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BriepBbie u3ydeHa pernoceneKTHBHAS peakuus 4,5-IUruapoKcu-1-MeTHINMUAAa30IMANH-2-THOHA ¢ 1-aIKWIMOYEBUHAMH, B PE3YJIbTaTe
KOTOPOI MPEHMYIIECTBEHHO MOJyYeHBI paHee HEJOCTYIHBIE |-anKuia-4-MeTHICEeMATHOTITUKOIbYpUIbL. [loka3aHo, 4To B3anMozaelcTBre
peareHToB CONPOBOXIAeTCs 00pa30oBaHWEM H30MEPHBIX 1-aJKHII-6-METHICEMUTHOTIHKOIbYPIIIOB M TOOOYHBIX M3BECTHBIX COCIHMHE-
HUi: 1-MeTHI- U 3-METHITHOTHIAHTOUHOB, 1-MeTmi-1H-umunason-2(3H)-tuona u 1,4-1u3aMEIICHHBIX TIMKOJIbYPUIOB. [Ipu B3ammo-
neicTBud  4,5-TUTHIPOKCHU- | -METHITMMUIa30JIUANH-2-THOHA € |-M30MPONMIMOYCBHHON 00pa3yeTcss TaKKe CMECh JAMACTEPEOMEPOB
1,1'-(1-mMeTHiI-2-THOKCOMMUIA30TUANH-4, S - TurT ) Onc(3 -M30IPOITMIMOYEBHHBI ).

KiroueBble cjioBa: 4,5-Z[I/IFI/I)IpOKCI/II/IMI/IZ[aSOJ'II/IZ[I/IH-Z-TI/IOH, MOYE€BUHBI, CCMUTHUOIIMKOJIbYPHJIbI, THOMOYCBHUHEI, peFHOCGJ'IeKTI/IBHBIﬁ CHUHTE3.

W3BECTHO, YTO CEMUTHO- H JUTHOTIUKOJbYPHIBI
(5-tokcorexcaruaponmuaazo[4,5-dlumuaazon-2(1H)-oHbl
u Terparuapoumunaso[4,5-dlumunazon-2,5(1H,3 H)-TUTHOHBL)
HaxoJsT MPUMEHEHHE B CHUHTE3€ MOJIEKYJSPHBIX KJIHIIC,
CEeMUTHO- i THOOAMOYCYPHUIIOB,” HCIOIB3YIOTCS B KAUECTBE
OpraHOKATATH3aTOPOB,” 4 TAKKE MATPHIL U POBEIACHHS
KoHxeHcamumii Kisitsena.*

CUHTE3UPOBaHbI Pa3UUHbIC MPEICTABUTENIN ATUX COEIH-
HEHMII' ¥ HA WX OCHOBE MONYYECHBI OM- M MOJTHIHKIN-
geckne mponsBomHbie.’ 1,4-J[M3aMelIeHHbIe CEMHUTHO- |
nutrornukonbypmiiel I u Il mpexacraBieHsl OTAENbHBIMU
npumepamu (puc. 1). Ux momydator peakmusivu 1,4-1u-
azabyra-1,3-nuenoB ¢ 1 skB. HNCO um 1 »kxB. HNCS
(cunre3 coemunenuit I) mimm 2 skB. HNCS nu6o 2 3kB.
TMSNCS (cunres coeuuenuii IT).%¢ "

H R
N—_N
s=<( I >=s
-
R
R = i-Pr, n-Bu, t-Bu, Cy, 4-MeCgH,

4-MeOCGH4, 4-FC6H4, 4-MeOCgHy, 4-EtOCgH4, 4-FCgHgy,
4-CICgH,, 4-(AcNH)CgH, 4-CICgHj, 4-(AcNH)CgH,

Pucynok 1. U3BectHble 1,4-mu3aMenieHHBIE CEMUTHO- U JHTHO-
rikonbypuiel I u I1.
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B Hacrosmiei paboTte BIiepBble JETATFHO M3YyYeHa PETHO-
celleKTUBHas peakuus 4,5-TUrHAPOKCH-1-MeTHIUMUIa30-
TUAWH-2-THOHA C |-aJKWIMOYeBHHAMH |  TIOJTYYEeHBI
HEJOCTYMHbIE paHee |-anKui-4-MeTUICEeMUTHUOTINKOIb-
ypuibl. Panee 1-3aMemieHHble 4,5-TUTHIPOKCHUMHUAA30-
JTUAWH-2-THOHBl BBOAWIM B peaknuu ¢ 1,3-auankui-
moueBrHaMu U KSCN amisi mosiydeHusi cOOTBETCTBYIO-
mmx  1,4,5-Tpu3aMelieHHbIX  CEMUTHOTIUKONIbYPUIOB U
1-3aMEIIEHHBIX JUTHOTTHKOJIbYPHIIOB.

Hcxomupiii *MUAa30IUAMH-2-THOH 1 TIOJydeH B3auMO-
JEUCTBUEM |-METHATHOMOYEBHHBI (2a) ¢ TIHOKCAlleM B
H,O npu 50°C B Teuenne 1 4,”* Ho BMecto 40% BOIHOTO
pacTBopa MCIOIB30BAIM TPUMEDP AWUTHIPAT TIHOKcans. B
CBSI3M C OTUM MBI U3YyYWJIM TIOJTHOTY KOHBEPCHU |-METHII-
THOMOYEBHHBI (2a) B mponaykT 1. YCTaHOBIIEHO, YTO K
xouny 1 u B cnekrpe SIMP 'H ynapenoii nocyxa peak-
[IMOHHON CMECHU TPUCYTCTBYIOT CHUTHAIBI MPOTOHOB ABYX
panematoB — coeauHernid 1' m 1" (cxema 1). Curnamsr
POTOHOB 1-MeTHITHOMOYEBUHEI (22)° He 0GHAPYIKEHBL.

NHz 0O H_OH H_ (OH
X T YL s j
N H20 N™""0oH
Mé  50°C,1h  md mé
2a 1 1
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PucyHnok 2. ®parment crekrpa SIMP 'H peakiuoHHO# CMeCH, TIOTy4eHHOM IpH B3aHMOACHCTBUH MMHAA30MIIMH-2-THoHa 1 ¢ 1-3THI-

MoueBuHOM (3a).

B cBs3u ¢ TeMm, YTO NpH HCMOJIB30BAaHUU KHCIOTHOTO
karanu3a coequaenus 1' u 1" OyayT NpoTOHUPOBATHCS TIO
THIPOKCWJIBHOW TpyNIe ¢ OTPHIBOM MOJIEKYJIBl BOJBI,
00pasysi KapOKaTHOH C MOTepel OIHOrO0 XUPAIBHOTO LEHTPa,
Ha CIEyIolIel CTaauu MpU B3aUMOJEHCTBUU C |-aiKkui-
MOUYEBHHAMHU HCIIONIB30BAM CMECh JIUACTEPEOMEPHBIX
patemMatoB uMHAa30IUaH-2-THoHa 1 (coemunenus 1' u 1").
CHauana OCYIIECTBWIM KOHIEHCAUWio 4,5-TUrHapOKCH-
1-MeTrnuMuIa30IUANH-2-THOHA (1) ¢ 1-3THIMOYEeBHHON
(3a), npuMeHNB yCIIOBUS aHAJIOTHYHBIE MMOJTYYSHUI0O MOHO-
3aMEIEHHBIX CEMHTHOTTHKOIbYPHIIOB © (cXeMa 2).

Anamnz cnextpa SIMP 'H ymapeHHO# peakiuoHHO#
CMeCH TOBOPHUT O HAJTMUMH 6 Pa3HBIX MPOIYKTOB (cxema 2).
Cyns mo Hambosiee MHGOPMATHBHBIM CHTHAJIaM IPOTOHOB
B obmactr 4.00—7.20 M. 1., OCHOBHBIM HMPOTYKTOM SBIISIETCS
4-meTun- 1-3TUICEeMUTHOTTIMKONBYPHIT  (4a) C CHUTHAJIOM
nByx nporoHoB CH B Buze cunrnera npu 5.39 m. 1. Kpome
Toro, B cniekrpe SIMP '"H mpHCyTCTBYIOT CHIHaJIbI IPOTO-
HOB CH m3oMepHOro 6-MeTHII-1-3THIICeMUTHOTIIMKOIbYPHIA
(52a) B Buze ayoseroB npu 5.34 u 5.54 M. 1. 1 XapakTepHbIe
CHHIJIETHl W3BECTHBIX COEIMHEHWI: TMAaHTOWHOB 6 u 7
(curmansr mporoHoB CH, mpu 4.11 um 4.21 M. a. coot-
BercTBeHHO),”  1-mermi-1H-umunazon-2(3H)-tuona  (8)
(curnansr mpotoroB CH mpu 6.86 m 7.05 m. 1) n

616

1,4-mmrunrnukonsypuna (9) (curran nByx nporoHoB CH
npu 5.24 m. 1.)"' (puc. 2). COOTHOIIEHHE PErHOH30MEPOB
4a:5a cocrapnsier 4:1, coOoTHOIIEHHE H30MEPOB 6:7 —
17:24. TlomyueHHBIH pPE3yabTaT CBHUIETEILCTBYET O TOM,
YTO, HapsAAYy C MEXMOJIEKYISIPHBIMH peakIisIMH 00pa3o-
BaHUS CEMHUTHOTIIMKOJNBYPUIOB 4a U S5a W MMHIa301-
2-THOHA 8, MPOUCXOAT KOHKYPEHTHBIE IIPOLIECCH BHYTPH-
MOJIEKYJISIPHBIX MPeoOpa3oBaHUil UCXOMHOTO coemuHeHus 1,
MIPUBOAAIINE K 00pPa30BaHHUIO H30MEPHBIX THOTHIAHTOMHOB
6 u 7. Kpome Toro, o6pa3zoBaHne IIHKONbYpUIa 9 MOXHO
OOBSICHAT YaCTHYHBIM THIAPOJIN30M  HMHIA30IHIUH-
2-tnona 1 B mpucyrctBun HCl no rmokcans u 1-meTtwi-
THOMOYEBUHBI (2a) ¢ JaJIbHEHIINM B3aUMOJCHCTBHEM
rmokcans ¢ 1-3tunmoueBuHoi (3a) (cxema 3).

Jlng BBIACHEHHS ONTHMAJIBHOTO BPEMEHH 00pa3oBaHUS
CEMHUTHOTIINKOIIBYPUIIOB 4a M 5a NpH MPOBEACHUH peak-
MK HUCXOAHOTO coeauHeHuss 1 ¢ MOYEBHMHOM 3a MCIIONb-
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30BAll MOHHTOPHHT crieKTpockomnueii SIMP 'H BricymIeH-
HBIX aJMKBOT PEaKIMOHHON CMecH, OTOOpaHHBIX 4epes 5,
10, 15, 20 u 30 MuH. YCTaHOBJIEHO, YTO BCE NMPOAYKTHI 4a,
5a u 69 NpuUCyTCTBYIOT B PEAKIIMOHHOW CMECH K KOHILY
5 MUH B3auMOJEHCTBUsA peareHToB. Ilo cooTHOLIEHUAM
HHTErpalbHbIX MHTEHCUBHOCTEH CHUTHAJOB JBYX IPOTOHOB
CH coenunenwuii 4a, 5a, 8, 9 u curnanos nporoHoB CH,
MIPOAYKTOB 6 1 7 BBIACHIIN, YTO HAUITY4IIEE COOTHOIIEHHE
LIEeIeBOTO  coenuHEeHHs 4a Kk Apyrum (4a:5a:6:7:8:9)
cocraBigeT 40:10:17:24:30:7 x xkoruy 30 MuH. VI3MeHeHHs
YCIIOBUH peakiuu HMHIA30MuInuH-2-Tuona 1 ¢ 1-sTwmi-
moueBrHOM (3a) (cooTHOomenus pearentoB 1:3a (10:12,
15:10, 3:1), npogomwkurensroct (30, 50 wmm 120 Mun),
Temnepatypsl (kumenue, 76—80, 65-68 umm 49-56°C),
npupoas! kucnotel (HCl, HCO,H, AcOH, TsOH) u ee
xomngectBa (0.12, 0.36 mwim 0.60 3kB.) M pacTBOpHUTENS
(H,0, Me,CO, IM®A, MeCN, EtOH, i-PrOH, AcOH)) ¢
MIOCTOSIHHBIM KOHTPOJIEM 3a XOJOM peakIMi MOHMTO-
punrom crexrpockonueii IMP '"H 0TO6paHHBIX U BEHICY-
IICHHBIX AJMKBOT PEAaKIHMOHHBIX CMecel He INpHUBEIH K
YBEIMUYEHUIO CENEKTUBHOCTU Ipouecca. Hawmyumuii pesyiib-
TaT JOCTUTAETCs MPH npoBeneHnu peakuuu B H,O B mpu-
cyrcrun 0.36 3xB. HCl ipu 76—80°C B Teuenue 30 mun. B
9THX YCIOBHSAX CEMUTHOTIUKOIBYPII 4a BBIIIA/IACT B BUAC
ocanka (Beixonm 36%). Mg BbeImeNeHWs] uU3oMepa S5a u3
cMecu ¢ TMOOOYHBIMH TPOAYKTaMH 6-9 HCHOIR30BaIH
KOJIOHOYHYIO XpoMaTorpaduro, BEIXOA MPOAyKTa Sa cocra-
BHI 5%. YUNUTHIBas MOJTydeHHBIE PE3YIBTAThl U UCTIONB3YS
MIPEUIOKEHHBII  paHee MEXaHW3M PETHOCENIEKTUBHOTO
06pa30BaHMs TIMKOMBbYPUIOB,' Ha cxeme 4 MPEATOIOKeH
BO3MOJKHBIII MEXaHH3M pEaKLUH, A KOTOPOTO OCHOB-
HBIMH, CKOPEE BCErO, ABJAIOTCS UHTEpMeauaTsl A u B.
PazpaboTaHHy!0 METOIMKY NPUMEHHIN B PEAKIMAX
nMugazouanH-2-tiona 1 ¢ 1-ankunmoueBuHamu 3b-h
JUIsL CHHTE3a HOBBIX |-aJIKMI-4-METHICEMHUTHOTIIHKOIb-
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ypuioB 4b—h. Coenunenus 4b—h momyueHs! ¢ BbIXOJaMHU
25-39% (cxema 5).

Cxema 5 R
X
T,
N~ “NH, s=( =0
76-80° C 30 min M e/
3b-h 25-39% 4b—h

bR =Pr, ¢ R =Bu, d R = 4-MeOCgH,CH,,
e R = (CH,),Ph, fR = i-Pr, g R = t-Bu, hR = Bn

B peakmum coemuHeHus 1 ¢ 1-M30mponMIMOYEBHHON
(3f) HEeoxxumaHHO HapsILy C MOOOYHBIMM NMPOTyKTaMu 6—8
oOpa3oBamace cmech nauactepeomepoB 1,1'-(1-meTtmi-
2-THOKCOMMUIA30I U IUH-4, 5-11rT)onc(3-N30IpOIHIMOYEBHHBI)
10' u 10" (cxema 6). B nutepaType M3BECTHBI MPUMEPHI
aHanornyHeIX peakuyi.'”> C  MOMOMBIO  KOJOHOYHOM
xpomarorpaduu BBIACTIIN cMeCh auactepeomepo 10' u
10" B cootHomeHnu 2:1, KOTOpo€ YCTaHOBWIH IIO
COOTHOILICHUIO MHTETPAJBHBIX WHTEHCHUBHOCTEH CHUTHAJIOB
npororos rpynn NMe B cniextpe SIMP 'H (puc. S1, daiin
COIIPOBOJIUTENBHBIX MaTepuasioB). OOpa3oBaHHE TaKHX
MPOAYKTOB, BO3MOXKHO, OOBSCHSACTCS CHIDKEHHEM peak-
nuoHHOU crioco6HocTH rpymel NH mouesunsr 3f 3a cuer
CTEpUUYECKUX 3aTPyAHEHHA IIPH BBEICHWH OOBEMHOIO
3aMECTHTEI.

Cxema 6 Py P
NH NH
O. O.
,-Pr §( §(
NH
1+ >=O 4> Ssj\ j, + Ssj\
H
76 80 C A
3f M Me
30 min O l}lH O)\l}lH
10% 10" -Pr 10" i-Pr
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B o0mem, monpoOHOe W3ydeHHE HOBBIX PETHOCENIEK-
TUBHBIX peakiuii 4,5-IUTHIPOKCH- | -MeTHIIMMHUIa30JTAAHH-
2-THOHA C aNKWIMOYEBHHAMH IO3BOJIIIIO BIIEPBHIC CHHTE-
3UPOBATH |-aJKHI-4-METHICEMUTHOTINKOIIBYPHIHI (8 TIpH-
MepoB) ¢ BeIxogamu 25-39%. YcraHOBIEHO, YTO 00pa30-
BaHUIO IIEJIEBBIX CEMHUTHOTJIMKOIBYPHIIOB COITyTCTBYIOT
KOHKYPEHTHBIE IIPOIECCHl C OOpa3oBaHHEM H3BECTHBIX
THOTHJAHTOWHOB U |-Merwi-1H-umunazon-2(3H)-tuoHa.
IIpu B3ammopelicTBUH 4,5-AUTHAPOKCH- | -METHINMHUIA30-
JMUANH-2-THOHA C |-W30TIPONMMIMOYEBHHON 00Opa3yercs
TakKe cMmech amactepeomepoB 1,1'-(1-MeTwmn-2-THoKco-
AMUA30AINH-4, 5 -11ni ) 0rc(3-N30TIPOTHIMOYEBIHE ).

3KCHepI/IMeHTaHbHaﬂ HacTb

UK crhexTpel 3aperucTpupoBaHbl Ha (ypbe-CHEeKTpO-
metpe Bruker ALPHA B Tabnerkax KBr. Cnextpsr IMP 'H
u °C sammcamsl mpu 25-29°C Ha cmektpomerpe Bruker
AM300 (300 u 75 MI'm coorBeTcTBeHHO) B JIMCO-dj,
BHYTpeHHHE CTaHOapThl — TMC u CHTHaJI pacTBOPHTEINS
(39.5 M. 1. s smep °C). Macc-CIIeKTphI BBHICOKOTO Pas-
perreHust (HOHU3aLUs AIIEKTPOPACIBIICHAEM ) 3aIlIMCAaHBI Ha
npudope Bruker micrOTOF II. TemnepaTypsl IutaBieHHS
ONpEJeNICHbl Ha MIaBWIbHOM cTojuke Stuart SMP10. s
KOJIOHOYHOW XpoMarorpaduy WCIIONB30BaH CHIIMKArelb
Acros 0.06-0.2 mm, 60 A.

Ucxoaneie 1-ankunMoueBusHsl 3a—c,f,g mosydeHsl Mo
JUTEPATYPHBIM METOIUKAM M3 COOTBETCTBYIOIIUX aMHHOB,
HCI u KOCN, 1-amkmnmoueBursl 3d,e,h momydensr w3
cootBeTcTBytomuX amMuHoB, HCIl 1 MoueBuHbL " Bee koM-
MEpPUYECKH JOCTYITHBIE peareHTHl HCIIOB30BaHbI 0e3 JOmo-
HUTETHHOH 00pabOTKH.

Cunres 4,5-nuruapokcu-1-MeTHIMMUAA30TUAUH-
2-tmona (1). Cycmensuto 18.0 t (200 mmonp) 1-meTwi-
THOMOYCBHHEI (2a) 1 14.0 T (67 MMOINb) TpuMepa JuUTHIpaTa
rmuokcanss B 20 man H,O nepememmBaror mpu 50°C B
TeueHre | 4. PeakIMOHHYIO CMeCh YIapUBarOT J0CYyXa MPH
moHmkeHHOM naBieHun. CoenuHeHHe 1 TMONydeHO Kak
cMech auactepeoMepHbiXx pauematoB 1' m 1" B cooTHo-
mennu 1.5:1. Brixox 29.0 r (98%), kopuaHEBOEe TBepIOE
BemecTBo, T. . 118-123°C (H,0). Cnektp AMP ]H, o, M. II.
(J, Tu): m3omep 1':7*2.96 (3H, ¢, NCH3); 4.62-4.80 (2H, m,
2CH); 6.33 (1H, 1, °J = 7.0, OH); 6.63 (1H, &1, °J = 6.8,
OH); 8.91 (1H, c, NH); momep 1'": 2.91 (3H, ¢, NCHj;);
4.94-5.10 (2H, m, 2CH); 5.93 (1H, 1, °J = 7.1, OH); 6.10
(1H, 1, *J=17.8, OH); 8.72 (1H, ¢, NH). Cniextp SIMP C,
8, M. 1. momep 1 29.8 (NCH3); 76.6 (CH); 90.9 (CH);
181.4 (C=S); m3omep 1'": 29.9 (NCHj;); 76.7 (CH); 83.5;
180.8 (C=S). Haiinero, m/z: 149.0376 [M+H]". C;HyN,O,S.
Beraucneno, m/z: 149.0379.

Cunre3 4-MeTHJI-5-THOKCO-1-3THIITeKCATMIPOUMHIA30-
[4,5-dlumupazon-2(1H)-ona (4a) u 6-MeTWI-5-THOKCO-
1-3Tuirexcaruapoummnasol4,5-dlumuaaszon-2(1H)-ona (5a).
Cwmech 444 mr (3 MMoIb) AMacTepeOMEpHBIX paremaros 1
pactBopsitor B 10 mn H,0. K mnomyuenHomy pactBopy
nobasistor 220 mr (2.5 MMonb) 1-3THiModueBHHBI (3a) U
80 mxut (0.9 mmonb) 35% BomroTro pactBopa HCI. CycneHn-
310 HarpeBaroT 10 76—-80°C u mepeMemmuBaroT MpH 3TOH
Temnepatype B TeueHue 30 muH. PeaknmoHHyro cmech
OXJIDKIAIOT [0 KOMHATHOM TeMmeparypbl, 00pa3oBaB-
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IIMKACS OCaIOK MPOAyKTa 4a OTQWILTPOBBIBAIOT U TPOMBI-
BatoT 50 mn CHCl;. ®unbtpar ymapuBaroT pocyxa, U
COeIMHEHUE Sa BBIJEIAIOT KOJOHOYHOM Xpomarorpadueit
(amoent CHCI;—Et,0-MeOH, 1:1:0.25).
4-Metui-5-Tuokco-1-aTuinrexkcaruapoumuaasol4,5-dj-
umuna3on-2(1H)-ou (4a). Beixon 180 mr (36%), GexeBbIit
TOPOIIIOK, T. 1. 264-266°C (H,0). VK criextp, v, cM ': 3285,
2979, 2947, 2876, 1681, 1503, 1458, 1438, 1389, 1284,
1254, 1205, 1085. Crextp SIMP 'H, &, m. a. (J, T'm): 1.05
(3H, T, °J = 7.2, CH,CH3); 2.95 (3H, ¢, NCH3); 3.02 (1H,
1k J=14.1,"7=71)u325(1H, 1k, 2J=14.6,°J =173,
CH,CHj;); 5.39 (2H, ¢, 2CH); 7.79 (1H, ¢, NH); 9.18 (1H,
¢, NH). Crextp SIMP °C, 8, m. x.: 12.8 (CH,CH3); 30.3
(NCHs3); 34.9 (CH,CHj); 67.8 (CH); 70.8 (CH); 158.2
(C=0); 181.4 (C=S). Haiineno, m/z: 223.0623 [M+Na]".
C;H)N4NaOS. Brraucieno, m/z: 223.0624.
6-Metui-5-Tuokco-1-aTminrexkcaruapoumuaasol4,5-dj-
umuaazon-2(1H)-ou (5a). Beixog 25 mr (5%), GexeBbiid
MOPOIIOK, T. L. 225-227°C, R¢ 0.54 (CHCl;—-Et,0—MeOH,
1:1:0.25). UK cnektp, v, em 't 3195, 3091, 2979, 2938,
2870, 1705, 1511, 1467, 1445, 1309, 1282, 1252, 1218,
1111, 1061, 1031. Cnektp SIMP 'H, &, m. a. (J, I'm): 1.09
(3H, T, °J = 7.1, CH,CH3); 3.11 (3H, ¢, NCH3); 3.19 (1H,
LK J=141"7=71)u34l (IH 1 J=146,T="13,
CH,CH3); 5.34 (1H, 1, °J = 8.5, CH); 5.54 (1H, 1, °J = 8.4,
CH); 7.63 (1H, ¢, NH); 9.09 (1H, ¢, NH). Criextp SIMP "°C,
5, m. 1.: 13.1 (CH,CHj3); 32.4 (NCHj3); 36.9 (CH,CH;); 63.6
(CH); 76.3 (CH); 159.1 (C=0); 182.1 (C=S). Haiineno, m/z:

223.0627 [M+Na]". C;H;;N4NaOS. Bruucneno, m/z:
223.0624.
Cunte3 1-ajaxkunj-4-MeTHICEMHUTHOTJIMKOIbYPHIOB

4b-h (o6mast meToauka). Cmech 444 mr (3 MMOIIB) AMACTEPEO-
MepHBIX pariematoB 1 pactBopstor B 10 M H,O. K nomy-
YEeHHOMY PacTBOPY J00aBIAIOT 2.5 MMONb |-3aMeNeHHOH
moueBuHbl 3b—h u 80 mxin (0.9 mmons) 35% BoaHOTO
pactBopa HCIl. Cycnensuio nHarpeBaroT a0 76—80°C u
MepeMeInBaloT Py 3TOH TeMmepaTtype B TedeHne 30 MuH.
PeakumoHHyI0 cMech OXJIQXIAIOT JI0 KOMHATHOW TemIie-
patypbl, 0Opa30BaBINWICS O0CAamOK MPOayKToB 4b—h
othunbTpoBbIBatoT U npombiBaroT 40 M CHCl;.
4-MeTuia-1-nponui-5-THOKCOreKCaruApouMuaa3o-
[4,5-dlumupnazon-2(1H)-on (4b). Brixon 198 mr (37%),
OekeBBIN TTOPOIIOK, T. WI. 274-276°C (H,0). UK cnektp,
v, oM 't 3285, 2968, 2934, 2875, 1680, 1504, 1457, 1434,
1389, 1286, 1253, 1196, 1087. Cnektp SIMP 'H, &, M. 1.
(J, T): 0.82 3H, T, °J = 7.4, CH,CH3); 1.32-1.62 (2H, M,
CH,CH,CH3;); 2.95 (3H, ¢, NCH3); 2.97-3.04 (1H, m) u
3.06-3.18 (1H, M, CH,CH,CH;); 5.36 (1H, 1, °J = 8.4,
CH); 5.41 (1H, 1, *J = 9.7, CH); 7.78 (1H, ¢, NH); 9.18
(1H, ¢, NH). Criextp SIMP “C, &, m. a.: 11.1 (CH,CH,CH3);
20.4 (CH,CH,CHj3); 304 (NCH;); 41.9 (CH,CH,CH3;); 68.2
(CH); 70.9 (CH); 158.6 (C=0); 181.4 (C=S). Haiineno, m/z:
237.0779 [M+Na]". CsH;N4NaOS. BsuncieHo, m/z:
237.0781.
1-ByTuin-4-meTui-5-Tuokcorekcaruapoumuaasol4,5-d|-
umuaaszon-2(1H)-ou (4c¢). Berxona 222 mr (39%), 6exeBbIit
TopoIIIoK, T. 1. 278-280°C (H,0). MK criextp, v, cM ' 3284,
2960, 2932, 2863, 1678, 1505, 1461, 1434, 1390, 1284,
1257, 1091. Cnekrp SAMP 'H, 5, m. 1. (/, Tm): 0.89 (3H, T,
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3J =172, CHy(CH,),CHs); 1.19-1.31 (2H, M, (CH,),CH,CH3);
1.38-1.54 (2H, M, CH,CH,CH,CHs;); 2.95 (3H, ¢, NCHa);
2.95-3.05 (1H, m) u 3.14-3.24 (1H, m, CH,(CH,),CH;);
5.34-5.42 (2H, m, 2CH); 7.79 (1H, ¢, NH); 9.21 (1H, c,
NH). Crextp SIMP °C, §, m. 1.: 13.6 (CH,(CH,),CHs);
19.4 ((CH,),CH,CH;); 29.1 (CH,CH,CH,CHj); 30.4
(NMe); 39.8 (CHy(CH,),CH3); 68.0 (CH); 70.9 (CH);
158.4 (C=0); 181.4 (C=S). Haiineno, m/z: 251.0937
[M+Na]". CoH(N,NaOS. Beraucneno, m/z: 251.0937.
4-Metui-1-(4-MeTOKCHOEH3MIT)-5-THOKCOTeKCAT UAPO-
umnaasol4,5-dlumunazon-2(1H)-on (4d). Beixox 233 mr
(32%), OexeBblii mOpomIOK, T. Wi 294-296°C (H,0).
UK cnextp, v, em l: 3156, 2949, 2917, 2837, 1675, 1612,
1511, 1456, 1336, 1294, 1278, 1247, 1182, 1134, 1098,
1063, 1026. Criektp SIMP 'H, 8, m. 1. (J, T'p): 2.94 (3H, c,
NCHa,); 3.73 (3H, ¢, OCH3); 3.92 (1H, 1, %/ = 15.1) u 4.70
(1H, x, %J = 15.1,CH,); 5.07 (1H, 1, *J = 8.2, CH); 5.36
(1H, 1, °J = 8.3, CH); 6.90 (2H, 1, °J = 8.4, H Ar); 7.21
(2H, 1, °J = 8.4, H Ar); 7.94 (1H, ¢, NH); 9.34 (1H, ¢, NH).
Cnektp SIMP °C, 8, m. 1.: 30.4 (NCH3); 43.1 (CH,); 55.1
(OCHy); 67.2 (CH); 70.8 (CH); 113.9, 128.9, 129.4 (C Ar);
158.2, 158.6 (COCHj;, C=0); 181.5 (C=S). Haiineno, m/z:
315.0892 [M+Na]". C;3H;¢N4NaO,S. Brruucneno, m/z:
315.0887.
4-Metni-1-gpeHeTw1-5-THOKCOreKCATNIPOUMU/IA30-
[4,5-dlumunazon-2(1H)-on (4e). Beixon 228 mr (33%),
OexeBbIl mopouIok, T. wi. 288-290°C (H,0). UK cnexrp,
v, cM 1 3280, 3158, 2946, 1677, 1505, 1457, 1435, 1392,
1370, 1334, 1284, 1258, 1130, 1102, 1084, 1057, 1028.
Crextp SIMP 'H, §, m. 1. 2.60-2.88 (2H, M, CH,CH,Ph);
2.93 (3H, ¢, NCHj3); 3.15-3.30 (1H, m) u 3.33-3.42 (1H, M,
CH,CH,Ph); 5.30-5.47 (2H, M, 2CH); 7.12-7.40 (SH, M,
H Ph); 7.84 (1H, ¢, NH); 9.31 (1H, ¢, NH). Criextp SIMP °C,
5, m. 1.: 30.4 (NCHj3); 33.3 (CH,CH,Ph); 41.8 (CH,CH,Ph);
68.1 (CH); 70.9 (CH); 126.2, 128.3, 128.6, 139.0 (C Ph);
158.2 (C=0); 181.4 (C=S). Haiineno, m/z: 299.0937 [M+Na]".
C13HsN4NaOS. Breruncieno, m/z: 299.0933.
1-U3onponnia-4-MeTHI-5-THOKCOTeKCAruApoMMH/1a30-
[4,5-dlumunazon-2(1H)-on (4f). Beixox 145 mr (27%),
0exeBbIl MOpoUIoK, T. L. 269-271°C (H,0). UK cnekrp,
v, cM ' 3311, 3201, 2981, 2947, 1677, 1505, 1455, 1434,
1392, 1285, 1248, 1091, 1042. Cnextp SIMP 'H, 8, m. 1.
(, Tn): 1.13 3H, 1, *J=6.3) u 1.15 (3H, 1, >J = 6.4, CH(CHs),);
2.93 (3H, ¢, NCH3;); 3.70-3.90 (1H, M, CH(CH;),); 5.36
(1H, 1, °J = 9.4, CH); 5.43 (1H, 1, °J = 8.7, CH); 7.75 (1H,
¢, NH); 9.12 (1H, ¢, NH). Cnexrp IMP °C, §, m. .: 19.0,
21.5 (CH(CHs;),); 30.5 (NCHa); 43.3 (CH(CH3)y); 66.6 (CH);
71.2 (CH); 1582 (C=0); 181.4 (C=S). Haiineno, m/z:
237.0781 [M+Na]". CgH;N4NaOS. Bsmuncieno, m/z:
237.0776.
1-(mpem-ByTin)-4-MeTWI-5-THOKCOTeKCATHIPOMMH/IA30-
[4,5-dlumunazon-2(1H)-on (4g). Beixong 222 mr (39%),
6exeBbIit mopomok, T. mi1. 278-280°C (H,0). UK cmextp,
v, eM ' 3227, 3107, 2977, 2932, 2872, 1690, 1519, 1500,
1457, 1423, 1271, 1226, 1101. Cnextp SIMP 'H, 8, m. 1.
(/, Tm): 1.32 (9H, ¢, C(CHs)3); 2.95 (3H, ¢, NCHj3); 5.30
(1H, 1, >J = 8.4, CH); 5.56 (1H, x, °J = 8.3, CH); 7.67 (1H,
¢, NH); 9.04 (1H, ¢, NH). Crextp SIMP C, §, m. 1. 28.1
(C(CHs;)3); 30.6 (NCHs3); 52.6 (C(CHs;)3); 68.2 (CH); 70.2
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(CH); 158.6 (C=0); 181.8 (C=S). Haiineno, m/z: 251.0939
[M+Na]". CoH;¢N4NaOS. Boruncneno, m/z: 251.0937.

1-Ben3uii-4-MeTWI-5-THOKCOT eKcaruAponmMuaso[4,5-d]-
umuaa3on-2(1H)-ou (4h). Beixon 164 mr (25%), OexeBblii
nopomoxk, T. mr. 289-290°C (H,0). UK cmextp, v, cM :
3292, 3168, 2949, 2917, 2851, 1676, 1504, 1453, 1433,
1277, 1253, 1079. Cnextp SIMP 'H, 8, m. 1. (J, T'u): 2.94
(3H, ¢, NCH3); 4.02 (1H, 1, 7 = 15.3) u 4.56 (1H, 1,
2J=15.3,CH,Ph); 5.12 (1H, 1, *J = 8.4, CH); 5.39 (1H, x,
3J=8.4, CH); 7.20-7.40 (5H, m, H Ph); 7.98 (1H, ¢, NH); 9.33
(1H, ¢, NH). Criextp SIMP °C, 8, m. 1.: 30.4 (NCH;); 43.2
(CHy); 67.4 (CH); 70.9 (CH); 127.3, 127.8, 128.5, 137.1
(C Ph); 158.3 (C=0); 181.5 (C=S). Haiineno, m/z: 285.0781
[M+Na]". C\,H4sN;NaOS. Brruucneno, m/z: 285.0783.

Cunre3 1,1'-((4R,5R)-1-MeTUI-2-THOKCOUMUIAZ0JIUIUH-
4,5-muunn)ouc(3-uzonponuiamoyeBunst) (10') u 1,1'-((4R,5S)-
1-MeTHJI-2-THOKCOMMUAA30AUANH-4,5-1uni1)0uc(3-u3o-
nponuamoueBunbl) (10"). K pactBopy 400 mr (2.5 Mmoiib)
4,5-nuruapokcu- 1 -metunumugazonuanH-2-trona (1) (B Bume
cMecu auactepeomepoB) B 15 ma H,O poGasmnsitor 612 mr
(5 mmone) 1-m3onpomnmmmodeBuHs! (3f) u 80 Mk (0.9 Mmorb)
35% Boanoro pactopa HCl. CycnieH3uro HarpeBaroT 10 76—
80°C u mepeMeInBaloT NMpH TOH TeMIeparype B Te4eHHe
30 muH. PeakiimoHHYI0 cMeCh OXJKIAIOT M0 KOMHATHON
TEeMIIepaTypbl, 00pa30BaBIIMIiCS O0CaIOK OT(HUIBTPOBBI-
BatoT U npomeiBaroT 50 mu1 CHCl;. Cmech quactepeomMepoB
10' u 10" (cootHomeHHe 2:1) BBIAENAIOT KOJIOHOYHOM
xpomarorpagueit (3moent CHCl;—-Et;,0-MeOH, 1:1:0.25).
Beixox 79 mr (10%), 6enblit mopook, T. mwi. 170-174°C,
R; 0.67 (CHCL;-Et,0-MeOH, 1:1:0.25). Cnextp SIMP 'H,
S, M. 1. (J, T'y): m3omep 10": 0.90-1.12 (12H, m, 2CH(CHa),);
2.95 (3H, ¢, NCH3); 3.57-3.90 (2H, M, 2CH(CHs),); 5.00—
5.25 (2H, M, 2CH); 6.67 (1H, x, *J = 9.0, NH); 6.72—6.90
(1H, M, NH); n3omep 10': 0.90-1.12 (M, 12H, 2CH(CHa),);
2.87 (3H, ¢, NCH3); 3.57-3.90 (2H, M, 2CH(CHj),); 5.45
(1H, T, *J = 8.7, CH); 5.84 (1H, T, °J = 7.8, CH); 6.16 (1H,
1,°J=9.3,NH); 6.31 (1H, x, °J = 7.2, NH). Criexrp SIMP "C,
S, M. 1.: 23.0, 23.1 (CH(CHs;),, u3omepsr 10' u 10'); 30.2
(NCH;, wmzomepsr 10' u 10'"); 40.9, 41.0 (CH(CHs;),,
n3omepsr 10' u 10"); 61.9, 82.0 (CH, usomep 10'); 65.6,
72.7 (CH, wm3omep 10"); 155.9; 156.1; 1563 (C=O,
n3omeper 10' u 10'); 180.8 (C=S, m3omep 10'); 181.3
(C=S, momep 10"). Haiineno, m/z: 317.1766 [M+H]".
C,H»5N¢O,S. Brrumcieno, m/z: 317.1760.

@aisl cOPOBOAUTENBHBIX MAaTEPHUAJIOB, COIEpPIKAILIMM
criektpel IMP 'H, C coenmuenuit 4a—h, 5a n cmeceii
coemuuenuit 1', 1" wm 10', 10", moctynmeH Ha caiite
x)ypHaua http://hgs.osi.lv.

Hccneoosanue evinonneno 3a cuem epanma Poccui-
ckoeo nayunozo ¢ponoa Ne 22-23-00769, https.//rscf.ru/
project/22-23-00769/.
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