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(54)(57) CIOCOB MONYYEHMA 1-(THIPA-
3UHOKAP BORWUIT) ~METHI-1 , 2-IMTWIPO-3H—- -
=1, 4-BEH3AHASENUH-2~0HOB, o6me#t dop-
Myns I,

rme R, - CHy, H, Cl , Br, NO.}
R, - H , C1,

nyreM BaaumopelcTeua 1-(METOKCHKap—
GoHun) ~MeTHII-1 , Z-nurunpo-3H-1,4-6ens—
AHA2ENMHH~2—0HOR C rHEPASHHTHIAPATOM

B Cpeneé »TaHONa NpH TeMOepaType oT
KoMHaTHOH A0 TeMmMnepaTyYDh KHNeHHsA
peakioHHON cMecH, © T A H 4 a w -
mH#HCA TeM, 4Tg, C Ienbl NOBbL-
WeHWS BRXOMA IU&MeBOrc NPONyKTa M
YCKOPeHHA nponécca, NDH NolyueHHH Be-—
mectea dopmymn I (Rp; = H) cooTHome=
menue }-{MeTOKcHKapSoHKN)-MeTHA—1,2-
—puruapo-3H-1,4~0eH3THAS ENHH~2—DHOP

M FUOpA3UHrMApaTa OepyT pasuem 1:(10-
15), a npH NOMTYyuEHHH BemecTs dopMy-
mw I (R, —= Cl) TOPH COOTHOMEHHMH DABHOM
. $1:(35-40), npougecc BenyT B TeUeHHE

' 15=30 muH, ..

!

tan

4296601

HaofipeTeHHe OTHOCHTCH K YCoBepmen=

CTBOBAHHOMY cnocoby HonyyewHs OHono-
FHUYECKH AKTHBHLIX coejiHHeswd - 1~-{ran-
paauﬂoxapﬁonﬁn)—mernn—i,2*nnrnnpo-
~3H~1,4-6ensaHarenki=2=cno8 obeen
dopmyner I

o
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roe R, - CHg, H, C1,
R, - R, C1,
KOTODHEe MOoI'yT OHMTE HCAONb30BAHM B
MEOHIMHCKOH NpakTHKe Kax NexapcTReH— 5
HEEe NPEenspaTh TPAHKBHAHSHDPYOMETrO H
HpPOTHBEOCYNOPOXHOTO NeACTRHA,
HapecTen egMHCTBeRHwH cnocol no—
nyueHHAa coegHHendil dopMymn 1 B3IaHUMo-
aeficteueM 1=(MeTokcHKapGoHUl) =MeTHIT-
-1,2-purapo-3H-1,4-6ensnnazennn-2-
~0HOB C THAPASHHrMOpartoM mpu 20=-
30~-kpaTHoM H3BHTKE TocnenHero B cpe-
ae 3TaHofna. Ilponmecc BenyT npH TeM—
neparype 20-80°C B reyenue 1-10 u,
Buxon ueneBoro naponykrta 78-90%,
©  0OpH CHHTese coenwHeHn?t hopMynH I
06pasyiTCR 2AHAUMTENhHNEe KOINHYEeCTHBA
noGovHNX HPOAYKTOB, YTO CHHX3eT BH~
X0om LenesHX APOAYKTOB H CYMECTEEHHO
SATPYRHACT MX OWHCTKY, KpoMe TOTO,
Aponecc AMHTenesx,

Br, NOZ;

10

.

Hene v3oB6peTeHHA « [OBPHICHTE BRI~
Xon [eleBHX NPo/IVYKTOER H YCKOPHTD
npoljecc,

CH;- COOCH,8
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¥xasawnan penw AocTHraercs onmu-—
CHBAEMHM COINIACHO H30OPETEeHHB® Ccno—
¢co6oM nonyueuua 1-(runpasunokap&io—
HHn)}=MeTHN=1, Z~auranpo~3H=1, 4-Gena~
anasenuH-2-oHop obmell dopmynst 1 ny—
yTEM B3 AHMOREeNCTBHNA 1-(meroKCcHKapGO—
nun) ~Merun—1, 2-nuranpo-3H-1,4-6ena—
oHasenuH=-2-0HOB C THADAIHUHPUIDATOM B
cpefle 3TaHONAa NDH TEMAEPATYPEe OT
KOMHATHO R0 TeMnepaTypsl KHNeRHA
PEAKIHOHHON CMEecH, NPH NOJTYUYEHHH
BemecTn dbopmyss I (R - H) cooTHo-
meHKe I—(METOKCHKapﬁoﬂﬂﬂ)“HETHH-1 2-
~nHraapo-39-1,4- Oensnuasenﬂu-z-ouon
H FHOpasHMgragparta GepyT paBHeM 1:
:ﬁO—tS), a NpY NoAYyYEHHH BEWecTs
dopuynn I (R, - Cl) coorHomenue 1-{me-
TOKCHKApGoHKUN ) =MeTHn~1, 2-nurunpo—-3H-
~1,4~6enapHasennu~2«oHOB M THIpPa’3IxH~
raapara Gepyr paBueM 1:(35-40) cooT—
PeTCTBEHNO, a ITPONECC BeAYT B Teue-—
BHe 5=30 mun.

Hayuanu sapucumMocTs peakiHM sdu-
poB dopMynu I1 C FrHOpAIMHI'MIPATOM

OT KofiMyecTBa nocnenxero |

NH,-NH, - H,0

B

RY VN

lpopeneHHHEe HCCAeROBAHHA NMoOKaja—
JAH, YTO COeOHHEeHHA topmyiam 11 (R
Jerue IOABEDPramTes TrHATASHHOTHIY (c
ofipasaoBaHHeM THRPA30HOR S—=3aMemeHHBIX
2-amHHE06eH30heHOHOR) B CPARHEHUH C
coenwHeHH 1M GopMyITe 11 (R2 - Cl}.
9To o0ycnapMUeaeT CHHXenHe BMXOAOA
coepHenuit dopMynm I (R2 — H) n nosu~ 4
meHHe CoOepmaAHHA TOOOYHHX NPOLYKTOB
peakuMu npe B3agMopeiicravwy ahdupor dop-
Myne 11 (R - H) ¢ 20-30-kpaTHeM H3-
SHITKOM runpaanﬂrunpaTa Ina coenHHe=~
HHA opMYy It II (R, -H) yMeHhmenue
COOTHOWEHH A cyGCTpaT—peareuT npu
OPONOILEHTENRPHOCTH nponecca 15-30 muu
CYMeCTBEeHHo TMONABMRET TPOTEKaHie Mo~
Gounkx npogeccosB, uTo ofecreuMBaeT
NOBEMIENHE BMXONA H YHCTOTH Nenenaro
npooykra, Buxom coepnHewus dopMmynel 1
{Ry = H) pocTuraer 98%,

lipH monvuyeHHH coennHeHni Gopuyrm 1
{Rg = Cl) ymenuueuue CoOTHOMOHUS

-H)

55

[
"eyBeTpar-pearest” mo 1:(35=-40) nos-

BONIAET COKPATHTE AMHTEIbBHOCTH Nponec—
Cd H YEeIHUHNTH BHXOA IeJIeRhX NpoayK—
liprMetieHHe OTIHMYHEIX OT YCTaHOB—

TTEHHEX COOTHOMEHH NMPHBOAHT K TOMY,
YTO B CHCTEMe NpoTeKawT nolousxbie
PEaKNHHE! THAPA3IKMHONHI IHKARA, oﬁpaao~‘)
BaHHe NobouHBIX nponyxTOB Tuna 11X,

iV u np.

cuz—cu—u—ﬁl--uc—cuz
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TakuM ofpaszoM, CYmeCTREHHWM OTRH~
YleM HaHHOTO cnocoba ABIAETCA NpoBee—
HHe peakniu i-(MeroxcukapBoHMN) —MeTHII~
-1, 2~purunpo=3H-1,4-Benapyazenina
popMyset TL ¢ {0~15-KpaTHM HIGLITKOM
(ripu Ry, = H) wm 35-40-kparnemt Ha6HT=
koM (mpr R, - C1) runpasunruppata n
reyerne 15-30 wum,

Tpumep 1. Nonyuenue 1-{runpa-ip
3HHOK aP6OHKHN) ~Me TWI-7 ~Xilop-5-deHun—
-1, 2-purunpo~-3H-1, 4—-6enajiuazenin-2-
~QHA,

K pacreopy 5 r (0,01 mons} t—{(me-
TOKRCHKADPOOHHI) ~MaTUN—7~xnop=5~berun~ 15
=1, 2~purunpo~-3H-1, 4-6enanuazenin=-2~
~-oHa B 30 M1 3sranona NobBaBnAwT NPH
nepememwraHnk 1,5 mn (0,15 mons) 80%
THOpAa3IuHrHnpraTa, PeakKIHOHHYH CMECH
BHOSpHHBAKWT NPH XKOMHATHOHR TeMlepaTy-
pe 30 mnH., PacrsopHTeNls YIZPHBANT B
POTaHMOHHOM MCNAPHTENe NpH MOHHKEHHOM
OAR/eHMH, OCTATOK NDPOMBBAWT CMEChIo; Boga
agup (1:1). lonyuenssdt npH 3TOM 0CafnokK
cymart. Bwxon 4,92 r (96%), r.mn, 210-
211°C.

Haiinewo,%: C 59,8] H 4,6;.N16,4,
C7H,sCIN,0,

Bummueneno,%: C 59,5, H 4,4) 30
N 16,3.

YO—cHexrtp coenHHeHHA (B aTanone)
xap&KTEPHSYETCH HANMHUHEM TPEX Oaoc
NOTTOMEHHR OPH A yaxe = 205, 233 u
376 um,

B HE-cnexrpe memecTRa (TabneTiu
KBr) mMeoTCR ROfoCH MoTJoMeHHs Kapbo~,
HWIbHBX Tpynn B ofiactd 1689, 1659 M
C = N—cBaA3r 1605 cu", NHNHzfrpynnu
3500-~3200 em™',

Macc—cnexTp: nuxu Honon (M)’ (m/e
342) s (M=EY* (m/e 341)% (M-NHNH, )Y
(mfe 31003 (M-cO)* (mfe 282): (M-
CH,CN)Y (m/e 2553)3 (M-CHg)* (m/e 240)

" pp. 45

Dpumerp 2, Honyuenue 1-{rup-
PasHHoOKapBOHHUN } ~MeTHT~7~6poM=~5={o=
=ynop ) ~penun—1, 2-ogurunpo-IH-1,4-6ena~
OHa3eNHKE=-2—0Ha .

K pacrropy 5 (0,01 mons) 1-(me= 50
TOKCHKAP BOHUI ) ~pmeTiin=7=6poM=5=
-(o—xnop) ~henun~1,2~gurunpo~3H-1,4-
-Ben3aanasenin-2-ona 8 120 mn ~Tano-
na nobaBaART NPY MEePeMemHBAHHH
17,5 mn (0,35 wmonp) rHapaswuruaparta, 55
PeakuwoHayw cMecs kHnATRT 20 mun, ox~=
JaxXnawT, BHIIARMME KPHCTAMIN DeJloro
fBeTa NepPeXPHCTARNMHIOPWBAKT H3I ITA—

Hona W nojnyyawt 4,75 r 1-(runpasHho~

20

25

35

0 = N~cpasu 1600 cm™';

KapBorun) —Me T~ I-6pom-3—{o~xn10p ) -
~bdenun=1, 2-aurunpo~IH-1, b~Gensniase-
nun~2-oka. Buxon 96%, T.mn, 256-238°C,

Haireno, %: C 48,6} H 3,8%

N 13,3,

€y HaBICINGO i

Beuucneno,%: C 48,3¢ H 3,6}

N 13,2, ?

Yb-cnexkrp coenuuennn (B artanone)
X2pPakTepHavYeTCs HANHYEEM TpeX noloc
norsomenua npH A, 205, 231, 376 um.

B HK-cnexTtpe Bemectpa (TabneTtknu
KBr) wumewTcA nofocH NOrMomeHHA Kap=
GoHMNBHEX rpynn B obpacrun 1675,

1640 cu"; € = N-csaau 1605 cm~ !,
NHNH , = rpynms 3340-3180 cm™\

Macc-crexTp: mukH nonos (MY (m/fe
422); (M-)* (m/e 421); (M-NHNH,)*
(m/e 391); (M-cO)* (m/e 363)%
(-H,CN) (/e 337)5 (M-CH )" (m/e 321);
(M-CE)Y* (m/e 299) u np.

HpumMmep 3. lonyueune 1-{run-
pastioxapBoBiI) =MeTHa—7 =6 poM=5~he pn-
-1, 2-purunpo-~3H-1, 4~BeHsnuasennn-~2—
-oHa,

JIPOBOAAT AHANOCHMUYHO TIPHMEDY |
NDPH CReaVRNHUX DexHMax: HIOHTOK THi-
pasuarMapara 12-xkpaTHolil, KHNAYEHHe
20 »mu, Buexopm 92%, T.nn, 21?-218“0_

Hafineno, %: € 52,6 H3,9,N¥ 14,2,

C, 78,5 BIN,O,

Buumcneno,4: C 52,7 H 3,9,
N 14,5.

Yo-cnextp (8 aranone) 1A ...~ 206,
234 u 374 wnm,

HK-cnextp (TabneTku KEr): Q C =
= O~rpynna 1675, 1640 cm ™'y 3¢C =

o NHNH,, - rpyn-
mr 3340-3180 ca ™t
Mace-cnekTp: (M (m/e 388) 1 (M-t
{(m/e 387)3 (M-NHNEQ ¥ (mfe 357)% (i~coy
(m/e 329): (H-HEQN)+ (m/e 302) unp.
Hpuwep 4. Honyuesne 1-(rup-~
P23HHOK2DOGORMI) —MeTHII-T—MeTHI-5-dg=
Hu~1, 2=purupapo~3H-1, 4~Bensnuaaemyu-
~2+«0Ha,
HpoBomAT aKanoriuHo TnpHMepy 1,
npe 10~xpaTHoM H30WTKe I'HAPAIWHI'W—
paTa H BpeMeHH KunAudennd 20 MuH, Bu—
xog 98%, rT.mn, 180-181°C,
Haineno, %: C 67,2 0 5,5; N17,5.
C¢5H4&N4Oz
Buuncieno, %Z: C 67,0; H 5,65

B 17,3,

Yo-cnexrp (B sramone) 19 4440= 205,
232 u 375 umM,

o Bl

e
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HK-cmextp (ratineTkw KBr): VC
O-rpynnm 1670, 1640 cn“‘;q C
Q NHNHz-rpvn—

a1 il

1]

i

N-cBaasn 1605 en™ ,
mm 3340-3180 oM™
Mace-cmexrp: (MY (mfe 322)%
(M-1)F (m/e 321): (M-NHNH,)' (m/e
290); (M-CO)¥ (m/e 262)5 (M-H,cN)"
(mfe 233); (M-CH,)+ (m/e 220) n pgp,
Ipuwdep 5. Nonyuenne 1-(run
pasHBoxapBorun) ~MeTHR—5-~benan—1, 2=
~aurugpo~3H-1,4-6enspnasenyn—2-~0Ha,
IIpoBOAAT aHATQOTHUHC TpuMepy 1
npd 10-xpaTHoM MabBuTKe IHAPAIHHIUL—
paTa ¥ BPEMeHH KunAuveHHA 15 MHH. Bu-
xon 95%, T.mn,118-122%C,
Hafineno,%: C 66,5/ A 5,7; N 18,3.
c(?Husuqoz

BoraucnesHo, L3

Yd-cnexrp (B
229, 377 Hwm.

HK-cnexrp (rabnerku KBr): Q(:=
= O-rpynosl 1670, 1640 em ™' T

N-cpaan 1595 cu";‘QNHNHQ—rpynnm
3340-3185 cm™' N
Mace—cmexTp: (MT‘ (m/e 308); (M-H)
(mfe 307); (M-NHNH)* (m/e 277)%
(M-CO)* (m/fe 249)%y (M-H,CN)* (m/e
222)s (M-CH* (mfe 2075 u np.

Npumerp 6. Honyuenue 1=-{rna-
pasusoKapbouEn) —eTHN- 7 ~HHTPO~5—de~
ww—1 , 2-purunpo=38-1,4~6edsanasenyH-
wB-OHA .

MpoBonAT aHanoTUuHo TpHMepy | npH
1}-KpaTHOM HM3BNTKe PHIDAZHHIHIpaTa H
BpeMedH KHavenHa 15 siH, Bexon 93%,
T.an. 203-204°C,

Haimeno, Z: C 57,6] H 4,1;N 20,0,

Cf?H15N§04

Beruncneno,Z: ¢ 537,84 H 4,2;

N 19,8,

Yo-cnexktp {8 atanone) : A uaxe =

231 1 378 Hm,

C 66,2{ H 5,6; N 18,2,
ararnne) 1R pave 204,

205,

CocraslTens
Pepaxrop M.Jlenmuz

10

15

25

30

35

40

Texpen J.Cepgioxosa

HK-cnexrp (rabmerkn KBr): ~( =
O-rpynms npw 1680, 1650 cm‘u yC =
N-cmra3u 1590 CM'H N} NHNH ,~ rpynnet
3340, 3190 cu™, .

Macc—cnextp: (MY (m/fe 353): (M-H)
(m/e 352)5 (M-NHNH,'* (m/e 322)
(M-cO)* (m/e 294)) (M-H,CN)* (m/e 267)
H Op.

Hpume p 7. Nonyuenne 1-(runpa-—
aHHoKapOoHWT) ~MeTHN— 7 —Xop—5—
~(o=xnop)-denun-1, 2-purusrpo ~34-1, 4~
~BeHanHasenuk-2~0Ha,

NIpoBONAT aHanorHyHo npumepy 1
npu 40-xpaTHOM HafiWTKe THAPASHHTHA-
PATA H KHNA4YeHHH B TeyeHHe 30 mu, Bo-
xop 967, v.mn. 245-2469C.

Hatineno,%: C 54,61 H 4,178 15,1,
€\ HaClN 0,
Buuucneno,%: ©C 54,17 H 3,7,
N 14,8,

Yo-cuextp (p aTamone) :7 ...~ 206,
233 u 377 uM.

UK-cnexrp (radtnerxu KBr): ¢ =
O-rpymnm 1678, 1640 cm™', ¥ C =
N-cBaaw 1605 em™'; QNHNH?_ —1py-
e 3340-3175 em™
Mace-cnekTp: (ML+ {m/e 376),
(M-H}* (m/e 375); (M-NHNH,}* (m/e
344)5  (M-COY (m/e 318), (M-H_CW)™
tmfe 291y (M-CH)Y (n/e 276),°

(M-C1)Y (mfe 241) B ap.

TaxkuM o6paszoM, c¢nocob ofsamaeT
CHeVHMHMH TIDeHMYWEeCTBaMH 0 Cpan—
HEeHHI0 C NPOTOTHROM:

NoBHMeHe suxona Ha 6-187 (yuu-
THBAA Sonpmyw ebedHo~NDoOMHIZKTH=
YECKYW HeHHOCTh [dHHWX BemecTs,
YXA3dHHOE NOBLIIEHHE ABAAETCA CY-
NeCTBeHHEM) |

YCKOpeHHe NDPONeCcca NONMYUeHHA
1-{ruppasusokapBonnn) ~anxun-1, 2-
=purunpo-3H=-1,4-Beuspnasenuu~2-oHos,

KopperkTop M. Narait

Jakaas 2298 Tupax 252

Mopnucuoe
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