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CHHTE3
4,6- ITUMETNJI-5-R-3-IIUAHOIIUPUIUH-2-CYJIb®OHUWIXJTOPUIOB
N N-3AMEHIEHHBIX CYJIb®OHUWJIAMHNAOB HA UX OCHOBE

OKHUCIUTENBFHBIM XJIOpUpoBaHueM 3-mimaHonupuaiH( 1 H)-2-THOHOB CHHTE3UpOBaHEI
COOTBETCTBYIOIINE 3-IIHAHOMHUPHUINH-2-CYIbOOHUIXIOPUABL. Y CTaHOBIEHO, 4TO 4,6-
IlI/l—MeTl/L]'I—3—L[I/laHOHI/lpl/I}lI/IH—Q,—Cyﬂb(l)OHI/IJ'IXIIOpl/I}I Ha CTau BBIACIICHUS JIMMHUHHUPYCT
MmoJsekyiry SO,. N-3amenieHHble CyJb(GOHMIAMUABI HA OCHOBE IOCIEAHETO ITOJIyYEHBI
B3aMMOJAEHCTBUEM CBIPOTO CYIb(HOHMIXIOPHIA C aMHHAMH B BOJHOI cpeze.

KaroueBsbie cioBa: cynb()oHUIAMUIBI, CYJIbGOHMWIXIOPUABI, OKHCIUTEIBLHOE XJIO-
PHpOBaHHE, CHHTE3, IMMHHUPOBAHUE.

Apui- U reTepuicyib(QoHUIaMIAB 00JIaaloT pa3HOOOpa3HOW OMOIOTHYE-
CKOH aKTHBHOCTBIO, B TOM UHclie papmakomorndeckoit [1, 2], repOurtumaHoi [3]
n pyurumuaaoi [4]. C 1enpo pacupeHns CIIeKTpa OMOJIOTHYECKA aKTHBHBIX
BEIIeCTB HaMU ObLIa MPEINPUHATA TOMBITKA CHHTE3a HOBBIX MUPHINII-2-CYITh-
dhormxI0puA0B U N-3aMEIICHHBIX CYIb(OOHMIAMHUIOB Ha WX OocHOBE. OmaHUM
W3 PacIpOCTpaHEHHBIX CIMOCOOOB MONYYEHUS apOMAaTHYECKUX CYIb(OHUIXIIO-
PUIOB SBISETCS OKHUCIHTEIHHOE XJIOPHUPOBAHHE COOTBETCTBYIOIIUX MEPKANTO-
MIPOM3BOAHBIX [5]. B KauecTBe WCXOMHBIX COCAMHCHHWA HaMU HCIOJIB30BaHBI
3-mmanonupunuH(1 H)-2-trons! 1a,b, cuHTE3 KOTOPHIX OnrcaH B padote [6].

OKHCITUTENRHOE XJIOPUPOBAHNUE OCYIIECTBISLIN B cpeae 2 H. pactBopa HCI
BuHTepBaie or -3 g0 0 °C. Ilpm »srom 4,6-mumerni-S-xmop-2(1H)-
nupuauaTHoH (la) Tmaako m ¢ xopomuM BexomoMm (85% Teop.) maer cooT-
BETCTBYIOIIUH TMUPHIUH-2-Cyabhormaxiaopun 2a. 4,6-JAmverwn-2(1H)mupn-
muaTHOH  (1b) B mporecce peakmum TakkKe o0pasyeT IeNeBOH Cynb(do-
Huxyopun 2b. OpHako ero AaibHEWIee MOBEICHUE BechbMa HEOOBIYHO: Ha
CTaIu¥ BBICYIINBaHUS (TeMIiepaTypa KOMHATHas, JaBleHne atMochepHoe min
5-10 MM pT. cT.; MO0 OTrOHKA PACTBOPUTENS W3 OCYIICHHOW BBITSKKH
MIPOTyKTa) IMOCICTHUN SIUMHHHPYET MoJekynmy SO,, kak Obl "BCkumas' IMpHu
aToM. B pesynbTaTe o0pazyercs 4,6-TUMETHII-2-XTOPHUKOTHHOHUTPII (3).

UTtoOBI W30EKaTh pasiloKeHUS CyIbGOHIWIXIOpHAa 2b, CBIpo TPOAYKT
HEMEIJICHHO HWCIOJBh30BAIM B peakIusiX C amMuHaMd. s 3TOro K BOJHOM
cycner3un 2b mpu temreparype 8—10 °C mpuOaBIsLIN MO KaIlIIM pPacTBOP
COOTBETCTBYIOIIETO aMFHA B alleTOHE W Tocie 2—4 9 MepeMeNInBaHus BBICISIIN
cynshornmamuasl 4h—1 ¢ moBompHO BhICOKMMH BbIxomamu (64—-74%), ciemo-
BaTENbHO B JAHHBIX YCIOBHSIX CyNb(OOHHIXIOpHA 2b HE ycleBaeT THApOIH-
30BaThCH.
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1,2 aR=CLLbR=H; 4a-gR=Cl;a R'=H,R*= 2-stundenu; b R!'=H, R?= 4-meTmir-3-
xnoppernr; ¢ R'=H, R?= pypdypur; d R'=H, R?=4-xnop6ensun; e R'=Et, R*=Ph;
fR'R* = (CH,CH,),CHMe; g R'R*=(CH,CH,),0; h-1R=H, h R'=H, R*= 2-standenmr;
i R'=H, R?= uukiorexcun; j R!'=H,R*= n3onponui; k R!'= R%*= aum;
1R'=Me, R*=Ph; 5 a R*=2-stundenun, b R? = 4-mernn-3-xnopdhenun

CynbhoHWIXIOpH] 2a B OTIMYHE OT coennHeHus 2b nocrarouHo crabuiieH,
MO3TOMY IIOCN€ CYUIKM W OYUCTKH €ro IOABEpPrajd B3aUMOJEHCTBHIO C
aMMHAMH B TPaJULIMOHHBIX YCIOBHSAX, a UMEHHO, CHHTE3 CYJIb(OHHIAMHIOB
4a—g ocymecTBIsTM B cpeae Oe3ogHoro OeHzona B mpucytctBuu Et;N.
Oxkazanoch, 4TO peakius 2a ¢ NEpBUYHBIMM aMHUHAMH IPOTEKAET HEOIHO-
3Ha4HO. B cnyyae mpuOaBieHUs MEPBUYHOTO aMHHA K pacTBOpYy CyJbdo-
HUWIXJIOpHIA 2a HapsAy C LeNeBbIMU cyiabpoHmnamugamu 4a,b obpasyrorcs
ouccynbdoHmwiamMuebl 5a,b. HaiineHsl yciioBusi, TO3BOJSIONIME HCKIIOYHTH
MIPOTEKaHUE MapauleIbHON KOHKYPHPYIOIIEH peakuuu, A 3TOro pacTBOP
cyab(oHMIXIOpUAa 2a MPUOABIUIIM O KaIlUIsIM K PacTBOPY MEPBUYHOTO aMUHA
npu temnepatype 10-15 °C.

PesynpTatel aneMeHTHOTO aHanM3a npuBeaeHbl B Ta0I. 1. CTpyKTypa cuHTe-
3MPOBAHHBIX COENMHEHHil TOATBEpXAEHAa coBOKymHOocThio MK, SIMP 'H wu
Macc-CreKTpoB (Tabi. 2, 3, SKcriepuMeHTalbHAas 9acTh).

Cnektp SIMP 'H cynshoHmIXIopuaa 2a coAepXHT TOIBKO CHTHAIEI JBYX
METHJIBHBIX Tpynn nupuauHa npu 2.80 u 2.85 M. 1. B mMacc-cniektpe nmeercs
rpyImna MUKOB MOJEKYJISPHOTO MOHA C OTHOCUTEIBHON MHTEHCHUBHOCTBIO 15%.
Jns mepBUYHO# (pparMeHTanMy HaOMIOAAIOTCS 1B HANIPABICHUS: SIUMHUHHAPO-
BaHue rpymnsl SO, u moreps rpymmnel SO,Cl, mpuuem 07 MOCIEAHETO
(¢parMeHTa B TIOJITHOM MOHHOM TOKE SIBIISIETCS MaKCUMalbHOU. 11 BTOpUYHON
IUCCOLMATUBHON HOHM3auuy xapaktepHa noreps rpynn HCN, Cl u ap.

Cynsdponmnxnopun 2b oxapakrepu3oBaH N-3aMeLIEHHBIMH CYJIb(QOHHI-
amugamu 4h-l, monydeHneiMu Ha ero ocHoBe. B MK cmekrpax cynbdonmi-
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amug0B 4a—1 HaONFONAIOTCS JIBE XapaKTEPHCTHUECKHE TOJIOCHI MOTJIOUICHUS B
o6macTsx 1134-1157 u 1358-1377 cM ', 4TO COOTBETCTBYET CUMMETPHUECKUM H

ACUMMETPHUSCKUM KoJiebaHusM Tpynmbel SO,,

a TaKXKEC I10JI0Ca IIOIJIOIICHHA

upaHorpynmel npu 2222-2231 cm ' [7]. Crextpst SIMP 'H coenunenuit 4a—1
coZiepkaT Bce He0OXOoAUMbIE CUTHANBI (Tali. 2).

Tabnuma 1

DuU3NKO-XHMHUYECKHE CBOICTBA CHHTE3UPOBAHHBIX COGIH/IHeHl/lﬁ

Co- Haiineno, % BeI-
enu- Bpyrro- Beruncneno, % T. mn., °C xon,
HEHHe bopmyra C H N S K
2a CsHeCLN,O,S 36.41 2.33 10.20 11.88 79-80 85
36.24 2.28 10.57 12.09 (rexcan)
3 CsH;CIN, 57.82 4.38 17.01 — 95-96 81
57.67 423 16.81 (rexcan)
4a Ci6H16CIN;O,S 55.12 4.65 11.88 9.24 181-182 71
54.93 4.61 12.01 9.17 (EtOAc)
4b Ci5sHi3CLN;0,8 48.80 3.47 11.11 8.89 198-200 66
48.66 3.54 11.35 8.66 (EtOH)
4c Ci3H2CIN;058 48.59 3.86 13.01 10.03 138-139 69
47.93 3.71 12.90 9.84 (rekcan +
+ EtOAc)
4d Ci5sHi3CLN;0,S 48.41 331 11.18 8.74 179-180 56
48.66 35 11.35 8.66 (EtOAc)
4e Ci6H16CIN;O,S 54.68 4.39 12.29 8.93 129-131 69
54.93 4.61 12.01 9.17 (tmuKITO-
reKcaH)
4f C,4H;5CIN;0,S 51.02 5.67 12.56 9.61 106-107 88
51.29 5.53 12.82 9.78 (rexcaH)
4g C,H,4CIN;05S 45.83 4.26 13.12 10.22 154-156 76
45.64 4.47 13.31 10.15 (rexcaH +
+ EtOAc)
4h Ci6Hi7N30,S 61.17 5.62 13.18 10.34 147-148 66
60.93 5.43 13.32 10.17 (rexcaH +
+ EtOAc)
4i Ci4H19N;0,8 57.12 6.41 14.17 11.08 151-152 74
57.31 6.53 14.32 10.93 (rekcan +
+ EtOAc)
4j C11Hi5N;0,8 51.89 5.64 16.72 12.43 98-100 72
52.16 5.97 16.59 12.66 (rexcan)
4k CisHi7N;0,8 57.58 5.69 14.57 11.14 52-53 70
57.71 5.88 14.42 11.00 (rexcan)
41 Ci5sHisN;0,8 59.51 5.16 13.71 10.39 111-112 64
59.78 5.02 13.94 10.64 (tuKITO-
reKcaH)
5a C,4H,,CLN5O4S, 50.02 3.60 12.23 10.89 248-251 56
49.83 3.66 12.11 11.09 (EtOH +
+ [IM®A)
5b C13H 5CI3N5048, 46.64 3.19 11.37 11.04 262-265 44
46.13 3.03 11.69 10.71 (EtOH +
+ IM®A)

Crextpsl SMP '"H coeannenmii 2-5

Tabnuma 2
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Coenu-

XuMmudeckue CaBUry, o, M. 1. (J, ')

HEHHUE

2a 2.85 (3H, c, 6-CH3); 2.80 (3H, ¢, 4-CHz)

3 7.45 (1H, ¢, H-5); 2.62 (3H, ¢, 6-CHj); 2.55 (3H, c, 4-CH3)

4a 7.78 (1H, ym. ¢, NH); 7.62—7.30 (4H, m, Ar); 3.00 (3H, ¢, 6-CH3); 2.85 (3H, c,
4-CH;); 2.62 (2H, k, J = 7.6, CH,CH3); 1.22 (3H, T, J = 7.6, CH,CH3)

4b 8.02 (1H, yur. ¢, NH); 7.89 (1H, ¢, H-2 Ar); 7.64 (1H, n, J= 8.3, H-5 Ar);
7.55 (1H, n, J = 8.3, H-6 Ar); 2.94 (3H, c, 6-CH; Py); 2.82 (3H, c, 4-CHj; Py);
2.35 (3H, c, 4-CHj; Ar)

4c 8.85 (1H, ¢, NH), xonbuo ¢ypana: 7.45 (1H, n, Js 4= 1.8, H-5); 6.30 (1H, x. 1,
Jia = 3.5, Js4=1.8, H-4); 6.20 (1H, n, J54= 3.5, H-3); 427 (2H, ¢, CH,);
2.65 (3H, c, 6-CHj; Py); 2.60 (3H, c, 4-CH; Py)

4d 8.70 (1H, ym. ¢, NH); 7.32-7.21 (4H, m, Ar); 4.25 (2H, ¢, CH,); 2.85 (3H, c,
6-CHj; Py); 2.75 (3H, ¢, 4-CH; Py)

4e 7.41-7.30 (5H, m, Ar); 3.95 (2H, x, J = 7.2, CH,CHj3); 2.80 (3H, ¢, 6-CHj; Py);
2.65 (3H, ¢, 4-CH; Py); 1.15 (3H, 1, J = 7.2, CH,CHs;)

4f 3.84 (1H, m, CH, muniepuaun.); 3.01 (1H, m, CH, nunepuaun.); 2.72 (3H, ¢, 6-
CH; Py); 2.62 (3H, ¢, 4-CH; Py); 1.75 (1H, m, CH, munepumus.); 1.62 (1H, m,
CH, munepumun.); 1.30 (1H, M, CH munepunus.); 1.02 (3H, m, CH;)

4g 3.73 (4H, m, OCHy,); 3.43 (4H, m, NCH,); 2.78 (3H, ¢, 6-CHj; Py); 2.70 (3H, c,
4-CH; Py)

4h 10.24 (1H, yur. ¢, NH); 7.70 (1H, ¢, H-5 Py); 7.24-7.05 (4H, m, Ar); 2.66 (2H,
K, J = 7.5, CH,CH3); 2.60 (3H, c, 6-CH; Py); 2.55 (3H, ¢, 4-CH; Py); 1.08
(3H, T,J=17.5, CH,CH3)

4i 8.30 (1H, ym. ¢, NH); 7.65 (1H, c, H-5), xonbuo mukiorekcana: 3.18 (1H, wm,
CHN); 1.81 (2H, m, He-2,6); 1.75 (3H, M, He-3,4,5); 1.48 (2H, M, Ha-2,6);
1.21 (1H, M, Ha-4); 1.10 (2H, M, Ha-3,5); 2.62 (3H, ¢, 6-CH; Py); 2.55 (3H, c,
4-CH; Py)

4j 8.18 (1H, 1, J = 6.8, NH); 7.66 (1H, c, H-5); 3.52 (1H, m, CH(CH),); 2.60
(3H, ¢, 6-CH; Py); 2.55 (3H, ¢, 4-CH; Py); 1.12 (6H, n, J = 6.8, CH(CHa;),)

4k 7.69 (1H, c, H-5); 577 2H, n. n. n, J = 15.0, J=11.0, J=17.0,
CH,CH=CH,); 5.26-5.15 (4H, m, CH,CH=CH,); 3.93 (4H, n, J = 4.8,
CH,CH=CHy,); 2.62 (3H, c, 6-CH; Py); 2.57 (3H, c, 4-CH; Py)

41 7.72 (1H, c, H-5); 7.40-7.25 (5H, m, Ar); 3.48 (3H, ¢, N-CHs3); 2.68 (3H, c,
6-CH; Py); 2.57 (3H, ¢, 4-CH; Py)

5a 7.55-7.25 (4H, m, Ar); 2.92 (2H, x, J = 7.6, CH,CHj3); 2.75 (6H, ¢, 6-CHj; Py);
2.70 (6H, c, 4-CH; Py); 1.22 (3H, 1, J = 7.6, CH,CHs;)

5b 7.82 (1H, ¢, H-2 Ar); 7.60 (1H, n, J = 8.3, H-5 Ar); 7.51 (1H, n, J = 8.3, H-6

Ar); 7.82-7.51 (3H, m, Ar); 2.82 (6H, ¢, 6-CH; Py); 2.72 (6H, ¢, 4-CH; Py);
2.41 3H, ¢, 4-CH; Ar)

MournekynspHble HOHBI CyiabhoHuIamMuI0B 4a—1 BecbMa HeCTaOWIIBbHEI
VY OOJNIBIIMHCTBA COCIUHCHUH HWHTEHCUBHOCTH ITMKOB MOJICKYJSIDHBIX HOHOB
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cocTtaBiseT 2—5% u numb B equHUYHBIX crydasx 10 (4a) u 23% (4i). B macc-
cnekTpax cyiabpoHunamMunoB 4b,c,g,j 1 4K MUKH MONEKYJSPHBIX HOHOB OTCYT-
ctBytoT. [lanbpHelmas QparMeHTanus UMEEeT MHOTO OOIIEr0 W MOXKET OBITH
OTpakeHa CJIEYIOLIEH CXEMOI:

1 +e 1 + e

Het—SO —N/R i -S0, H t—N/R i

€ 2 .2 —_— © N2
R R
Mt F,
\EOZNR‘RZ _ NRV \Het
+
Het™ NRIR? |
F, F,
Tabnuna 3

Macc-cneKTpsbl 3J1eKTPOHHOIO yiapa coeluHeHui 2a, 3, 4a—1, Sa,b

o e G

2a 264 [M]" (15), 200 [M-SO,]" (18), 165 [M=SO,C1]" (100), 138 [165-HCN]" (34),
130 [165-CI1]" (25), 102 [138-HCI]" (55)

3 166 [M]"(100), 130 [M-HCI]" (30), 104 [130-CN]" (24), 103 [130-HCN]" (26)

4a 349 [M]" (10), 320 [M—-C,H;]" (22), 285 [F,]" (14), 270 [285-CH;] * (30), 256
[320-S0,]"(19), 165 [F,]" (11), 120 [F5]" (100)

4b 305 [F1](8), 270 [305-CI]" (24), 165 [F,]" (51), 140 [F5]" (100), 105 [140-CI]" (44)

4c 261 [F,]"(10), 232 [M—CN, —bypun]* (17), 165 [F,]" (100), 138 [165-HCN]" (18),
96 [F3]" (56)

4d 369 [M]"(2), 305 [F,]7(6), 165 [F,]" (51), 140 [F5] 1" (100), 125 [F5-NH]" (23)

4e 349 [M]" (2), 334 [M—CH;]" (4), 285 [F,]" (4), 165 [F,]" (11), 120 [F5] " (100)

af 327 [M]"(2), 263 [F,1°(5), 165 [F,]"(23), 98 [F5](100)

4g 251 [F1]7(3), 165 [F,]" (14), 130 [165—CI1]" (10), 86 [F5]" (100)

4h 315 [M]7(23), 251 [F,]7(16), 236 [251-CH;] ¥ (23), 222 [251-C,Hs]" (27), 131 [F,]"
(11), 120 [F5]"(100)

4i 293 [M]" (2), 250 [M—C;H,]" (57), 186 [F,]"(28), 159 [186-HCN] " (38),
131 [F,]" (49), 98 [F3]" (100)

4j 238 [M—CH;]"(61), 174 [F,]" (42), 131 [F,]" (84), 104 [131-HCNT" (37), 58 [F5]*
(100)

4k 186 [M—=S0,, -CH,CH=CH,]" (8), 171 [186-CH;]" (5), 131 [F,]" (23), 96 [F]" (100)

41 301 [M]"(5), 237 [F,]7(27), 222 [237-CH5] " (11), 131 [F,]" (16), 106 [F5]" (100), 77
[CeHs]™ (87)

5a 449 [M-2S0,]" (3), 348 [M—2S0,—Het]" (45), 284 [M—HetSO,] " (100), 165 [Het]"
(20), 129 [Het-HCI]" (10), 119 [M—2HetSO,]" (80)

5b 469 [M-2S0,]" (3), 368 [M-2S0,-Het] " (18), 304 [M-HetSO,] " (10),

269 [M-HetSO,~CI]* (18), 165 [Het]" (32), 139 [M—2HetSO,]" ( (100)

B UK cnektpax coeauHeHudt Sa—b B cpaBHeHuM co crnekrpamu 4a—b
HCYe3aeT 1MoJioca noromieHus rpynmns NH.
B macc-cniekTpax coeauHeHuit Sa—b He cojaepiKarcs MUKA MOJEKYJSPHBIX
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MIOHOB, HO MpPHUCYTCTBYIOT Muku ¢parmentoB [M—-SO,]". IlyTu nanbHeiiureit
¢dhparmenranuu Sa—b oTpaxkeHs! B Ta0m. 3.

B uucne BHOBb CHHTE3UPOBAHHBIX CYNb(QOoHMITaAMUIOB 4a—l HaliIeHbI coeu-
HEeHUs, 00J1a1atolie aHTHAOTHON U POCTPETYIUPYIOIIEH aKTUBHOCTHIO.

SKCIIEPUMEHTAJIbBHASI YACTb

UK cnektpsl 3ammcaHbl JUis CyCHeH3MH OOpa3loB B Ba3eJIMHOBOM Maclie Ha
cnextpo-horomerpe Specord-71 UR-20. Criextpsr SIMP 'H nosyueHs! uis pacTBOpOB
oopaszoB B JIMCO-ds Ha panmmocmektpomerpe Bruker WM-500 (500 MIm),
BHyTpeHHU# cTangapT TMC. Macc-ciektpsl OV 3amucansl Ha mpubope Finnigan MAT
INCOS 50 (sneprust monumszanuu 70 3B). DOnementHoii anamu3 Ha C, H, N u S
CHUHTE3UPOBAaHHBIX COCAMHEHUI BhINONHEH Ha aHanmu3arope Carlo-Erba (mozens 1106).
KoHTponps 3a X0IOM peakIuy W YHUCTOTOW IMONyYaeMBIX MPOIYKTOB OCYIIECTBILIICS
merogoM TCX ma mmactuakax Silufol UV-254 B cucreMe rekcan—aneroH, 1:1,
MIPOSIBUTEI — Mapbl HOJA.

Hcnone3yemblii B cHHTE3€ B KaUueCTBE pAaCTBOPHUTEINS OEH30J1 OUHIIAIN OT IIpUMecer
1 aOCOIOTHPOBAIH 110 H3BECTHBIM METOAUKaM [8].

Hcxonubie 3-imaHonupuanH-2-Tuousl 1la—b monmydanu nmo meroay [6] U3 cooTBeT-
CTBYIOIIMX 2-XJIOPHUKOTHHOHUTPHIIOB, CHHTE3 KOTOPBIX ONucaH B pabore [9].

4,6-IumMeTHI-5-X10p-3-UMAHONUPUIAUH-2-CYTb(OHUIXTOPUT (2a). B
cycriensuto 2.0 r (10 mmons) Trona 1a B 20 mu 2 1. HC] npu nepeMeInmBaHuy B TCYCHUE
1 1 6ap6o-Tupytot Cl,, mogepxuBasi TeMIepaTypy peakiiMoHHOW CMECH B HHTEpBaje OT
—2 1o 0 °C. Ilocne oTKIIIOYEHHS TOKA XJIOpa MEPEMEIINBAIOT IIPU ATOH ke TeMIIepaType
eme 20 muH. Ocaiok OTGUIFTPOBBIBAIOT, MPOMBIBAIOT Ha (QWIIBTPE JICASHON BOIOH 10
HE-TpajbHOM peakluy, OT)KUMAIOT U CyIIaT B BaKyyMHOM 3KcHKarope npu 5—10 mm
pt. cr. Ilocne mepekpucraum3anyuy U3 6e3BoaHOro rekcana monydaor 2.27 1 (85%)
LIEJIEBOTO MPOAYKTA B BHJIE CBETIO-)KEITHIX OJECTAIMX KPUCTAILIOB C T. 1. 79—80 °C.

4,6-AnMeTHI-3-IMAHOMUPHIMH-2-cyIb(oHuAXJ0pHa (2b) momywatorT asano-
THYHO COEIMHEHHUIO 24, HO MCKIIIOYAIOT CTAJNIO BBICYIIMBAHUS U MCIIOJIB3YIOT IPOIYKT
cpasy e B peaKliuy ¢ aMUHOM.

4,6-IumeTna-2-x10pHuKOTHHOHUTPUI (3). A. Ilpoxykr 2b mocie mpoMbIBaHUSA
JEASHOW BOJAOW CymIaT B BaKyyMHOM O3KcHWKaTtope mpu 5—10 MM pT. CT., MOTy4aroT
HuTpua 3 ¢ BeIxoaoM 81%.

b. Ilpoxyxr 2b mocie TpOMBIBAaHHS JIEASHON BOIOW SKCTPAarHpPyOT OEH30JI0M,
BBITSDKKY cymiaT 6e3BojiHbIM Na,SOy4, pacTBOPUTENH OTTOHSIIOT C IIOMOIIBIO POTAIMOH-
HOTO MCHapHTeIIs, TOIY9IatoT HUTPHI 3 ¢ BBIX0AOM 73%.

Bce Qu3Mko-xMMHUECKHE XapaKTEPUCTUKU MPOAYKTa 3 HACHTHYHBI TaKOBBIM
COeIU-HEeHUs], OIMCAHHOTO B [9].

N-(2-93Tundenna)-4,6-1uMeTHII-S-X10p-3-IHAHONUPUTMH-2-CYTbHOHUIAMU
(4a). K pactopy 0.47 r (4.0 mmonp) 2-3tumanmimHa 1 0.38 T (3.8 mmons) Et;N B 15 Mt
0e3BojHOrO OEH3071a TpH IMEepeMEelIMBaHUM J100aBIsAIOT Mo KarisiM pactBop 1.0 r
(3.8 MMOTIB) cynmBGOHMIXIIOpUAA 24, TIOANEPKUBAs TEMIEPaTypy PEaKIIMOHHOW CMecH
B unHTepBaie 10—15 °C. Ilo okoHuanuu npudaBieHus nepememnBaoT 0.5 94 mpu ToH
e TeMIleparype, 3aTeM NpH KOMHATHOH emte 2-3 4. Ocalok OT(HUIBTPOBHIBAIOT,
oTtMbiBatoT Ha ¢unbTpe Bogoit ot EtzN*HCI, 00beanHSIOT ¢ OCTATKOM, MOJIYy4YEHHBIM

Mocjie  ymapuBaHHWs ~ MATOYHOIO  pacTBOPa, U IEPEKPUCTAIUIM30BBIBAIOT U3
EtOAc.

[Momydator 0.94 r (71%) nenesoro cymbdonunamuna 4a ¢ 1. wi. 181-182 °C. UK
cnekTp, v, cM : 1144, 1362 (SO,), 1482, 1548, 1589 (C=C, C=N apom.), 2227 (C=N),
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3348 (N-H).

Coennnennsi 4b—d monydaroT aHaJOTMYHO.

4,6-InmeTna-5-xa0p-3-unanonupuaun-2-cyjabpoanamopdoaun (4g). K pactso-
py 0.90 r (3.4 mMmoib) coeauHeHus 2a B 15 My 06e3BogHOrO OeH30J1a MPHJIHUBAIOT
pactop 0.31 r (3.57 mmonb) mopdonuna u 0.34 r (3.4 mmons) Et;N B 10 M 6e3Bon-
HOro OEH30J71a M OCTaBISAIOT Ha 3—4 4 MpW KOMHATHOH TeMmmepaType. PeakimoHHyO
Maccy ormibTpoBbiBatoT oT ocanka (Et;NeHCI), pacTtBop ynmapusaror, ocTaTok nepe-
KPUCTAUTN30BBIBAIOT U3 cMecH rekcaH—-EtOAc, 1:1, momygaror 0.81 T (76%) cynbdo-
HuTaMuga 4g B BuJe OENBIX KPUCTALIOB ¢ T. w1 154-156 °C. UK cmektp, v, cM
1162, 1373 (SOy,), 1562, 1558 (C=C, C=N apom.), 2230 (C=N).

Coennnenust 4e,f momyyaroT aHaJIOTHYHO.

N-Metuia-N-penuii-4,6-1umMeTHI-3-UHaHONUPUIUH-2-cyabonnaamux  (41).
K cycnensun 1.0 r (4.3 Mmoub) BiaxkHoro cyibdonmixiopuia 2b B 6 M1 Boasl mpu
temneparype 8—10 °C mnpubapnsior mo kamsiM pactBop 0.50 T (4.3 MMoib)
N-metunaammaa u 0.43 v (4.3 mmoms) EGN B 2 M ameroHa, mommep:KuBast
TemnepaTypy nocrosHHou. [locne nmpubaBIeHns aMHHOB MEPEMEIINBAIOT MIPH TOH Ke
temreparype 1.5-2 4, 3aremM TemrepaTtypy MOCTENEHHO MOJIHUMAIOT A0 KOMHATHOW M
BhIZIepKuBaroT enie 1.5-2 4. Peaknmonnyto maccy noakucisator konu. HCl no pH 34,
0caZioKk OT(HIBTPOBBIBAIOT, MIPOMBIBAIOT BOJOH, cymaT. Ilocine mepexpucTam3anim
u3 1uKiorekcana noiydart 0.84 r (64%) mpoaykra 41 ¢ 1. mn. 111-112 °C. UK
cnexTp, v, cM : 1134, 1377 (SO,), 1458, 1527, 1591 (C=C, C=N apom.), 2226 (C=N).

Coennnennsi 4h—k monydaroT aHaJOrMYHO.

N-(2-9Tundennn)-4,6-TuMeTHII-5-XJ10p-3-HHAHONUPHIUH-2-cyabhoHUIaMu] (4a)
u  N-(2-arungenuwn)-N,N-0uc(4,6-1umMeTHI-5-X10p-3-uHAHONMPUIHH-2-CYIb(OHMT)-
amuH (5a). K pactBopy 1.20 r (4.5 MMounb) cynbghoHIIXI0pUaa 2a B 15 M1 6€3B01HOTO
6en3ona npu Temneparype 10-15 °C nobasmustoT no xaruisim pactsop 0.57 1 (4.7 MMoIb)
2-otunanwauHa 1 0.48 T (4.5 mmons) EGN B 10 M Ge3BogHoro Genzoma. IMocie
npubaBIeHNss aMHHOB IEpEMEINNBAIOT MpH Toi xe Temmneparype 0.5 4, 3arem mpu
koMmHaTHOH eme 2-3 4. Ocafok OT(GWIBTPOBBIBAIOT, OOWJILHO HPOMBIBAIOT BOOM,
cywar. ITomyuaroT cMech npoaykros ¢ Ry 0.46 (4a) u 0.21 (5a) mo TCX. Ocanok
HarpeBaroT a0 kumeHus ¢ 15 mu EtOAc, oThUIBTPOBHIBAIOT OT HEPACTBOPUBIIEHCS
YaCTH, BBITSDKKY OOBEIMHSIOT C OCTaTKOM, MOJYYEHHBIM IOCIE YHNapHBaHHUs MaTo4-
HOrO pacTBOpa M ABakAbl Hepexpucramnu3oBbiBatoT U3 EtOAc. Ilomyuaror 0.38 r
(29%) mponykra 4a ¢ 1. mn. 181-182 °C. Ocanmok, He pactBopmBmmiics B EtOAc,
nepekpucTaum3oBsiBaloT U3 cMmecu EtOH-JIM®A, 1 : 1, nmomydaror 0.55 r (56%)
POYKTa 52 B BUJE GEIIbIX KPUCTAILIOB ¢ T. 1. 248251 °C. MK crextp, v, eM 't 1138,
1360 (S0O,), 1464, 1541, 1580 (C=C, C=N apom.), 2226 (C=N).

Coennnenne Sb mony4aroT aHAJOTHYHO.
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