIM MPUJIMBOM B T€UEHHE 2 YACOB, 10 OKOHYAHWU ITPUIIUBA
PEaKLUMOHHYIO Maccy HarpeBaroT 10 Temnepatypsl 40-45°C v nepeMenMBaoT Mpy 3TOM
TEMIIEPATYPE B TEUEHHE 2 YACOB, ITOCIIE YETO PEAKMOHHYIO MACCY HArPEBAIOT JIO TEMIIEPATYPBI
72-74°C v mepeMellMBatOT IIPU TAKOW TeMIlepaType B TeUCHHUE 2 YACOB, TPUUEM TOCIIE
AJIKUPOBAHUS OEH3MaMU/1a U30HUKOTUHOBOM KUCJIOTHI HOAUCTBIM METUIIOM PEAKIIMOHHYIO
Maccy OXJIAKIA0T 10 TeMiiepatypbl 40°C, motom 10 TemnepaTtypsl 10-15°C v nepemMenimBaroT
IIPU 3TOM TeMIlepaType B TEYCHHUE 2 YACOB, a NOCIe (PUIbTPALMH MTOJTYYEHHOT 0 ocaika N-
MeTUJI-4-0eH3UITKapOaAMUIOTIMPUTUHUS HOAU 1A TTPOBOISIT €T0 TPOMBIBAHUE U30TTPOITUIOBBIM
a0COTIOTUPOBAHHBIM CIIUPTOM U OTXKHUM, a TAKKe BAKYYMHYIO CYIIIKY IIpU TeMIepartype 45-
50°C, Ha TpeTheit cTaauu crocoba morydarot papmakonenHbiii N-meTrin-4-
OeH3UIKapOaAMUIOTIMPUINHUS HOIUI, U1l YETO PACTBOPSIOT TEXHUUYECKUI N-MeTHIT-4-
OeH3uITKapOaMuIOUpUANHUS o ua B 90% WU30TPOTTMIIOBOM CIIMPTE IMPU HATPEBAHUU J10
temriepatypsl (70£5)°C 10 MOIHOTO paCTBOPEHMUS, TTOCIIE YETO BBOST YTOJIb AKTUBUPOBAHHBIN
Y Jlajiee OCYIIECTBIISIOT IIOBTOPHBIM HATPEB PEAKIMOHHOM MacChl 10 TeMnepaTypsl (78-80)
°C, nanee GUIBTPYIOT TOPSIUN PACTBOP C OTACTICHUEM YIJIs, PACTBOP OXJIAXKAAIOT IIPU
repeMenMBaHmu 10 Temnepatypsl (10-15)°C, BeIIepKUBAIOT IPU 3TOM TEMIIEpaType B TEUCHUE
1 yaca pu NepeMerMBaH1H, MTOCIIE Yero OTPUIBTPOBBIBAIOT OCaqoK N-MeTHiI-4-
OeH3UIKapOaMUIOTIMPUINHUS HOIMAA, 1ajiee TPOMbBIBAIOT a0COTIOTUPOBAHHBIM
U30IIPOIUIIOBBIM CIIMPTOM M OTXKUMAIOT, I1IOCIIE YETO IOABEPrarOT €r0 BAKYYMHOM CYIIKE B
JIBE CTa/IMU, a UMEHHO, Ha TIEPBOM CTAIMU CYIIIKY OCYIIECTBIISAIOT ITpU Temriepatype 45-50°C,
a Ha BTOPOM CTaJIuM - pU Temnepatype 95+5°C, nprueM BaKyyMHYIO CyIIKY IPOBOST J10
conepxkaHus B papMaxorneitHoM N-MeTuiI-4-0eH3uIkapoaMuIOMPUINHUS HOIH/IE
ocTraToyHoro toisryoja He 6oiee 0,0089% u 2-npomnanoia He 6oiee 0,05%.

2. Cnioco6 momnyuenust N-meTui-4-0eH3uKapOoaMu oI PUIMHUS HOIMIA 110 T1. 1,
OTJIMYAIOLLIMICS TEM, UTO UCIIOJIb3YEMBIN HA MIEPBOM CTAIUU PACTBOPUTEND - TOJIYOJ - ITOCIE
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3aBEePIIEHHUS ITOM CTA/IMU BBIBOJIST, I0JIBEPralOT PEreHepaly U HAIIPABIISIIOT Ha IOBTOPHOE
UCTIOJIb30BAHKE HA TIEPBOI CTAIWH.

3. Cnioco6 moryueHust N-MeTui-4-0eH3uIKkapOoaMUuIOTTMPUIUNHMS Hoauaa 1o 1. 1,
OTJIMYAIOIIMICS TE€M, UTO MOCIIE 3aBEPILIEHUSI IEPBOM CTAIUU CITIOCOOA OTOTHAHHBIM
OCH3WIIAMUH U OTPUIBTPOBAHHYIO U30HUKOTHHOBYIO KMCIIOTY BBIBOJISIT, IIOJIBEPratOT
pereHepalyy ¥ HaIrpaBJIsIlOT Ha TOBTOPHOE UCIIOJIb30BAHUE HA ITOM CTAIUM.

4. Cnoco6 nostyyenusi N-MeTuiI-4-0eH3uIKapoaMuI0NMPpUaAMHAS HOAUIA 1O 1. 1,
OTJIMYAIOIIMICS TE€M, UTO UCIIOJIb3yEMble HA BTOPOM U TPEThel CTaauu pacTBOpUTenu - 90%
W3OIMPONWIOBBINM COUPT U IPOMBIBHOW a0COIIOTUPOBAHHBINA U30TTPOMMIIOBBIN CITUPT - IIOCIIE
3aBEepIIEHUS] BTOPOH U TPEThEN CTaAuu CI1oco0a BIBOJSAT, [I0JIBEPralOT pereHepauy 1
HAIMpPAaBJISIOT HAa IOBTOPHOE UCIIOJIB30BAHME HA 3TUX CTAIMSIX.
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