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C,-Cs ranoreHaIKuiI:

NH,

C—R
I
O (1)

1 c1oco0 MmoirydeHus: coequHeHnss GopMyIsl 1 0-aMHHO(DEHUIIHKIIONPONIIKETOHA ITyTeM IETHIPOrao -

renupoBanus 1-(o-amuHOpEeHNT)-4-Tanored-1-0yTanona B NPUCYTCTBUM OCHOBaHMSA M KaTaau3aTropa
MmexdazHoro neperoca. 3 ¢. u 13 3.1. ¢-nb1, 2 Tabm., 5 1p.

LIMKJI0aNKUII WM TaJOTCHANKHI O-aMUHO(EHUIIKETOHBI HUCHONB3YIOTCS B KauyecTBE HCXOIHBIX
MPOJIYKTOB NIPH NPOM3BOJICTBE TEPOUIUIHBIX CYIb()AMOHUIBHBIX TPOU3BOJHBIX MOUYCBHUHEI.

[Tomyuenne mpou3BOIHBIX 0-aMHUHO(EHMIKETOHOB onncaHo B mareHTe US 4160784. B yka3an-
HOM TaTeHTe JAeTCs OMMCAaHKUEe CIOCo0a MOTyYeHHsT OOMMPHOTO CHEKTPa apOMaTHYECKHX U HEapoOMaTH -
YECKHX, 3aMEIICHHBIX 1 HE3aMEIICHHBIX 0-aMUHO(PEHUIKETOHOB.

OpHako BO MHOTHX CIy4asx oOpa3oBaHHE HEXKeJIAaTeIbHBIX MOOOYHBIX MPOIYKTOB MOXKET IpH -
BOJUTH K MMOHMKEHHBIM BBIXOJaM U TPOMO3JKAM METOJaM BBIICICHHS MIPOAYKTA.
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CoenuHeHNE 0-aMHHO(CHUIIIUKIIONPOIMIKETOH, B YaCTHOCTH, HUCIONB3YETCS VIS MONyYCHHUS
MIPOW3BOAHBIX 1-(O-IIMKJIOTIPOTIIIIKAPOOHIUT) (PeHMICYTH(HaMOMIMOYEBHHEI, KOTOPHIE SBIISIOTCS BBHICO-
KO3 (EKTUBHBIMH, O€30MaCHBIMU TIPU 3TOM JJIsi OKPYIKAIOIIeH cpebl TepOnuliuaaMu JUist 37aKoB. B u3-
BECTHBIX METOJ[aX MOJYUYCHHS O-aMUHOGCHHUIIMKIONPOMUIKETOHA, TAKUX, KOTOPhIC OMUCAHBI B MATCH-
tax US 4160784 u 50096600, B kauecTBe MCXOJHOIO MaTepuaja HCIOJIb3YeTCs LUKIONPONMIHUTPHIL.
OnHaKo, TUKIOMPOIMIHUTPUI HE SBISIETCS KOMMEPYECKH JIEIKOJOCTYIHBIM, TOTJa Kak 4-XJI0pOyTH-
POHUTPUII SBISIETCS KOMMEPYECKH JIOCTYIHBIM. TeM He MeHee, OTCYyTCTBYeT d((EKTHBHBII CIIOCO0, 103 -
BOJISIFOIINMHN MOTYYaTh 0-aMHHO(DEHMUIIUKIONPOIHIKETOH U3 4-TaloreHAUKINYECKOTO MPeAIeCTBEHHH -
Ka, 1-(o-amuHODEeHMT)-4-Tanoren-1-0yraHoHa.

OOBpexToM H300peTeHHs ABISETCS CIIOCO0 MOTYYCHHS IUKIOATKHI WK TajJOTeHAIKUI O-aMIHO -
(heHMIIKETOHOB, KOTOPBIM MO3BOJISIET 3HAYUTEIBHO CHU3UTHh 00pa3oBaHKE IMOOOYHBIX MPOAYKTOB U YBe-
JUYUTHh BBIXOJ IIEJIEBOTO MPOMYKTa, a Takke 3P(PEeKTUBHBIA crMoco0 MOTYUYCHHUS 0-aMHHO(DCHUIIINK -
JIOMIPOTNIMIIKETOHA MTyTEM JeruaporagoreHupoBanus 1-(o-amuHodeHwun)-4-ranorex-1-0yraHoHa.

W3o0peTtenne xacaeTcst cnocoda momydeHus 0-aMuHO(peHUIKeToHa Gopmybl 1:

NH,

C—R
I
O (1)

rae R o6osnavaer Cs-Ce-tpuxnmoankun win Ci-Ce-TaJOreHaNKuI, U3 aHUIINHA C UCTIOJIb30BaHHEM HHPT-

pwita, Tpurajoreana 6opa, U KuciuoThl JIplorca, B pacTBOpUTENE, KOTOPBIM BKIIOYAET CIEAYIONIAE CTa-
IIAW: B3aUMOJCHCTBHE HUTPpUIIA (HOPMYIIBI 2

R-CN (),

rae R ykaszaH BhIlIe, ¢ TpUTAIOTEHUIOM 00pa MPUCYTCTBUM PACTBOPHUTENS C MOJYYCHHEM JIOHOPHOTO
Komrutekca 1:1;

B3aMMO/JICHICTBHE KOMILICKCA C aHWJIMHOM B TPUCYTCTBHM KHUCIOTHI JIbfoWca C MOJydeHUEM
pEaKIMOHHOMN CMecH;

0apOOTHpOBaHHE WHEPTHOTO Ta3a, TAKOTO KakK a30T, Yyepe3 PeaKIMOHHYI0 CMECh MPH TOBBIIICH -
HOM TeMnepaTtype B TeueHue 1-24 u;

ranieHue 6apOOTHPOBAHHON PEaKIMOHHON CMECH BOJIOH ¢ MONMy4YeHUEeM MpoayKkTa hopMysl 1.

Crnoco0 noka3zan Ha cxeme nporuecca 1, rue R obo3nauaer Cs-Ce-riuknoankun uiu C,-Ce-rasore-
HaJIKWI 1 X 0003HAYaeT XJIOp WK OpoM.

Cxema mporecca 1

X

R—CN + Bxa_’{R—CN *BXg— R—C=—N—8X,]

It 1)AICI4 NH2
Z)Nz.A
3)H,0
NH2
C—R
I
0
1

[IpenmymiecTBeHHO, AOHOPHBIA KOMIUIeKCc 1:1 He BbImensieTcsi, HO OH oOpa3yercs in situ mpH
MPOBEIEHUH MpoLecca B OAHOM PEaKLMOHHOM COCYJE C HCIIOJIb30BAHUEM OOBIYHOM CHCTEMBI PacTBOPH -
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teneit. Okazamoch, 9TO HadaJlbHOE 00pa3oBaHWE MOHOPHOTO KoMIUIeKca 1:1 HUTpHia W TpUTATOTeHUIA
0opa ¢ mociemyronuM IpubdaBieHneM aHWINHA U KUCIOTH JIponca mo3BoiisieT n3bexaTh 00pa3oBaHMUs
HEXXENaTeIbHBIX MMOOOYHBIX MPOIYKTOB, KOTOPBIE CBSA3BIBAIOT AHUIMHOBBIA WCXOMHBIA MPOIYKT H JIE-
JIAIOT €ro HeCIOCOOHBIM K 00pa30BaHUIO MPOAYKTa peakinu. BBenenne a3oTHoro 0apOOTHpOBaHUS A
00JIerYeHus yAaJICHHUS TUAPOXJIOPHUIIHOTO TPOIYKTA MOBBIIIACT 3aTeM BBIXOJI MPOJYKTA U YUCTOTY MyTEM
YMCHBIICHHUST WM YCTPAaHCHHS KHCIOTHO-KATAIM3HPYyeMOH MmoOo4HOl peakiuu. OOHapyXeHO, 4YTO B
MIPOMBITIUICHHOM MAacITa0e BHENIHEE JABJICHHUE SBIICTCS CYIMIECTBEHHBIM IS 3P (HEKTHBHOTO YIAICHUS
MOOOYHOTO Ta3000pa3HOr0 XJIOPHCTOI'O BOAOPOJA, M, TaKMM 00pa3oM, MperoTBpalICHUs MOOOYHBIX
PEaKIuii ¥ pa3joXKeHHs peareHTOB.

PactBopuTenu, moaxomsmiye s UCIOIB30BAHMS B TPOIlECCe IO M300PETEHHUIO, SBISIFOTCS Opra-
HUYECKHMMH PACTBOPUTEISIMUA TaKHUMH, KaK TaJIOTEHHUPOBAHHbBIE YTIIEBOIOPO/bI, HAIPUMED, METHIECHXJIO -
PUI, TUXIIOPATAH, TUXIOPIPONaH U TOMY MOI00HOE; apOMaTHYECKHUEe YTIEBOIOPOIBI TAKHE, KaK TOIYOIl,
KCUJIOJ, OCH30J1 U TOMY IOJI00OHOE; TaJIoTeHUPOBAHHBIE apPOMATHUECKUE COCIUHCHHS TaKHe, KaK XJIOp-
OCH30J1 TUXJIOPOCH301 M TOMY MOA00HOE. [IpeAnodYTUTENbHBIMI PACTBOPUTEIIIMHU SIBIISIOTCS JIUXJIOP-
3TaH, TUXJIOPIPOTAH U TOIYOd, a 00Jee MPeaANOYTHTEIHHBIM PACTBOPUTENIEM SABISETCS JUXJIOPITaH.

[IpenmnoutuTensHON KUCa0TOM JIbIOMCA U UCIIONB30BAHUS MO CIIOCOOY M300PETEHUS SIBJISACTCS
ATFOMUHUUXIIOPUI.

Hacpltienne a30ToM ycKOpsieT yAajieHHe Tra3000pa3HOTO XJIOPHUCTOTO BOJOpPOJa M TIOMOTaeT
HAIPaBUTh PEAKIIHIO K 3aBEPUICHHUIO.

DT0 yCKOpeHHe W NMPUMEHEHHWE WHEPTHOTO Ta3a TaKoro, Kak a30T, SBISIOTCS CYNIECTBEHHBIMH
JUTSL TIOBBIIICHHS BBIXO/a MPOAYKTA M YJIYYIICHHs ero KauecTBa. BpeMs peakuuu npu 6apOOTHpOBaHUU
a30TOM MOXKET KoJieOaThCs OT OKOIo 1 10 24 4vacoB, MPEANIOYTUTENLHO OKOJIO 8-16 dacos, u, Oonee
MPEINOYTUTENHHO, OKOJIO 12 yacoB.

CKOpOCTh peakiliy BO3pacTaeT P BO3PACTAHUU TEMIIEPATypPhl, OJHAKO MOBBIIMICHHAS TEMIIEPa -
Typa TakKe YBEIMYUBAET PA3JIOKEHHE PEareHTOB W JIpyTHe HekenaTenbHble moOouHbie peaknuu. llo-
BBIIIIEHHAs TEMIIepaTypa, MOAXOIAIIAS JJIs Iepro/ia BpeMeHH 0apOOTHPOBAHMS a30TOM COCTaBIISIET OKO-
10 30-150°C, npeanoututensHo okono 80-110°C.

XOoTs MOAXOMAIIVMHE SIBIISTFOTCS CTEXHOMETPUYECKHE COOTHOIIEHHS PEareHTOB, MPEaOYTHTEINh-
HOE COOTHOIICHUE HUTPHIIA (POPMYJIBI 2 K OJHOMY MOJIbHOMY 3KBHUBAJICHTY aHWJIMHA COCTABISET OKOJIO
1-2 moneii u, 6onee NPeAnoYTHTENBHO, 0KoJ0 1.3-1.5 Morneii.

N3obpetenne npanee Kacaercs crioco0a MONyYeHUs 0-aMHHO(DEHUIIUKIONPOMMIKETOHA, KOTO -
pBIH BKIIIOYAET B3aUMOACHCTBHE coelMHEeHUsT (OopMyIbl 1°

X

NH,
(1)
rae X 0003HayaeT XJop Wi OpoM ¢, 1o KpaiiHeil Mepe, OIHUM MOJIBHBIM 3KBHBAJIEHTOM BOIHOI'O OCHO-
BaHUs B NPHUCYTCTBUM KaTaln3aTopa Me(pa3zHOro IepeHoca U HeoOs3aTeIbHO B IPUCYTCTBUU OPraHM-
YEeCKOr0 PacTBOPHUTEIIS. .

O-aMHHO(EHWIIUKIONPONIIKETOH MOXET OBITh IOJIy4Y€H C MUHHUMAaJbHBIM OOpa30oBaHHEM IIO-
OOYHBIX MPOAYKTOB IIyTEM JeTruAporajoreHupoBanus 1-(o-amuHodeHmN)-4-ragoreH-1-6yraHoHa ¢ uc-
MOJIb30BaHUEM, 110 KpaiiHel Mepe, OHOI'0 MOJIFHOTO SKBHBAJICHTA, MPEANOUTHTENHO 1.1-3.0 MOTBHBIX
SKBUBAJICHTOB, BOJTHOTO OCHOBAHHS B MIPUCYTCTBUH KaTAIN3aTOPa MepeHOca U Heo0sM3aTeIbHO B IPUCYT-
CTBHU OPTaHUYECKOTO PACTBOPUTEIIS.

XOTs U3BECTHO, YTO ACTHAPOTAIIOTCHUPOBAHUE Y-TaJOr€HAIKUIKETOHA C UCIOJIb30BAaHUEM BOJHO-
IO OCHOBAaHHUS HPUBOAUT K OOPa30BAHMIO COOTBETCTBYIOILEIO LMKJIMYECKOIO KETOHA, HalpuMep, Kak
onucano B Organic Synthesis, Coll. Vol. 4, pp. 597-600 (1963), npu ocyiiecTBIEHUH 3TUX CIIOCOO0OB Ha
4-ranoreHOyTaHOBBIX coeqUHEHUsIX Gopmynsl 1, Tae X o003HaUaeT XJI0p Wik OpoM, peakuus NpoTeKaeT
MEJICHHO, a TJIaBHBIM NPOJIYKTOM SBIISIETCS, B OCHOBHOM, 4-THAPOKCH aHAIor (GOpMyIIbI 3.

Bruto oGHapyxeHo, 4To, KOTAa B PEeakIMOHHON CMECH NMPUCYTCTBYET KaTaau3aTop MexX(a3HOTro
nepeHoca (KMII), ckopocTh peakiiuy 3HAYUTEIBLHO MOBBIIIAETCS, a TNIABHBIM MPOJYKTOM SIBIISICTCS JKe -
JIAMBIH ITUKJIONPONUIKETOH hopMyJiel 177, Peakius npecTaBieHa B cXeMe mpoiiecca 2.

Cxemam mporiecca 2
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X BOIHOE OCHOBaHME GH
(MeIIeHHo) g

NH, : NH,
1% (3)

BOTHOC OCHOBAaHHE

(O6BICTPO)
0

NH
1)

Karanmsarops! mMex¢azHOTo nepeHoca, MOIXOASIINE U UCTIONh30BaHUS B crioco0e mo u300-
PETEHHUIO, SBISIOTCS XOPOIIO W3BECTHBIMHU CIICIIUAINCTAM TaKhe KakK, YeTBEPTUYHBIE COJIM aMMOHHUS,
HanpuMep, TPHATKUIAMMOHHUEBBIE COJIM WIIH TETPAATKIIAMMOHHEBBIE COJH, MPEAMOYTUTENFHO TPU- HITH
TeTpaOyTUIIaMMOHUI TanoreHuabl. DQPQPEeKTHBHOE KONWYECTBO KaTalnW3aTopa MOXKET KojJeOaThCs B
ob6mactu 0.001-0.50 MOTBHBIX SKBUBAJICHTOB.

BopaHbie OCHOBaHMSI, TOIXOIAINNE Ui TONYyYSHHS O-aMHHO(EHWIIUKIONPOIHIKETOHa O
cnoco0y, BKIIIOYAIOT THAPOKCH/BI, KapOOHATH WM OWKapOOHATHI HATPHA M KAJIWS WIH X CMECH IPH
KOHIIEHTPAIIIH BOJHOTO pacTBopa oT okojo 15 10 50 % mo Becy B KOIMYECTBE, JOCTATOYHOM I 00ec -
TIeYeHUs, 10 KpalfHel Mepe, OHOTO0 MOJBHOTO SKBUBAJICHTA, MIPEAMIOYTHTEIHFHO O0KOIO 1.1-3.0 MOIBHBIX
SKBHUBAJICHTOB, U, 00JIee MPEANOYTUTENBHO, OKOJIO 1.5-2.5 MONBHBIX SKBUBAJICHTOB.

Opranudeckuii pacTBOPHUTENh MOXET OBITh WHEPTHBIM BOJOHEPACTBOPHUMBIM DPAaCTBOPUTEIEM
WIM CMECSIMU PacTBOPHUTENEH, TAKUMU KaK TraJIOTEHUPOBAaHHBIE YTIEBOJOPOBI, ANKHIBHBIE UIH apoMa-
TUYECKHE MPOCThIE PHUPBI, apOMaTHUYECKUE YITIEBOAOPO/BI, TaOr€HUPOBAHHBIC apOMAaTHYECKHE YTIJie-
BOJIOPOABI U TOMY MOAOOHOE, MPEANOUYTUTENHHO, TAIOTEHUPOBAHHBIE YTIIEBOIOPO/IbI, TAKUE KaK METH-
JCHIUXJIOPU, STHIICHIUXJIOPU, TPOIHIICHIUXIOPU H TOMY MOJ00HOE.

B cooTtBercTBHH CO CITOCOOOM 110 M300pETEHUIO 4-TaJoreHOyYTaHOHOBOE COCTUHEHHUE (HOPMYJIBI
1’, HeoOsA3aTeNbHO PpACTBOPEHHOE B OPTaHWYECKOM pAcTBOPHUTENE WM CMECH pPacTBOPHUTEINEH,
CMEIINBAIOT C, TI0 KpaifHel Mepe, OTHUM MOJbHBIM SKBHBAJIEHTOM BOJHOTO OCHOBAHMUSI, IIPEATIOYTHUTEIND -
HO OKoJo 1.1-3.0 MONBPHBIMU DKBWBaJCHTaMH, OoJiee MPEANOUYTHTEIHHO OKOJO 1.5-2.5 MOJBHBIMHU K-
BHBAJICHTA, W YETBEPTHYHBIM aMMOHHEBBIM KaTaJM3aTOpOM MeK(azHOTO MepeHoca, MPeAouTUTEIbHO,
METHITPUOY THIIAMMOHUIXIOpUAOM, B KonndecTBe 0kono 0.001-0.50 MONBHBIX 3KBHBAJIECHTOB, MPEAIO-
yTUTeNnbHO 0K0JI0 0.025 - 0.50 MOJIBHBIX 3KBHBAJIEHTOB.

s Gosee MOTHOTO MOHUMAaHUSI U300PETCHUS Jaee MPeNCTaBIeHbl KOHKPETHBIE MPHUMEPHI €ro
OCYIIECTBJICHUSA. DTH MPUMEPHI JaHBI TOJBKO IS WIUTIOCTPAIMA W HE JOJKHBI PacCMaTPHUBATHCS Kak
OTpaHMYHUBAIONINE 00BEM TN KaK OCHOBOTIOJAraIOINe MPUHIIUIIBI H300peTEeHUSI.

Oo6o3nauennss BP2KX u I'X 0003Ha4ar0T KUIKOCTHYIO XpPOMATOTPa(pHI0 BEICOKOTO pa3pelieHus
Y Ta30BYIO0 XpOMATOTpaQUi0, COOTBETCTBEHHO.

2

ITpumep 1
Iony4eHnue o-aMuHO(MEHUIIUKIONPONUIKETOHA
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[MepemermBaemyro B quxiopatane cmech BCl; (145.2 1, 1.238 Moiib) 00pabaThIBAIOT IUKIIONPO-
mumauTprioM (101.8 T, 1.45 Moip) B Tedenue 45 MuH 1pH oT -3 g0 -5°C, mepeMemunBaroT 1 9ac npu ot
5 mo 10°C, obpabareBaror anmiauHOoM (112.2 T, 1.205 Monp) 1 9 mpu ot 7 mo 12°C, nmepememnuBator 1
yac, obpabareiBatoT oxnoil mopumeir AlCl; (170.7 r, 1.281 monp) W mepeMemMBalOT MpU KOMHATHOM
temnepatype 1 4. B peakunonHyo cMech 0apOOTHPYIOT a30T M HArpeBaroT MpU TEMIIEpaType KUTICHUS C
00paTHBIM XOJOAWIBHUKOM ¢ OapOoTupoBanueM azora B TeueHue 17-18 4. Harperyio u 6apOoTrpoBaH -
HYIO cMech oxJaxkaatoT a0 15°C, no6aBistoT NpuOIU3UTENIHHO 2- KpaTHBIH 00beM BOIBI (B pacuere Ha
HavaJbHBIA 00beM peakiimoHHOI cMecH) B Tederne 30 munyT nipu ot 9 1o 38°C u mepememnBaioT Npu
ot 35 1o 38°C B Teuenue 1 yaca. Pazgensiror ¢asbl, 1 BOOHYIO a3y SKCTparupyroT METUICHXIOPHIOM.
Opranudeckre (hazpl 00bETUHSIOT M KOHIIEHTPUPYIOT B BAKyyMe C TIOIYYSHHEM YKa3aHHOTO B 3aTrOJIOBKE
MPOAYKTa B BHIE OPAHKEBOTO Macjia, KOTOpOe KpHcTayumiyercs npu crosauu, 149.8 r, 95.6 % un-
cToThl, BeIxox 73.7 %, unentudunuposan mytem BPXXX ananuza.

[pumep 2
[Nonyuenue 1-(o-amunodenunn)-4-xmnop-1-0yraHoHa

Ci
I
Cl-~"~CN + BCla—>|CI-™~">N- BCly —=¢c| /\/\CZN——BCI:J

11AICI, NH,
2N, A
3)H » 0
NH,
E/\/\\CI
I
0

[lepememmBaemyto B quxsopatane cmech BCls (59.2 1, 0.50 monp) oOpabatriBatoT 4-x1m0p0OyTH-
ponutpusiom (62.5 r, 0.604 monb) B Tedenue 1 4 npu ot -8 10 0°C, nepemermmaarot 1 1 pu ot 0 g0 5°C,
oOpabateiBatoT anunuHoM (45.1 1, 0.485 Moinb) 1 1 mipu ot 2 mo 9°C, nepememmBaior 1 4, oOpabaThI-
BaroT oxuoit mopmueit AlCI; (68.8 T, 0.515 MoIp) Ipu KOMHATHOM TemIeparype. B peaknimoHHyI0 cCMeCh
0apOOTUPYIOT a30T M HAIPEBAIOT MPH TEMIIEpaType KUTICHUSI ¢ 00OpaTHBIM XOJIOMIBHIUKOM B TeueHue 17
gacoB. Harpetyto u 6apboTrpoBaHHYI0 cMech OXJaxAaroT a0 35°C u mo0aBisifoT MpUONM3UTEIHHO 2-
KpaTHBIM 00BEM BOJHI (B pacueTe Ha Ha4adbHBIM 00BEM PEaKIIMOHHON cMecH) U TiepeMemunBaroT 0.5 Jaca
npu ot 33 g0 35°C. Pazgenstor dasel, 1 BoaHyo (azy mpombsIBaioT 1,2-muxinopsTanoM. OpraHudeckue

5
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(a3zpl OOBEMUHSIOT W KOHIEHTPUPYIOT B BaKyyMe C IOJyY€HHEM pPacTBOpa yKa3aHHOTO B 3arojlOBKe
MPOAYKTa, cofeprkamero 85.9 r xemaemMoro o-aMuHO(MEHUIKETOHa, BBIXO 89.7 %, MAeHTUDUITNPOBAH
myteM BPJKX ananusa.

[Ipumep 3
[Nonyvenue 1-(0-aMMHO(EHNIT) TUKIONPOMUIKETOHA

2 .

| > NH,
—CN
/_\ + BCly + AlCi4 —— Q—ﬁ_d
| 0

Crioco0, MpuMeHsIeMbIii B 3TOM IpUMepe, TI0 CYIIECTBY TaKOH K€, KaK M ONMCAHHBIN B ITaTEHTE
US 4160784.

PactBop ammnuHa (2.7 1, 0.029 Moap) B auximopatane oopadarsBaroT BCl; (3.40 1, 0.029 Moub)
B Teuerne 20 MuHYT Tipu OT -8 10 5°C, mepememmuBaiot rpu ot -2 g0 5°C B Teuenue 35 MuHyT, 00pada -
THIBAIOT HUKIONpommIHATPIIIOM (2.9 T, 0.043 Monp) B Teuenne 15-muHyTHOTO Tiepuoaa mpu ot 0 mo
5°C, obpabateBator omuoi mopumeir AICL (4.2 T, 0.0315 Monb) W mepeMenInBarOT MpH KOMHATHOM
Temmeparype 1.5 yaca. PeakunoHHYI0 cMech HarpeBaroT NMPH TEMIIepaType KUMEHHsS ¢ oOpaTHBIM XO-
JIOJUILHUKOM B TeueHHe 18 wacoB, 100aBiIsIOT M30BITOYHBIN 00BEM BOJBI M MEPEMELIMBAIOT B TCUCHHE
16 gacos. Pazmensitor ¢asbl, u BogHyIO (hazy SKCTparupyroT metwieHxiopuaoMm. Opranndeckue (asbl
00BEMHSAIOT U KOHLIEHTPUPYIOT B BaKyyMe € MOJIY4YeHHUEM YKa3aHHOTO B 3arojioBKe Mpoaykra, 2.55 1, 90
% unctoTsl, BeIxoa 49.1 %, upentudunuposan myrem BPXKX anammsza.

[Ipumep 4
ITonyuenue 1-(o-amuHOGeHMT)-4-X710p-1-0yTaHoHA
NH, | NH,
‘ Cl~—CN

Il
0

Crnenytommii criocod onmcan B mateHte US 4988695.

K pacrBopy Tpuxmnopuna 6opa (55 r) B 1,2-nuxnopatane (200 mu) npu 0°C no0aBJIstOT 1O Karl-
nsm pactBop anwiuHa (39.1 1, 0.42 moub) B 1,2-muxnopatane (50 mir), moaaepKuBas TEMIIEPATypy HIDKE
5°C. Ilo okOHYaHHUH TOCIEAOBATEIHHO PUOaBIAIOT 4-x10pOyTHpOHUTpUA (41.4 T, 0.42 MONB) M ANTIOMHU -
Huixmopun (53.34 r, 0.42 Monp) U peakIMOHHON CMECH JAal0T HarpeTbcs A0 KOMHATHOW TeMIepaTyphl,
3aTeM HarpeBaloT ¢ OOpaTHBIM XOJOAWIBLHUKOM B TeueHue 20 4yacoB. 3aTeM AAlOT OXJIaIuTbes, 100aB-
TSTIOT 2H corstHyto kucioty (100 mir), 1 peakiiMOHHYIO CMECh HarpeBaloT ¢ 0OpaTHBIM XOJIOIMIHFHUKOM B
teaenue 0.5 gaca. IlomyueHHbI TBepAbI NPOAYKT, coduparoT ¢uibTpauueii, oOpadaTbiBaroT BOgoil U
9KCTparupyrotr xjopopopmoMm (5 x 200 mi). XnopopopMeHHBbIE IKCTPAKTHl OOBEIUHSIOT, IPOMBIBAIOT
pa30aBIeHHBIM OCHOBaHHEM, 3aTeM BOJOH, CylmIaT Haja Cynb(aToM MarHusi, QUIBTPYIOT U YHapHBAIOT
NIpY MIOHMKEHHOM JaBJICHUH C MOJy4YeHHueM Macia. Macio pacTBOPSIOT B 3¢upe U J0OaBISIIOT 3TaHOJb -
Hyto HCI, nosy4eHHBIH TBepAbIi MPOAYKT cOOMparoT GruibTpanueit u cymar, 28.5 1, Beixo 29 %. Ilepe-
KPUCTAIUIM3aLUs U3 ATaHOI/AUATHIOBOTO 3(Hpa HaeT THAPOXJIOPUIHYIO COJb MPOAYKTa, T.IUL 152 -
154°C.

[Ipumep 5
[Tony4enue 0-aMUHOGEHUILMKIONPONMWIKETOHA IIyTEM AETHIPOTraloreHUPOBaHUS
1-(o-amuHOGeHMN )-4-X710p- 1 -OyTaHOHA B MPUCYTCTBUH KaTaiu3aTropa MexdasHoro nepeHoca
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0 Cl * f
CHaN(nBu)g Cl
+ NaOH -
NH, HpOICH,Clp,CoH4Cly H,
A B

PactBop 1-(0-amuHOdennn)-4-xmop-1-6yranona (32.6 r, 0.165 Monp) B aTHIIEHAUXIIOpHUAE 00pa-
OateBatoT 147.3 r 20 % Bomnoro NaOH (0.736 moms NaOH) u 2.31 r 75 % BomHOro MeTHITpU-
oytunammonuiixnopuga (0.0074 monp) n nepememmBatoT npu 50 - 53°C B Teuenue okoio 4 4. (OOpa3-
Il OTOMPAIOT Yepe3 NHTEPBaJBI U aHAMM3Npy0T BPXXX).

Peaknuro oxJaxxIalOT 1O KOMHATHOW TeMIeparypsl H pasfeisiioT ¢aszpl. OpraHudeckyro ¢azy
IIPOMBIBAIOT BOJOW M KOHIEHTPUPYIOT B BaKyyMe C IIOJYYCHHEM YKa3aHHOT'O B 3arojIOBKE IPOIYKTa,
29.84 1, 70.6 % umctoThl, BeIXOA 79.2 % mo ananmmzam BPXKX u I'X.

[Iporexanue peakuy Moka3zaHo B Tadbmuue 1.

Taomuma 1
Ob6pasert Bpewms, u A, % B, %
1 0.0 100.0 0.0
2 0.5 28.4 66.9
3 1.0 12.2 80.6
4 3.0 0.5 94.6
5 4.0 0.0 96.3

Ormenka JeWcTBHS Karaau3aTopa Mek(aszHoTo IMmepeHoca Ha AeTUAporaioreHupoBaHue 1-(o-
amuHO(eHun) -4-xmop-1-0yTaHoHa.

0

+ NaOH --'—-‘D
NH,

OCHOBHOI METO/I.

Cwmech 1-(o-amunodenmn)-4-xmop-1-0yranona (36.6 r, 0.18 Monb) B cMeCH paCTBOPHUTEICH ITH-
neHauxiIopuaa u MetuiaeHauxiaopuaa u 146 r 20 % sogroro NaOH (0.73 mons) nepememuBatoT ipu 50
- 85°C B teuenue 9 u. [locne mepuoaa B 9 4 mo0aBiAIOT METUITPHOYTHIAMMOHMA-XxIopu (1.74 T,
0.0074 Mo1b), ¥ MEepeMEIIMBaHUE MPOAOIDKAIOT MOMONMHUTENBHO 0.5 4. OTOUPAIOT aTMKBOTHI PEAKIIUOH -
HO# cMecu ¢ mHTepBasioM 0.5 - 1 9 ¥ UcCaemyIoT Ha MPUCYTCTBHE HCXOMHOTO MpoaykTa (A), 1-(o-amuHO -
¢denmn)-4-ruapokcu-1-0yranona (B) u o-amuHopenmmukmonponuiakerona (C).

Pe3ynbTaTel cBeNeHEI U IOKA3aHbI B TAOIHIIEH.

UccnenoBanus ocyuiecTBieHsb! ¢ ucnoyb3zoBanueM BPXXX ananusza.

NH,

(83
[o]
e}
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Tabnuna 2
O6paszerg Bpems (uac) |Temneparypa °C A% B, % C, %
1 0 50 92.0 1.0 0.0
2 0.5 50 85.6 0.9 0.5
3 1.0 50 89.0 1.5 1.8
4 2.0 50 89.4 22 0.8
5 3.0 50 91.2 3.8 1.1
6 4.0 50 83.0 3.8 1.0
7 5.0 67 86.4 6.9 1.5
8 6.0 67 83.0 7.8 1.7
9 7.0 67 78.0 14.1 3.2
10 8.0 76 73.0 19.2 3.5
11 9.0 85 51.8 33.5 7.1
12 9.5 85 0.0 343 56.0

Kak BumHO U3 TaOnuimbl 2, B OTCYTCTBHE Katanm3aropa MexkdasHoro mepeHoca (obdpazerm 1-11)
UCXOIHBIN 4-x710pOyTaHOH (A) MPEANOYTUTEIBHO U MEAJICHHO MpeodpasyeTcs B HeXeIaTeNnbHbId 4-THx -
poKcuOyTaHOHOBBIH MOOOYHBIN Tponykt (B). Ommako, 0.5 waca cmyctsi n0OaBiIeHHSI KaTaau3aTopa
MexdazHoro nepenoca (oopaszer 12) HCXOAHBIM NPOTYKT MONHOCTHIO MPpeodpasyercss B MPeAnOUTHTENb-
HO, JKeJJaeMbIH IUKIONPONuIKeTOHHBIH mpoayKT (C). CrenoBaTenbHO, CKOPOCTh PEAKIMH IMOJTy4EHUS
)enmaemoro npoaykTa (C) B moutn 250 pa3 Bblllie B IPUCYTCTBUM KaTainu3aTopa Mex(azHOro TepeHoca
10 CPAaBHEHMIO C OTCYTCTBUEM KaTaJln3aTopa Mek(a3zHOTro IepeHoca.

dopmy.ia uzodpereHust
1. Cnoco6 momydeHus 0-aMHHO(EHMIKeTOHa POpMYITHI |

NH,

C—R
I
O (1)

rae R o6oznauaer Cs-Cs - muxnoankun uin Ci-Cg - raJloreHankui, U3 aHWINHA C UCTIONIb30BaHUEM HUT-
puia, TpurajoreHuaa O6opa u KUchoTsl JIplonca B pacTBopuTeNie, O TIU YA MU C TeM, YTO OCY-
HIECTBIISIOT CIEAYIOINE CTaIuH Tpoliecca:
(1) B3ammopeticTBre HUTpIIIA POPMYIIBI 2:

R-CN 2
rae R - ykaszaHo Bblle, ¢ TpUTrajgoreHuaoM Oopa B IPUCYTCTBUU PACTBOPUTEINS C MOIy4YEHHEM JOHOP -
HOTO KOoMILIekca 1:1;
(2) B3aumozelicTBIE KOMILIEKCA C aHHJIMHOM B NMPHUCYTCTBUH KHUCIOTHI JIpIoMca ¢ MOMydeHneM peaKiiy -
OHHOM CcMecCH;
(3) GapOoTHpOBaHKE MHEPTHOI'O Ta3a, TAKOTO KakK a30T, Yepe3 PEaKIMOHHYI0 CMECh IPH TOBBIIICHHOM
TemnepaTtype B TeueHue 1-24 u;
(4) ramenune 6apOOTHPOBAHHOW PEAKIIMOHHON CMECH BOAOH C MOyICHHEM IPOAYKTa GopMyIIHI 1.

2. Coco6 mo n.1, oTAHMYaAO MUK CA TEM, YTO B KAa4eCTBE PACTBOPUTENS HCIOIB3YIOT -
XJIOPTPOIIAH WM IUXJOPITaH, B KAUeCTBE TPUTAIOreHUAa Oopa MCHOIB3YIOT TpUXJIopua Oopa, B Kaue-
CTBE KUCJIOTHI JIplonca NpUMEHSIOT aTFOMUHUIXJIOPUT, @ B KAa4eCTBE MHEPTHOTO Tasa - a30T, U MPoLecc
BeAyT npu Temmepatype oT okono 30 1o 110°C u mpomomxuTensHOCTH 6apOOTUPOBaHHS OT OKOJIO 8 /10
16 u.

3. Crioco6 1mo m. 2, OTIUYAOIM UK CS TEM, YTO B KaUueCTBE PACTBOPHUTENS HUCIONB3YIOT IH-
XJIOP3TaH | MPOAOIIKUTEIEHOCTE 0apOOTHPOBAHUS COCTABISAET OKOJIO 12 .

4. Cnocobmo 1. 2, OTIHYAIO MU A CS TEM, 9TO MIPOIECC BEAYyT IPH MOJILHOM OTHOIIICHHUH CO-
earHeHus GOpMYITHI 2 K aHIIMHY OT okoso 1:1 go 2:1.
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5.Cnocobmon. 4, OTTHYAIO MUK CS TEM, YTO TPOIIECC BEIYT MPU MOJIHLHOM OTHOIIEHHUH CO-
enuHEeHUs (POPMYITHI 2 K aHWIUHY oT okoso 1.3:1 mo 1.5:1.

6. Cnocob o m.1, oTnu9Ya MUK Cs TeM, YTO B KAUECTBE HUTPUIA (POPMYJIBI 2 HCHOIB3YIOT
LUKJIONPOTUITHATPHUI.

7. Crnocobmo . 1, oTnuvyatomuics TeM, 4YTO B Ka4eCTBEe HUTPHIIA (HOPMYIIBI 2 HCHOIB3YIOT
4-rajgoreH0yTHPOHUTPHIL.

8. CmocoOmom. 7, 0TIUYAO MUK CSA TEM, YTO B KaUueCTBE 4-TaJIoreHOYTHPOHUTPHUIIA HCIIOJTb-
3yIOT 4-XJ10pOYTHPOHUTPHIL.

9. Croco0 mnoiydeHus 0O-aMHHO()EHWIMMKIONPOIUIKETOHa B3aUMOJCHCTBUEM COEIUHEHUS
obmeit hopmysr 1°

0]

NH, (1),
rae X-XJop WM OpoMm, o KpaliHe#l Mepe, C OJHUM MOJBHBIM SKBUBAJICHTOM OCHOBAHUS B BHJIE €0 BOJ -
HOTO pacTBOpa B MPUCYTCTBUHU KaTajau3aTropa Mex(a3sHOTo IepeHoca ¢ UCIOJIb30BaHUEM, P HEoOXO -
JUMOCTH, OPTaHUYECKOTO PaCTBOPHUTEIIS.

10. Cioco6 mo .9, o TIM YA MUK CS TEM, YTO B KQUeCTBE OPraHMYECKOTO PACTBOPUTEIS HC-
MOJIB3YIOT ATUIICHINXJIOPU/I, METHICHIUXJIOPU/I, IPOTUIICHINXIOPU HIIH UX CMECh, B KAYECTBE KaTallH -
3aropa MeX(}a3HOTO MepeHOoca HCIONB3YIOT TPUANIKIIAMMOHUUTAIOTEHU WM TETPaaTKIIAMMOHHMN -
TaJIOTCHHI, B KAY€CTBE BOTHOTO OCHOBaHMS Mcoab3ytoT NaOH mmm KOH.

11. Cnoco6 nmo m. 10, oTnMUaromuiicsa TeM, YTO UCTIONIB3YIOT COEAUHEHUE 00Iel HopMyIIbl
1, rae X siBisieTCs XJI0POM.

12. Cnocob mo m. 10, oTnMUarOmMUics TeM, 4TO MpoIecC BEAYT B MPUCYTCTBHU BOAHOTO
OCHOBaHHS B KOJIMYECTBE OT OKOJIO 1.5 10 2.5 MOJIBHBIX YKBUBAJICHTOB.

13. Cmoco6 mo . 10, oTnuyaromuiics TeM, 9YTO B Ka4eCTBE KaTajm3aTropa Mex(a3HOro Ime-
peHOCa HCIONB3YIOT METHITPUOYTHIAMMOHUUXIIOPH, B KaueCTBE BOJHOTO OCHOBAaHUS HCIOJB3YIOT
NaOH.

14. Crioco6 mosrydeHus 0-aMUHOGEHUITHKIOTPONMIKETOHA W3 aHMJIMHA B TIPUCYTCTBUH pac-
TBOPUTEIS, O TI MY A0 LUK CS TEM, YTO OCYLIECTBIAIOT CIEAYIONINE CTAHH:

(1) B3aumonelicTBue 4-ranoreHOyTHPOHUTPHUIIA C TPUTAIOTEHUAOM OOpa B MPUCYTCTBUU PACTBOPUTEIS C
MOJIy4eHUEM JTOHOPHOTO Komiuiekca 1:1;

(2) B3aumozelicTBIE KOMILIEKCA C aHMJIMHOM B NMPHUCYTCTBUHM KHUCIOTHI JIpIoMca ¢ MOMydeHneM peaKiy -
OHHOM CMECH;

(3) 6apboTHUpOBaHNEe MHEPTHOTO Ta3a Yepe3 PEaKIMOHHYIO CMECh IMPH MOBLIIICHHONW TEMIIEpaType B Te-
yeHue 1-24 yg;

(4) ramenue 6apOOTHPOBAHHOW PEAKIIMOHHON CMECH BOIOH € TOIYICHUEM coeauHeHus GopMysl 1°

X

NH, (1)

rae X o0o3HavYaeT XJIop Win OpoM, U Jlajiee OCYIIECTBIISIIOT B3aUMOACHCTBUE coeqMHEHUs popmMyasl 17 c,
1o KpaiiHel Mmepe, OHUM MOJBHBIM SKBHBaJIEHTOM BOJHOI'O OCHOBAHHUS B NMPHUCYTCTBUH KaTalu3aTopa
MeK(a3HOro NepeHoca u, Npu HeoOXOIUMOCTH, € UCIOIb30BAHUEM OPTaHUYECKOTO0 PACTBOPUTEIS.

15. Cnocob mo 1. 14, oTnHYaO MU Cs TEM, YTO B KaUYeCTBE PACTBOPHUTEIISI HCIOIB3YIOT M-
XJIOPITaH WIN TUXJIOPIPOTaH, B Ka4ecTBE 4-raloreH0yTHPOHUTPHIIA HCTIONB3YIOT 4-XI0pOyTHPOHUTPHI
MIPH MOJIBHOM OTHOIIEHHWH 4-TajloreHOyTHPOHUTpPHIIA K aHWIHHY OT okojo 1:1 mo oxoro 2:1, B kadecTBe
TpurajgoreHnaa 00pa NCIONb3YIOT TPUXJIOpU O0pa, a B KauyecTBEe KUCIOTHI JIblorca MPUMEHSIOT alloMH -
HUIXJI0pUA, B KaU€CTBE MHEPTHOI'O Ia3a UCIOJIb3YIOT a30T, M MPOLECC BEAYT IIPHU HOBBIILICHHON TeMIle-
patype ot okojo 20 mo 110°C, npu npoaomKUTENbHOCTH 0apOOTHPOBaHKS OT OKOJIO 8 10 16 u.

16. Cioco6 no m. 15, oTnuYaOmMuUcs TeM, YTO B KAUeCTBE OPraHMYECKOI'O PacTBOPHUTEIS,
npHU HEOOXOAMMOCTH, WCTIONB3YIOT STHICHIUXJIOPUA, METUICHAUXIOPH, MPOMUICHANXIOPH HIH UX

9
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cMech, B KadecTBe BOMHOTO ocHoBaHWS HMcmonb3yloT NaOH mmm KOH m B kadecTBe KartammzaTopa
MeX(}a3HOrO MepeHoca MPUMEHIIOT METUITPUOY THIIAMMOHUIXITOU.

CocTraBUTENb OMUCAHUS Huxkudoposa M./I.
OTBETCTBEHHBIN 3a BBITYCK Apunos C.K.

Keipresmarent, 720021, r. bumnkek, yi. MockoBckas, 62, ten.: (312) 68 08 19, 68 16 41, dakc: (312) 68 17 03
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