COr3 COBETCHAX

COLMAANCTIMHECHINX
FECIYBTMH

TOCYAAPCTBEHHLIA HOMUTET CCCP
A0 AENAM U30BPETEHWI W OTHPLITWA

wol,» 1443796 A3

sp4 C 07 C 877346 /1 A 61 K 317135

ONMUCAHMUE U3OBPETEHUA

H NATEHTY

reh
s

402864272304

15.12,86

85/31071

17.12.85

GB

07.12.88, Bun., ¥ 45

(71) Jfae Byrte Kommawu TIRC (GB)

(72) Nwelmc 3pnpapn Omeddeps u Jlepex |
Bantpay (GB)

{53) 547.233.07(088.8>

(5G) IlatenT BenuxkoBpuTanHd

¥ 2098602, xn. C 07 C 8§7/34, onybnuk,
1982,

(21)
(22)
(31}
(32)
(33)
(46)

(54) CIOCOB HONYULHUA TMOPOXNOPHIIA
N,N-HHMETHH*1—[1—(4-ﬁHOP¢EHHH)*HHKHO—
BYTHN )=3-MLTANEYTHIIAMAHA B BHBE MO-
HOTHIOPATA

(57) WzobpeTeude KacaeTCA aMMHOB, B
UACTHOCOTH chocobad HMONYUeHin CHEPpOXA0o—
,puna N, N-mumetan~-1{1-(4~xnoppenmn) -
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A€ MOHOPHAPATA, KOTODMIL MO%eT OHTL
HCTIONH30B3H OpH NonyIelus dbapmauenTy—
YECoKOoro mpeilgpata,. iledsr — MOAYI8lHe
HETHIPOCKONHYHOT O NDOMYXT<. lipouece
BeOoyT CYCHEHHNHpODAHMEM I'HIPOXIOopHIA
N, N=mimersn~1- [ {=(4~xnopbenyn ) ~uHr~
A0GYTIUT J=3-MeTHRSyTHIAMUEA B BOME N
NepeKpuCcTAILNUSaIH el M3 BOON HIB CMe—
CH BOfbl H HeCMELMBaZRMErocA HITH CMme-
THBANLETOCH € BOLOH PACTRODHTONINM.
flpydeM B KaUECTBE HECMenmMBAWNerocH
C BOHOW DPACTIODUTENA XenaATelLBO HE=
IofIE30RATE TONYOI, HCHNOH MO UHR-
HoTeKCaH, &4 B KA4eCTBe CMEUHBAWLEI o~
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HzoBpeTeHne oTHOGHTCA K cnocoGy
NOIYYeHHs TepaneBTHYECKH AKTHERHOr O
N, N-aumerun~1~[1-(4-xnopdenyn ) ~1p1x~
o6yTin 1-3-MeTunbyTunamuna B BHOe
era MoHoTrHgpaTa.

Uesitn Hz0Gperennn - paapaCoTka
CHOCOG2 nony4eHust rugpoxnopuga N,N-
mumerun=1-[ 1= (4—xnophennn ) —uuknoby=
i 1-3-MeTunfyThnaMiua B BHOE ero 10
MOHOTHApPAaTA, NOIBOAAKHEro NONYUYHTH
HEerHTPOCKONHYHLI UPOOVKT.

OIpumMep 1. N N-TumeThn-1-
f1-(4~xnup¢ennn)—uHKnGGyTHn]—B—Me—
runéyrunamun-raapoxnopua (0,5 r) pa- {5
CTBOPAIT B 5 M1 KHOAmed Bogel. 3TOT
pACTBOP QHIBLTPYIOT B IOpAUEeM COCTOf~
Hmi, ¥ QHNBTPAT oXNammawpT. KpHotail-
NHayimidca  H3 oxslaxiedHuoro GUABTpPa-
Ta HPOOYKT CcOGHMDPAKT C TIOMDIRLD GHILT-
DanHd ¥ CcYymaT B BAKyYyMe IIPH KOMHAT—
HOH TeMiieparype, NOIydas MOHOT HE-

par N,N-puMerun~1-[1-(4-xrnopdeuun)- -
UHKI0GYTHN ] ~3~MeTHII 6 y THITAMMH - HA—
poxnopama {r. mr, 193-195,5°C),
Mpumep 2, N,N-TumeTiii-1-
[t={4-xnopdenun) -~uHioby T ] -3 ~me—
THNAMHH~-THADOXNopHs (5 r) pacTBOpA-~
T B KHIAmelt cMecH Tonvona (126 mm)
¥ Bonw (12,6 min). PacTeop dmABTPYIOT
B ropgues CoCTOAHMM, H DMILTPAT OX—
AaxaawT. KpHCTAIHIVIONHACA H3I OoX-—
nawjexdsoro PUEALTPA NPORYKT cobupawT
¢ HoMOmB GWILTPAIME H CYNAT B BAKY-—
¥Me NPH KOMHETHOH TeMnepaType, mony-— 35
JHas MOMOTHAPAT FHADOXNopuaa N,N-
mumeTHA~1~ [1={4=~xnopdenwn) ~tHKnab Yy~
run] ~3-merunbyranamina (r.an, 194~
196°C), ,
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Dpumep 3. N N-Jumerwn—1-[1-
{4 —xnophesun ) “IMKNOByTHN =I~MeTHNE ¥~
runamia~-rugpoxnopun (10 r} pactsops-
0T B KMRAme# cmecu apercHa (110 M)
# Boaet (1,2 ma). Pacreop QUaBTPYOT 45
B I'opHved COCTOHAHIH M YMEHROAOT obn—
eM hunprpaTta nyreM otronku B0 Ma pa-
cTeophTena. Illponyxr, cobpanHbii o=
CPefcTHOM PHNRTDALKHY OXNAXOEHHODO
KOKUEHTPATa, CYMAT B BaKyYMe NPH KOM- 4q
HATHOH TeMneparype, NOAYUsA MOHOIHA™
pat N,N-gumerwa~1 {1~ (4-xnopdennn) -
THKTOEYTHI | =3 ~MeTHIT B Y THTAMHE~T D O~
xioprza (r.nm. 195°C).

MTpwuwwmerpn #4=6, O6pazen {1 r)
N,N-gumerun—1-[1-(4=-xnopdeidin) —1peno-
SyTun]-3-MeTHn 6 yTHIAMHH-PHAPOXIIOPHAA ,
KOTOPHH AeFHUPATHPOBAH 3 BakyyMme Lpu
70°C 8 rTeuenue 7 Y, DPACTBODMWT B KH-
nameit cuecH Bonw (0,5 M) H opraun-
Yyeckoro pacTteopurtensa (4,5 mn). Pacr-
BOPY HAWT OXNAAWTLCH IO KOMHATHON
TeMIepaTyphl H 2ateM PaHAT fapH 4°C
B Teuende 3 c¢yrt. Toepnoe BemecTRo
cofHpawT ¢ MOMOMEW DHALTDALHMH, Npo-
MLIBAKT OpPTrANMUSCKWM PACTROPHTENIEM
M CyHaT B BakKyyMme [IPH KOMHATHO TeMm-
neparype n Tedende 18 u, nomyuan mo-
moruapar N,N-pumertun—1-[1-(4-xnop-
deHmn ) — ki ob Yy TH [—3 —me runt yTHmaMuH~

raapoxiaopuid, T.MN, KAOTODOTO TIpHBe=-
Oena HHKe.
TNpuMep PaCTBOPHTENHL T.nn., °c
1 Mp OMBILTT & 1 HblH t95-198
MeTHIIHD OBaH- (ycapgka upm
HuH CIIHPT 160Q)
5 llporaun~2-on 195-198
(ycamkxa npu
163)
6 2-3TOKCHITa- 194-198
HOT (vcagka InpH
166) -

NpuwMmepw 7-t1, 0O6pasey (Ir)
N, N-anmernn~1-{1-{(4~xnopbenun) -mpxno-
6yTHUN ] ~3~MeTHAS Y THIAMHH~THADOXAODHAA ,
KOTOPHE OerBAPAaTHPOBAH B BAKYYME IIPH
70°C 8 reuenne 7 u,06paGoTaH OPraHuuec-
KHM PACTBOPHTENEM,YKa3aiNbiM4 HHXE
(x, m1). 3arem poSasnswpr Boay (y,mn).
CMech: ®HNHTAT, oOpasoBapBlleMycs pa-=
CTBOPY HOAKT OXMaJHThCH RO KOMHATHOR
TeMneparyphl, 3aTeM XpauaT npH 4°C
B Teyexue 3 u, B mpumepax 10 u 11
PACTBOP XPAHAT NpH KOMHATHOH TemNlepa-
Type B TeyeHue 18 u, npuveM KpHCTan-
NH3aLH0 BR2EBAKT NOCPERCTBOM YMEHb™
meHHs obbeMa DPACTBOpa & TOKE BO3OY-—
xa, Tsepmoe eBemecTBO tolHPART NYTeM
GHITLTPAUHH, TDOMLIBAKT OPFraHHYECKHM
PACTBOPHTENEM H CYWaT B BaKyyMe IIPH
KOMHATHOH TeMmIepaType B tedyenHde 18 u,
nonyuaa mosHormgpart N,N-mamerun-1-[i-
(4 —xnopbenHn) ~nHI0B y T -3 ~MeTHIT -
fyrunamup-rugpoxiopydna, T.I0l1. ROTO-
pOTC TIpHBEJeHa HWxe,
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{lpumep PacTBopMTens X ¥ T.nn,, °C
N 7 |, 2~Oumeror- 196-198
cHaTaH 10 1 (ycanka TpH ‘
185)
¥ 8 Kcwion 15 1 196-198
’ (ycanxa npH ;
166)
JF
) ; 9 HuKilorekcan g 2 193-197 :
(ycanxa npu .
160)
10 1,4~luoKcak 25 ¢ 196-199 : '
(ycapxa npH
' 160D .
. ’ i MeTunaygaeTaT 25 2 197-202

Y

Mpux~epes 12y 13, Dopasen
(1 r) N,N-nuMeTin~1-[1-(4—xnnpdenin) -
MHKRO6yTHA J-3-MeTun6y runamuua obpa-
SareBanT 5 M wiopHcToBomOpOOHOE KHC—
matoit (1 M1} U cMecs pacTBODAWBT B
MHHHMalIBHOM KOMIHYECTRe KHMAAWArO
OFrdHHYECKOT 0 DPACTEODUTENA, YKA3aHHO—
ro uMwe, O6pasoraBmeMycs pacTBOPY Ma-— g
T OXNAREATBHCA [0 KOMHATHOH TeMmepa—
Typsl. TBEpHOEe BemecTeo coOHpAWT Mo=-
CPencTrOM QUIBTPAUMKM, NPOMUBAKT Opra—
HHYECKHM PACTROPUTEJIeM H CYMAT B Ba-—
KYYME IDH KOMHATHOH TemidepaType B
TeueHde 18 u, nony4ams MOHOTHEPAT
pureTine{= [1~(4~xnopohemin) ~1uxn oby-
THN ]-3-MeTHROYTHIaMHN~THADOXOpPHKIA ,
T.IUT, XOTOPOFC NOKA33HAa HUKE.
Mpumep PacTsopuTens

12 AHeTon

25

35

194-197

196-201
14, Ocpasern (5 r)

13 3ranon
IIpumerp

N, N-pumeTiii—1- [1-(4—xnopdenun) —uyuxno- a5

6y THA J-3-MeTHND Yy THJ aMH H~T I D OXTOPH =
na HarpemawT €O CMeChK TONYONA

(30 M) u nponaw-2-omna (3 M) mo 90°C
H mawr oxnafHtees no 72°C. Hobaena-

wr 0,9 M1 BOOB, CMECH OXMAWMIAWMT AO 50

25°C, asartem NomemawT B 6aHpD C JeAAHON
BogoH B Teuende 30 mun, Tsepnoe Beme-—
CTBO CoBUPAWT NOCpPelcTBOM GUILTHAIMU,
NpoOMhiIBAT XOI O HEIM TONYONIoOM H CcymarT
nyTeM OTCACHBAHHA [IDM KOHHaTHUﬁ TEM™
neparype, nolnyuas Moxoruapar N, N-
nuMetrn=1=[1~{4~xnopbemn) - mxnoby—
THI ]-3~MeTHI0 yTHAAMI M= HAD OXI10pHaA .,
T.nn, 193-195°C (ycamxa npn 150-155°C) .

T.nn.,QC 40

55

X

Opumep 15. O6pasen (24,1 r)
N, N-nnmetun—1-[1-(4~-xnopbennn) —tpK-
nedyTan |-3-Me THNB Y THR A MU H-THAD OXA Op i~
& PACTBOPRAWT B KHINAmeii CMECH BOAH
{72 mn) u rerparuppodbypana {7 mn),
cMecH MAKT OXMamuThLCA, [Bepane Bema~
CTBC COBMpPANT NyTeM (HUIETPALHH, C¥-
WwAT NPH 4ODC, MoAy4yad MOHOTHapaT
N,N~oumeTn=~i-[1-(4~-xnopbesnn) ~1mK-
o6 yTun |~3—-me THAGY THNAMH H—T HEP OXI10pH~
pa (r.na. 193-195°0).

Mpuwuenp t6. O6pasen (48,2 r)
N, N-gumeTnn—1-[ 1 - (4-xnopdenun) —muHK-
No6YTUI =3 ~MeTHNBY THIIAMH H—T HEP ORITOPH -~
Ha CYCHeHAMPYWT IPH NMepeMemMBAHKK ¢
Bodoti (145 mi)} B Teuenne 24 u npm
25°¢C, Teepnoe PemecTBO CODHPAKWT TMYTeM
dMNBTPAIMM H CYMAT NYTEM OTCACHIBINKR
NpH KOMHATHCH TeMmnepartype, nolyuas
MoHOTHAPAT HUMeTHT= 1~ [1-{4~xmopbenmwt) -~
IMENOBYTHA J~3-MeTHNBYTHIAMEIH-THAOD 0=
xnopuga (T.ma. 191-195,5°C),

HergrpockomduEsll XRpAKTEP UDORAVK—
TOH, TIONYYEHHEX B NHPHBEAEHHLX [IPRMe-—
pax, HUICTPHPYETCHA CHALIYIEHM CpaB-
HETENbHEM SKcHepuMenToM. ObBpasen N,N-
aumetnn=1- [ 1=(4=xnopbenun) - MKkno6y-
THT -3 -MeTHNBY THAAMHH-THIP oXIOPHAS
OeTHOPATHPYIOT B BaKyYMHOH NedH ApH
60°C B Teuemme 16 U M XPAHAT B IKCU-
KaTope Hajy TNeHTokcHgom docdopa, Ana-
nia fiokasan, HTO 3ITOT MATEPHAN He
cogeparr poaw. Korpga artoT obpaaen nog-

BeprapnT BosgelCTBHIO
yenne | mec, ananH3’
YTO CopepxaHdHe BOhH
GnuaHTensno 3%, 9ToO

arMochepil B Te-
NOKAIWBALT, 1
copTapnaer HpH-—
COOTBETCTBYET OKD™
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noe 0,6 Monsgproro »KBUBANEHTa BOMHL.
Oonaxo, Korpa obpasen Monormapara
N,N*nnme?ﬂn—1-tl-(ﬁ-xnopwennn)-nnkno-
GyTHI [-3-MeTHn0 yTHIAMBR-THAPOXIOPHIA

NofBepranT BosfelicTBHR aTmocheps B 3
TeweHde 5 Mec, TO He Habnwpawor yBenu-
UEeHHAZ COREPXANMA BOHNN, UTO YKAIHBaeT

Ha OTCYTCTBHE NOrMONEHHA BoMW ofpaz-—
HOM. * 10

Taxuyx obpasoM, npemtardemstt crocof
YCTPAHAST HEROCTATOK HSBECTHOrO CHO~
coba, B COOTBETCTBHH ¢ KOTophM obpa-—
AYETCH THIPOCKOIMYHNA MPOLYKT, HTO AB-
naeTes HeymoOWWM OPH NONYUEHHH dhapM—

i5
NpeInapara,

IlonyuyelHnit B COOTBETCTBHH ¢ H300-
peTeHHeM NPOAVKT NpH BOSHeHCTBHH aT-—
Mochepr B TeUeHHe 5 MeC He norgomaeTt
BOAY. 20

iy OpMyna HzodperTeHHsn
1. Ciiocob noaydemws I'MOPOXIOPHAA
N, N-gamerun—1-{ {-(4~xropdennn ) —uprimna~

Cocraputens Jl,Hodde
Pepakrop H.Tymmuna

Texpen H.0nmism f/

BYTHI ]-I—MeTHNBYTHIAMUKA B BHUEZE MOHO-
rHppaTta, O TJA H Y a wnH HBe s

TeM, uTo N,N-aumerun-1-f{1-{4=-xnopde-
L) —HHET06Y THA | - 3-Me TunS y THIaMMH

CHAP OXSIOPHL CYCTNEeHAMDPYIOT B BOJE HIH
NGPEKDHCTMHHSOEMB&H)T H3 BOAR HIIH CHe—
CH Bophl H HeCcMemIBawmMerocH HAH CMe—
DHBAPMETrOCK C© BONOH paCcTBOPHTENA.

2, Cniocohnomn. 1, o A KHY amw=
mMicA Tem, YTO B XauecTBEe HeCMe—
mHBaomHerocHd ¢ ponoll patTDoDHTEIR Mo~
HONE3YIT TOINYON, KCHIION HNH TUKIOTeKk—
caH,

. 3, Coocob o n. 1, 07N NI A W
mMHHECcA TeM, YTO B KAYeCTHEE CHMe—
IHBAMErOCcA ¢ BOHOH pacTeopHTeNs
UCIOAB3YHT ANeTOH, NpOonaH-2—0i, npo-
MBI SHHEN MEeTHAHDOBAHMEN cnupr, 2-
aTokcHITaHon, 1,2-OUMETOXCH3TaH, TeT-
paruppobypan, {~4-nHoxcan KM MeTHI~
auerar,
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