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CHUHTE3 CYJbTAMOB IIYTEM HUKJIOAJTKNJINPOBAHUSA
(AJIKOKCHUKAPBOHUJIMETAH)CYJIb®AHWINJI0B

(MeTtokcukapOOHUIMETaH )CYIb(DaHUIHbI ATKHIUPYIOTCS O, (0-TUTrIOTeHAIKAHAMHA
B cucreme K,CO;—/IM®A c obpasoBanuem cynbramoB. OOHapykeHa BBICOKAs UyB-
CTBHUTEJILHOCTH CKOPOCTH PEAKIMH K JIEKTPOHHBIM 3(PeKTaM 3aMecTHTeNel B apoMa-
THYECKOM sIpe, IPHYEM 3aMECTUTENHU B Opmo-TI0JI0KEHUH HE TPEISTCTBYIOT IPOTeKa-
HHUIO pEaKlMH, a B Cilydae 2,0-IM3aMELICHHBIX NPOU3BOAHBIX CKOPOCTb M BBIXOIBI
CYJbTaMOB MaKCUMaJIbHBI.

Tpernunsie cynbhamuapl 00pa3ylOT B OSTHX YCIOBHSAX IIPOM3BOAHBIE |-
CyITb(haMOMI-IIUKIOTPOTIAHKAPOOHOBOW KHCIIOTHI.

KaroueBsbie ciaoBa: (METOKCHKapOOHMIMETAH)CYIb(aHUIHIBI, CyTbTaMbl, ITHKIIO-
HPOIAHBI, FeTEPOLUKIN3ALMISL.

MHorue coeinHeHus, UIMEIOIIKE B CBOEM COCTaBe CylbhaMUIHYIO TPYIILY,
MPUMEHSIOTCS B JIeueOHON MpaKTHKe, HapuMep, B KaueCTBE aHTUOAKTEpUallb-
HBIX WM TUIOINIMKEeMUYecKux mnpemnaparoB [1, 2]. U mo ceil meHp uHTEpec
K CyJb(aMuaaM, Kak MOTEHIHAJIbHBIM JIEKAPCTBEHHBIM IIperiapaTaM, JOCTaTou-
HO BeJUK [3, 4].

XoTs OOLICIPUHATEIM METOIOM MHOJYyYeHUs Cylb(haMHUIOB SIBISETCS B3au-
MOJCHCTBUE CYIb(POXJIOPUIOB C aMHUHAMH, CHHTE3 IMKIMYECKHX AaHAJIOrOB
(cynpramMoB) He cToib mpocT. OXHUM W3 BO3MOXKHBIX PEILCHHUH SBIISETCA
BHYTPHMOJICKYJISIPHOE aKWINPOBaHUE CYJIb()aMHUIOB, TAE CIOCOOBI CO3AaHUS
3JIEKTPOPHUIBLHOTO ILIEHTpa MOTYT OBITH pPa3HOOOpasHbIMH. B 3TOH CBs3M
OYEBHIHBIM JIOCTOMHCTBOM MOTYT 00JajaTh PeakUuH LUKIOATKUIAPOBAHMS
C y4acTHeM Cynb(})aMHUIOB, HUMEIOLUIMX IOMOJHUTENbHBINH C-HyKneo(puiIbHBIH
LEHTP, C TUTAIOTCHUJAMHU HIIH UX S9KBUBAJIICHTAMHU.

C 3TO# TOYKHM 3peHHs OONBLIIMM MNOTEHLIUAIOM OOJAfaloT MOJyYarOIIUeCs
U3 JIETKOAOCTYIHBIX alKOKCHKapOOHWIMeTaHCyIbhoxaopunos lab cynsd-
amunel 2 [5]. Xora ans 3TUX CyIb(haMHIOB W3BECTHHI TETEPOIHMKIH3AINN
Ha OCHOBE BHYTPHUMOJICKYJISIPHOH KOHAEHCALWU KapOOHWIBHOW M aKTHBHOI
MeTUIeHOBOU rpynmnsl [6] unu mertate3uca C,N-IUaNIUIBHBIX MPOU3BOIHBIX
[7], ux ankuiaupoBaHHE AIN(PATUIECKUMH ITUTAIOTCHHIAMU HE OIUCAHO U
MIPUBJICKIIO HAllle BHUMAaHHUE.

B kauecTBe HCXOIHBIX OBLIH MOTyYeHBI CylbhaMuabl 2a—i (Tadm. 1, 2).
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Py, MeCN
ClO,SCH,CO,Me + RIR2NH T"C> RIR?NSO,CH,CO,Me
1a 2a-i

2aR!'=Ph, bR'=Ph, ¢cR'=2-MeC¢H,, d R' =4-MeC¢H,,,
e R'=2,6-Me,C¢Hs, fR' =4-CIC¢H,, gR' =3,5-Cl,CcHs,
hR'=4-MeC¢H,, i R' =4-EtOCOC4H,; a, c—i R*=H, b R> = Me

BsaumogpeiictBue cynbdoxnopuaa 1la ¢ aHWIMHaMU MPOTEKaeT 0e3 OCIIOXK-
HEHHUH CO CTOPOHBI CIIOKHOA(HUPHON TPYIIIBI M IPUBOJNT K cylbdamugam 2a—i
C BBICOKUM BBIXOIOM. B TO e BpeMs B almgaTuieckoM psny Jake HEe OYEHb
HYKIeOQWIbHBIA OCH3WJIaMUH HAauWHAeT KOHKYPEHTHO pearupoBaTh CO CIIOXK-
HBIM 3¢upom. Bo m3bexxaHne 3TOro OCIOXKHEHUS Uil HoxydeHus N-OeH3ui-
cyiabdamuna 2j MpUILIOCH HMCHOJIB30BaTh ATHIOBBIM 3¢up 1b u mpoBoauTh
peaxIuio Ipy NOHMKEHHOM TeMneparype.

NMM, Et,0
ClO,SCH,CO,Et + BnNH, ?» BnNHSO,CH,CO,Et
1b 2j

NMM — N-metmimophonna

B cynpdamumax 2a,c—j cymecTBYIOT /1Ba HYKJICOPHIBHBIX IIEHTpa C HE SiC-
HOW 3apaHee OTHOCUTENHFHOW peaKIMOHHOW crnocoOHocTh0. W nmelicTBu-
TEJBHO, MPHU B3aMMOACHCTBUU Cyib(aMuaa 2a ¢ SKBUMOJISIPHBIM KOJMYECTBOM
oemsmnxiopuna B cucremMe K,CO;—IM®PA o0pasyeTcss cMech MPOIYKTOB
N- u C,N-ankunupoBanus (2K u 3a COOTBETCTBEHHO) B COOTHOIIIEHUH 4:3.

|
BnCl, K2C03, DMF N\ PN N
~
> Brr” //S\\ CoMe + B / //S\\ CO,Me
20 °C 0O O e I
2a 2k 3a
Ph
AlIBr, K,CO,, DMF |
> No o~
/ ~
55 0C AT ST TCOMe
o 0

OmHako TMpH WCIONB30BAHUU pa30aBICHHOTO pacTBOpa aLTIIOpOMHUIA
yJaeTcsl MPOBECTH PEaKIHMI0 TaKUM 00pa3oM, 4TO MPOAYKT N-aJKHINPOBaHUS
21 sBiIsIETCST € AUHCTBEHHBIM.
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0. 0
BrCH,CH,Br, K,CO, DMF o1 N/

S
2a, c—f, h-j > \N\/_7/C02R —_—

4a, c—, h—j

1. KOH, MeOH-H,0 AP

2. HCI L
4a - R\N\/SJ/COZH
60 °C

Sa
4a, c—f, h,iR=Me, jR=Et

AnxunupoBaHue cyiabpamumoB 2a,c—j 1,2-1uOpomMdTaHOM B 3TOW XKe
cUCTeMe TPUBOAUT K KelmaeMbIM cynbramaMm 4 (tabm. 3, 4). Ilpu BbICOKOU
CTENCHH KOHBEpcUH cyibpamuaa 2a HabmromaeTcs o0pa3oBaHHE MPOLYKTa
JambHENIIEro alKUINPOBAaHHUS HEYCTaHOBJIEHHOTO cTpoeHus. Ilepexon k meHee
MOJISIPHOMY alETOHUTPUIY HJIM NMPOTOHHOMY PAacTBOPHUTENIO, a TAKXKE 3aMEHa
noTamia Ha 6osee cnaboe OCHOBaHHE, MOTIIM ObI IOBBICUTH BBIXO[ CyJbTama 4a.
OpnHako B MeTaHOJIE peakUys HE WAET, a MPH HCIIOJIB30BAHUU alCTOHUTPUIA
B KOMOMHAIINH C Pa3IMYHBIMM OCHOBaHMSAMH (KapOOHAT Kajus, TPUITHIAMUH,
N,N-IuMeTHIaHUINH) €€ CKOPOCTb CHIIBHO CHH)KACTCS.

Takum ob0pazom, cuctema K,CO;—[IM®DA oxazanace Hambojee IMOAXO-
TSIIIEH 17151 TONTyYeHUs cyjibTamMa 4a B pa30aBIeHHOM pacTBOpe.

Tabnuma 1

AJIKokcuKapOoOHUIMeTaHCyIbhaMuabl 2a—j

C 5 Haiineno, % B
Ocxnu- PyTTO- Beruncieno, % T. ., °C bIXOZ,
HEHHUE dopmyna ’ %
C H N

2a C9H11N04S 79-80 [7] 74

2b CoH3NO,S 49.36 5.38 593 6364 79
49.37 5.39 5.76

2¢ C10H13NO4S 49.20 m m 55-56 72
49.37 5.39 5.76

2d CoH3NO,S 49.36 5.60 6.02 77-79 85
49.37 5.39 5.76

2e C11HsNO,S 51.42 5.74 5.57 105-106 82
51.35 5.88 5.44

2f CoH;(CINO,4S 41.12 4.09 5.33 99-100 72
40.99 3.82 5.31

2g CoHyCI,NO,4S 36.03 3.18 4.73 132-133 78
36.26 3.04 4.70

2h CoH3NOsS 46.23 5.05 5.54 85-86 71
46.32 5.05 5.40

2i C1,HsNOgS 47.63 4.98 4.62 98-99 83
47.83 5.02 4.65

2j C;H;5sNO,S 5142 5.67 5.30 56-57 60
51.35 5.88 5.44
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CrnieKTpajibHbIe XapaKTePHCTHKH CYJIbGoHAMHUI0B

Tabnuma 2

Coenu-
HEHUE

SIMP 'H (CDCly), 8, m. 1. (J, ['m)

SIMP *C (CDCLy), 8, M. 1.

Macc-criektp, m/z (Iyy, %)
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2b

2¢

2d

2e

2f

2g

2h

2i

2j

3.43 (3H, ¢, NCH;); 3.82 (3H, ¢, OCHs); 3.98 (2H, c,
SO,CH,), 7.32-7.51 (SH, M, ArH)

241 3H, ¢, CCH,); 3.82 (3H, ¢, OCH;); 4.08 (2H, c,
SO,CH,); 6.79 (1H, ¢, NH); 7.15-7.28 (3H, m, ArH); 7.51
(1H, 1,J=17.3, ArH)

2.35 (3H, ¢, CCHs); 3.84 (3H, ¢, OCHs); 3.95 (2H, c,
SO,CH,); 6.91 (1H, ¢, NH); 7.17-7.25 (4H, m, ArH)

242 (6H, ¢, 2CH3); 3.85 (3H, ¢, OCH;); 4.20 (2H, ¢,
SO,CH,); 6.68 (1H, ¢, NH); 7.08-7.17 (3H, m, ArH)

3.82 (3H, ¢, OCHs); 3.98 (2H, ¢, SO,CH,); 7.26 (1H, c,
NH); 7.27-7.36 (4H, m, ArH)

3.85 (3H, ¢, OCHs;); 4.03 (2H, ¢, SO,CH,); 7.24-7.27 (4H,
M, ArH)

3.82 (3H, ¢, OCHs;); 3.85 (3H, ¢, OCHj); 3.93 (2H, c,
SO,CH,); 6.87 (1H, ¢, NH); 6.91 (2H, n, J = 8.7, 3,5-ArH);
7.30 2H, 1, J = 8.7, 2,6-ArH)

140 GH, 1, J = 7.0, CH,CH;); 3.81 (3H, ¢, OCH3); 4.0
(2H, ¢, SO,CH,); 438 (2H, x, J = 7, CH,CH;); 7.37 (2H, 1,
J =87, 2,6-AtH); 7.47 (1H, ¢, NH); 8.06 (2H, 1, J=8.7,
3,5-ArH)

1.30 (3H, 1, J = 7.3, CH,CH;); 3.89 (2H, ¢, SO,CH,); 4.23
(2H, x, J = 7.3, CH,CH5); 4.36 (2H, 1, J = 6.5, NCH,); 5.30
(1H, 7, J= 6.5, NH); 7.30-7.41 (5H, m, ArH)

39.9 (NCH3), 53.3 (OCH3), 53.9 (SO,CHy), 127.2 (o/m-Cy,), 128.1
(P-Car), 129.6 (m/0-Cy;), 140.7 (ipso-Cy,), 164.0 (CO)

18.0 (CCHs), 53.3 (OCH3), 54.1 (SO.CHy), 123.0 (CAH), 126.7
(CaH), 127.3 (CaH), 1315 (CaH), 132.2 (Car), 1344 (Ca),
164.3 (CO)

21.0 (CCHs), 52.7 (SO,CHy), 53.4 (OCH;), 123.1 (2,6-Ca,), 1303
(3,5-Car), 133.4 (1/4-Cay), 136.6 (4/1-Cay), 164.6 (CO)

19.2 (CCHs), 53.3 (OCH3), 57.7 (SO.CH,), 128.2 (4-Cy,), 128.9
(3,5-Cay), 132.5 (1-Cay), 137.7 (2,6-Ca,), 164.8 (CO)

53.0 (SO,CH,), 53.5 (OCHs), 124.0 (2,6-Ca), 129.9 (3,5-Cay),
132.2 (1/4-Cny), 134.7 (4/1-Cy,), 164.4 (CO)

53.6 (SO,CHy), 53.7 (OCH3), 120.2 (2,6-Ca,), 126.4 (4-Cay), 136.1
(3,5-Cay), 138.2 (1-Cay), 164.3 (CO)

52.6 (SO,CHy), 53.4 (OCHj), 55.6 (OCH3), 114.9 (3,5-Cay), 125.6
(2,6-Car), 128.6 (1-Cay), 158.6 (4-Cay), 164.6 (CO)

144 (CH,CH;), 53.5 (OCH;), 53.62 (SO.CH,), 61.3 (OCH,),
120.5 (2,6-Ca), 127.9 (4-Cap), 1314 (3,5-Car), 140.5 (1-Ca),
164.1 (CO), 165.9 (CO)

14.1 (CH,CHs), 47.9 (NCH,), 55.7 (SO,CH,), 62.6 (OCH,), 128.3
(0/m-Ca), 128.3 (p-Car), 129.0 (m/0-Cas), 136.2 (ipso-Ca,), 164.2
(CO)

243 [M]" (71), 106 (100), 104 (15), 79 (21), 77
(38), 42 (15)

243 [MJ* (12), 106 (100), 79 (10), 77 (19)

243 [M]" (27), 211 (12), 106 (100), 79 (28), 77
(32)

257 [M]" (8), 120 (100), 91 (12)
263 [M]" (21), 231 (28), 126 (100), 99 (50)

297 [M]" (100), 265 (92), 223 (22), 187 (58),
160 (50), 133 (78), 104 (32), 90 (20), 63 (36),
45 (23)

259 [M]" (10), 122 (100), 95 (16)

301 [M]" (100), 256 (48), 241 (48), 182 (57),
163 (90), 119 (38), 108 (95), 91 (50), 64 (33),
42 (17)

106 (100), 91 (40), 88 (10), 77 (22), 60 (16),
51(15), 42 (17)



Jnst BBISICHEHWsI TpaHHWIl TNPUMEHUMOCTH pEakuuu ObUI HM3y4YeH Habop
cynbhamMuIoB 2a,c—i W HECKONbKO |,m-AuranoreHankaHoB. B pesynbTare
BBISICHUIIOCH, 4YTO B cCiy4ae CynbQaHWIUIOB JaHHAs peakius BechbMa
YyBCTBHUTEJIbHA K OJJIEKTPOHHBIM J{deKkraM 3aMecTHTeNiell. AKIeNnTopHbBIE
TPYNIBl CHIILHO 3aMEIUISIOT MPOLECC, W Uil ero 3aBeplieHUst HeoOXOIMMO
JUINTENIbHOE TIepeMeIINBaHre Mpu OoJiee BBICOKOW TeMIiepaTrype, 4eM B ciydae
cynbdamuaa 2a. [lo-BUIUMOMY, 3TO CBSI3aHO C YMEHBIICHHEM HYKIEO(DHUIIb-
HOCTH 00pa3yrouierocsi aHuoHa. JJOHOpHBIE 3aMECTUTEIH B OCH30JIbHOM KOJIb-
e, Ha00OPOT, CIOCOOCTBYIOT MPOTEKAHUIO PEaKIMU: Tak cynbpanmmmasl 2d,h
pearupyror ObICTpee, YeM cysibdaHunus 2a.

Bmecte ¢ TeM oOHapyXeHO, YTO 3aMECTUTENN B OpmMO-TIONIOKEHUU He
MPEMSTCTBYIOT JAHHOM peakiyu, a B ciydae cyibhamuia 2e peakuus UaeT
HauOosiee OBICTPO M C MAKCHMAJIbHBIM BBIXOJIOM. B03MOXHOe 0OOBICHEHHE
COCTOHUT B TOM, YTO B JaHHOM CIIydyae 3a CYeT MOTEPU YaCTH CTEeTeHer cBOOOIBI
MPOUTPHIII CHCTEMBI B JHTPOIIMHU B Pe3yJbTaTe PEaKIUi MEHBIIIE, YeM B CITydae
IpYTUX CYIb(aMUAOB, UYTO AHAJOTHYHO XOPOIIO HM3BECTHOMY eeM-TUaKUIIb-
HOMYy 3ddekty B peakuusx nukiamzauuu [9]. Beicokas crepuyeckas mepe-
IPY>KEHHOCTh TIPOIYKTOB IUKIOAIKWINPOBAHUS CyIb(paMuia 2e BCEMHU TpeMsI
0,,®-IUrajoreHajJKaHaMu TOJATBEpKIAAeTCA, cyad no cnekrpam AMP, nuacre-
PEOTOMHOCTHIO C-METHUIIBHBIX TPYIIIL.

Tabnuma 3

CyabTambl
Coenu- bpyrro- B% T o .
HeHMe bopmya > .., °C | Beixon, %
C H N

4a C11Hi3NO,S % % % 96-97 70
4c Ci2HisNO,S % % % 69-70 68
4d Ci2HisNO,4S % 2:—2‘1‘ g% 99-100 76
4e Cy3H1;NO,S gg% % % 107-108 86
4f Cy1H,CINO,S % % % 121-122 56
4h Ci2HisNOsS % g—gg % 125-126 74
4i C4H7NOgS %4312; % % 143-144 18
4 Ci3H7NO,4S - 1.5
6a Ci2HisNO,S % % % 59-60 73
6e ClloNOs | 2038 | &8 AR i 84
Te Cy5H,NO,S % % % 127-128 27
10a Ci7H7;NO,S % % % 137-138 53
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IIpu peakuuu N-Oensuncynbdamuga 2j ¢ Au6pomMdTaHOM 00pazyeTcss MHO-
TOKOMITOHEHTHAsl CMECh, pa3/ieJieHue KOTOPOH IO3BOJMIO MONYYHUTh STHII-
2-6en3un-1,1-muokco-1,2-Tnazonuaun-5-kapookcunar (4j) ¢ KpaliHe HU3KHM
BBIXOJJOM. Takoii pe3ynbTar, BEpOSITHO, CBSI3aH C HU3KOW KUCIOTHOCTBIO CYIIb(-
aMuga 2j, MO3TOMY HCIIOJb30BaHHE O0JIEe CHIBHOTO OCHOBAHMSI MOTJIO OBI
CII0COOCTBOBaTh MpoTeKaHuto peakiuu. Omgaako B cucreme NaH-TI'® ¢ komu-
YECTBEHHBIM BBIXOJIOM monyueHa (N-OeH3UIaMUHOCYIB(MOHUI)YKCYyCHAs KH-
cinota (9j). Iloxoxe, maHHass peakiusi WAET Yepe3 MPOMEKYTOUHOEe 00pa3o-
BaHUe f-IakTama.

BrCH,CH,B O
NZH 2THF2 - Ph/\N—g—o H,0 N7/
2j , Ph/\N/S\/COZH
H
0

9

Jlnist BBIACHEHUST BO3MOXKHOCTH TIOJTyYCHHS MISCTH- U CEMUWICHHBIX MPOU3-
BOJHBIX OBIIO HCCIICNOBAHO AKWIMPOBaHHWE CyiabhamMuioB 2a,e 1-Opom-3-
XJIOpHIpOTIaHoM H 1,4-mudbpomMOyTaHOM.

o o 1. KOH,
Br(CH,),Cl, N7 MeOH-H,0 0\\ / /0
K,CO;, DMF S _COMe  2.HCI !

2ae ———————> N —_— R\N/S COH
’ 60 °C

6a,e 8a
0. o Br(CH,),Br, 1 O\\ P
Y K,CO,, DMF Ro g7 S COMe
R\N/S\/COZMe _- 7 .
1'{ 70 °C
2e Te

1-bpom-3-xs10pnponaH pearupyeT HECKOJIBKO MeJIeHHee, YeM TUOPOMITaH,
U B JaHHOM clly4ae TpeOyeTcs Oonee MeyIeHHOE 100aBIeHIE aJKIIUPYIOIETO
areHTa, B MPOTHBHOM cily4ae oOpa3yeTcsi HECKOIbKO MpoaykToB. Kak u oxu-
Janoch, cynbhamMua 2e, KOTOPBIM ObUT Hamboyee pPeaKIMOHHOCTIOCOOHBIM
B PEAKLMH ¢ AMOPOMITAHOM, U B JaHHOM CIIy4dae pearupoBajl HAaMHOTO OBICTpee
HE3aMEeLICHHOI0 aHajora 2a.

Jus npotekanus peakuuu ¢ 1,4-nuOpomOyTaHoM TpebyeTcst Oornee WH-
TEHCHBHOE M JUIMTeNbHOe HarpeBaHue. [Ipu sToM B ciydae cynbbhamuna 2e
HaM yJalloch BBLICTUTH MeTHI-2-(2,6-aumermndennn)-1,1-muokco-1,2-tuaze-
naH-7-kapOokcunar (7e) ¢ Beixogom 27%, a B cnyyae amuga 2a oOpaszoBaiiach
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MHOTOKOMITOHEHTHAs! CMECh, Pa3eiiuTh KOTOPYIO HE yAalnochk. JlaHHBIN pe3yJib-
TaT JIOBOJIBHO JIOTMYEH, TaK KaK CKOPOCTh 00pa30BaHUs CEMHUICHHBIX ITMKJIOB
HAaMHOI'O HMXKE TaKOBOH I MATH- M IIECTHWICHHBIX. OIHAKO NPU HCIOJIb-
30BaHUM CTEPUYECCKH 00JIe€ KECTKOTO ATKWIMPYIOIIEr0 arceHTa BEPOSTHOCTH
BHYTPUMOJICKYJIAPHON pEakiMu Bo3pacTaeT. Tak NpU aIKUIUPOBAHHE CYJIb(-
amuna 2a 1,2-6uc(6poMMeTHIT)0EH30JI0M YAAJIOCh BBLAETUTH 4-METOKCHKap-
0onwmi-3,3-muokcu-2-pennn-1,2,4,5-rerparuapoodenso|d][ 1,2 |tuazenun (10a) ¢
BEIX0I0M 53%.

CO,Me
/,O
BI' K2C03, DMF ?:O
—_—
2a + N
Br 65 °C
10a

B cnextpe AMP 'H (HO HE 13C) JTAHHOTO COCIUHCHHS HAOIOIAeTCs CHIIb-
HO€ YIIUPEHHE CUTHAJOB MPOTOHOB CEMUWICHHOIO LMKJIA, YTO CBUACTENb-
CTBYET O HAJMYMU KOH()OPMAIMOHHOTO IMEepexojia BOIM3M KOMHATHOHM TemIe-
paTyphl KOAJIECLICHIUH.

Bce nonydenHsie cyiapTaMbl 4—7 coaepkar CI0KHOI(DUPHYIO TPYIITY, KOTO-
pas B MATKUX YCIIOBUSIX MOXET OBITh THIPOJIN30BaHA ¢ 00pPa30BaHUEM COOT-
BETCTBYIOIIUX KHUCIOT 5a, 8a 0e3 JekapOOKCHIMPOBAHMS IOCICIHHUX, YTO
OTKPBIBACT BO3MOXHOCTh AalIbHEHIICH (YHKIIMOHAIN3ANNHN 110 KapOOKCUIIBHOM
rpynmnrmne.

s tpernuHoro cynbdamuaa 2b mokazaHa BO3MOKHOCTh IMOJyYEHUS MPO-
M3BOJHOTO IuKionponana 11b ¢ BRICOKUM BBIXOJIOM.

Q0 BrCH,CH,Br, 0,0
R co,Me K.COs, DMF R CO,Me
N ~ N N K —
Me 55°C Me
2b 11b

1. KOH, EtOH-H,0 A //O
2. HCl1 _S CO,H
VEAY
60 °C 1\|/[e
12b

[onyuennstit a3¢up 11b nerko ruApoIU3yeTcss A0 COOTBETCTBYIONICH KHCIO-
Tbl 12b, mpuuem mNpu KUNSYEHUHU MocieaHei B TeueHue 15 u B N,N-aume-
TUIIALeTaMuIe 1eKapOOKCHIINPOBaHUS HE TPOUCXOAMNT.

611



Cnextpsi SMP 'H, BC u Macc-cniekTpbI ¢y 1bTaMoOB

Tabnuma 4

Coenn-
HEHUE

SIMP 'H (CDCly), 8, m. z1. (J, ')

SIMP *C (CDCLy), 8, m. 1.

Macc-criektp, m/z (Iyy, %)

4a

4c

4d

4e

4f

4h

612

2.67 (1H, m, H-4); 2.90 (1H, m, H-4'); 3.76 (1H, .7, J= 6.9 1
J = 8.7, H-3); 3.91 (3H, ¢, OCH;); 3.93 (1H, M, H-3"); 4.30
(IH, 1. 1, J= 6.9 nJ = 8.7, H-5); 7.20-7.42 (5H, M, ArH)

239 (3H, ¢, CCH;); 2.68 (1H, v, H-4); 2.89 (1H, M, H-4);
3.65(1H, 1.7,J=55uJ=8.7,H-3);3.79 (IH, 1.7, J=5.8u
J =87, H-3"); 3.91 (3H, ¢, OCHs); 4.26 (1H, 1. 1, J=55u J
= 8.4, H-5); 7.24-7.43 (4H, v, ArH)

235 (3H, ¢, CCH;); 2.64 (1H, v, H-4); 2.88 (1H, M, H-4);
373 (1H, 1.1, J= 6.9 nJ = 8.7, H-3); 3.86 (1H, m, H-3"); 3.96
(3H, ¢, OCH3); 4.26 (1H, 1. 1, J = 5.5 u 8.4, H-5);

7.17-7.23 (4H, v, ArH)

238 BH, ¢, CCH;); 2.41 (3H, ¢, CCHy); 2.73 (1H, v, H-4);
2.93 (1H, M, H-4); 3.60 (1H, 1. 1,/ = 5.8 uJ = 8.7, H-3); 3.90
(IH, 1. 1, J= 5.8 u J = 8.7, H-3"); 3.90 (3H, ¢, OCH); 4,22
(1H, 7, J = 7.62, H-5); 7.09-7.20 (3H, , ArH)

2.67 (1H, M, H-4); 2.82 (1H, M, H-4"); 3.72 (1H, m, H-3); 3.91
(3H, ¢, OCH:); 3.82 (1H, m, H-3"; 4.29 (1H, 1, J = 7.3, H-5);
7.23-7.37 (4H, m, ArH)

2.63 (1H, m, H-4); 2.73 (1H, M, H-4"); 3.69 (1H, m, H-3); 3.81
(3H, ¢, OCH;); 3.82 (1H, m, H-3'); 3.90 (3H, ¢, OCH;); 4.27
(1H, 1. 1, J= 6.5 uJ = 8.7, H-5); 6.89-6.95 (2H, m, 3,5-ArH);
7.25-7.30 (2H, m, 2,6-ArH)

22.1 (C-4), 45.4 (C-3), 53.8 (OCH3), 62.0 (C-5), 121.2 (0-Ca),
125.7 (p-Car), 129.5 (m-Cay), 137.2 (ipso-Cay), 165.0 (CO)

18.0 (CCHs), 22.6 (C-4), 47.6 (C-3), 53.7 (OCH;), 60.8 (C-5),
127.2 (CaH), 128.7 (CaH), 129.0 (CaH), 131.5 (CoH), 134.7
(Car), 139.1 (Cay), 165.8 (CO)

21.0 (CCHs), 22.2 (C-4), 45.8 (C-3), 53.8 (OCHy), 61.8 (C-5),
122.3 (Car2,6), 130.2 (Car-3,5), 134.4 (Ca-1/4), 136.1 (Ca-4/1),
165.2 (CO)

18.4 (CCH,), 18.6 (CCHy), 22.5 (C-4), 45.3 (C-3), 53.5 (OCH}),
60.6 (C-5), 129.1 (Car3,5), 129.2 (Card), 132.3 (Ca-1), 139.8
(Car2/6), 140.6 (Ca-6/2), 165.3 (CO)

22.1 (C-4), 45.5 (C-3), 53.9 (OCH3), 61.9 (C-5), 122.7 (Car-2,6),
129.7 (Car-3,5), 131.4 (Car-1/4), 135.8 (Ca-4/1), 164.9 (CO)

223 (C-4), 46.6 (C-3), 53.7 (OCH;), 55.6 (OCHz), 61.4 (C-5),
114.9 (Ca-3.5), 125.8 (Car-2,6), 129.4 (Ca-1), 158.6 (Car-4), 165.4
(CO)

255 [M]" (38), 160 (12), 132 (100), 104 (83),
77 (81), 51 (29), 39 (18)

269 [M]" (12), 146 (51), 118 (100), 91 (35), 65
(22), 55 (18), 39 (17)

269 [M]" (32), 146 (60), 130 (10), 119 (100),
91 (82), 77 (12), 65 (40), 55 (32), 39 (29)

283 [M]" (12), 204 (22), 160 (31), 132 (100),
117 (30), 105 (20), 91 (12), 77 (21), 55 (22),
39 (18).

289 [MJ" (15), 166 (62), 139 (100), 111 (62),
75 (40), 55 (40), 39 (20)

285 [M]" (18), 162 (25), 135 (100), 120 (63),
92 (23), 65 (15), 55 (24), 39 (28)



4i

4j

6a

6e

Te

10a

1.39 3H, 1, J = 6.9, OCH,CHs); 2.70 (1H, M, H-4); 2.86 (1H,
M, J=65uJ=73 H4); 3.78 (1H, u, H-3); 3.89 3H, c,
OCH;); 3.97 (1H, v, H-3'); 4.28-4.39 (3H, m); 7.27 (1H, 1, J =
8.0, 2,6-ArH); 8.04 (1H, 1, J = 8.0, 3,5-ArH)

1.36 (3H, 7, J = 6.9, OCH,CHy); 2.43 (1H, m, H-4); 2.67 (1H,
M, H-4'); 3.10 (IH, n. 1. 1, J = 5.8, J= 8.0 u J = 9.5, H-3);
323 (IH, 1. a1, J =58, J=8.0nJ=9.5, H-3"; 4.11 (1H,
amJ=58uJ=87, H-5); 4.18 (1H, 1, J= 14.5, C,,CHH);
426 (1H, 1, J = 14.5, CA,CHH); 4.27-4.42 (2H, m);

7.30-7.33 (5H, m, ArH)

1.95 (1H, m); 2.10 (1H, m); 2.59 (2H, m); 3.74 (1H, n. T,
J=4.5uJ=13.8, H-3); 3.82 (3H, ¢, OCH;); 3.95-4.01 (1H,
Mm); 4.08 (1H, x. o, J = 4.4 u J = 9.6, H-6); 7.27-7.40 (5H, m,
ArH)

1.96-2.03 (2H, m); 2.41 (3H, ¢, CCHj3); 2.42 (3H, ¢, CCH;);
2.50-2.72 (2H, m); 3.33 (1H, x, J = 13.1, H-3); 3.85 (3H, c,
OCH,;); 4.04 (1H, m, H-3"); 4.16 (1H, 1. 1, J=4.0uJ=114,
H-6); 7.06-7.14 (3H, m, ArH)

1.73-1.83 (1H, m); 2.06-2.37 (SH, m); 2.41 (3H, ¢, CCH;);
2.47 (3H, ¢, CCH3); 298 (IH, x. T, J = 5.8 u J = 12.1); 3.64
(IH, o. 1. 1, J=2.8,J=53uJ=12.1); 3.80 (3H, ¢, OCH;);
4.15 (1H, n. 1, J = 4.6 u J=11.1, H-7); 7.07-7.15 (3H, m,
ArH)

3.47 (1H, x, J = 15.3, H-5); 3.78 (4H, m); 4.08 (1H, x,
J=10.9, H-4); 438 (1H, w. ¢, H-1); 5.18 (1H, m. ¢, H-1");
6.80 (2H, 1, J=10.9, ArH); 7.02 (1H, n, J=10.9, ArH); 7.20—
7.40 (6H, m, ArH)

14.5 (CH,CHy), 22.0 (C-4), 44.9 (C-3), 53.9 (OCHz), 61.1 (OCH,),
624 (C-5), 118.1 (Car2,6), 126.4 (Ca-4), 131.1 (Car3.5), 141.6
(Car1), 164.6 (CO), 166.1 (CO)

14.0 (CH,CH;), 22.2 (C-4), 44.2 (CH,), 49.1 (CHa), 60.9 (C-5),
62.6 (OCH,), 128.0 (p-Car), 128.4 (0/m-Ca), 128.7 (m/o-Cay),
135.3 (ipso-Cay), 165.0 (CO)

23.0 (CHy), 28.0 (CHy), 53.3 (C-3), 53.3 (OCHs), 63.7 (C-6), 126.8
(0/m-Cpy), 127.4 (p-Cay), 129.2 (m/0-Cay), 140.7 (ipso-Cay), 165.7
(CO)

19.4 (CCHs), 20.1 (CCH;), 24.7 (CH,), 28.3 (CH,), 52.2 (C-3),
53.3 (OCH;) 65.0 (C-6), 128.4 (Car3/4/5), 128.7 (Ca-4/5/3),
129.3 (Ca-5/3/4), 138.0 (Ca-1/2/6), 138.8 (Car-2/6/1), 138.9 (Car-
6/1/2), 165.6 (CO)

19.2 (CCH3), 19.8 (CCHj), 25.3 (CH), 27.7 (CHy), 28.8 (CH,),
50.6 (C-3), 53.2 (OCH3), 71.7 (C-7), 128.5 (3/4/5-Cy), 129.2
(4/5/3-Cay), 129.5 (5/3/4-Cay), 136.4 (1-Cay), 139.6 (Car-2,6), 166.8
(CO)

34.6 (C-5), 53.4 (OCHs), 55.9 (C-1), 67.0 (C-4), 128.2 (Cal),
128.5 (CaH), 129.0 (2CoH), 129.3 (3C4H), 130.2 (CoH), 131.4
(CaH), 136.7 (Cay), 138.4 (Cay), 139.8 (Cay), 166.0 (CO)

327 [M]™ (18), 218 (14), 204 (54), 174 (55),
149 (18), 132 (100), 104 (26), 77 (52), 64 (20),
55(32)

262 [M=1]" (11), 206 (24), 146 (15), 119 (12),
91 (100)

269 [M]" (50), 146 (52), 119 (100), 105 (90),
91 (30), 77 (86), 64 (18), 55 (28), 51 (49), 39
(42)

297 [M]' (7), 218 (25), 174 (100), 132 (65),
117 (19), 105 (21), 91 (11), 77 (22), 55 (16), 39
(22)

311 [M]" (6), 280 (11), 247 (14), 188 (39), 177
(16), 132 (100), 105 (16), 77 (16), 39 (16)

331 [M]" (10), 206 (27), 116 (100), 104 (24),
93 (59), 77 (79), 64 (23), 59 (26), 51 (47), 39
(32)
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SKCIIEPUMEHTAJIBHASI YACTb

Cnekrpsl IMP 'H u C cuumamu Ha npuGope Bruker DPX 300 (300 u 75 MI'y
cootBercTBeHHO) B CDCl3. XuMHUYESCKHE CABUTH ONPEACIISIM OTHOCHUTEIBHO CHIHAIA
pactBoputens B crektpax IMP 'H: 7.26 (wis CHCLy) u 2.49 M. 1. (s JMCO-ds);
B crektpax SAMP *C: 77.1 (s CDCLy), 39.5 (wis IMCO-dg) n 204.1 M. 1. (mis
aretoHa-dg). KCCB B TPOTOHHBIX CHEKTpaXx H3MEPSsUIH B TPHOIIKEHHHA IEPBOTO
nopsanka. st onpeneneHust MyJbTUIUIETHOCTH CUTHANIOB B cnektpax SIMP BC ucnons-
30BaJIM CTaHAAPTHYIO HUMITYJIbCHYIO mocienoBaTenbHocTh DEPT-135. Macc-cnekTpsl
noxydanu Ha npudope Finnigan MAT Incos 50, nonusanus snekrponasiM yaapom (EI)
C DHEprueil HOHM3NPYIMUX MEeKTpoHoB 70 3B. DiaeMeHTHBIE aHANHA3HI BHIIOTHECHSIIH
Ha aBTomarmyeckoM CHN-ananmsarope Hewlett Packard HP-185B. Cremnenp mporte-
KaHMs pEaKLMi, 3HAYeHNUs R, YUCTOTY NPOAYKTOB KOHTponuposanu MeTojgoM TCX Ha
mwiactuiax ALUGRAM® SIL G/UV s, smioedt — JTUIALETaT-TeKcaH, 1 : 2, ecliu HE
YKa3aHO HHOE.

Metokcukapoonnamerancyabdoxaopun (1la). Berxon 77%, 1. xum. 115-116 °C
(15 MM pr. ct.) [10].

Itokcukapoonnamerancyabdpoxaopua (1b). Bexon 72%, T. xum. 124-126 °C
(15 MM pr. ct.) [11].

CHHTe3 MeTOKCHMKApPOOHH/JIMeTaHCYIb(OHUIAMHAOB 2a—i (0oOmas Meroauka).
K nepememmBaemomy pactBopy 110 mmons apunamuna u 8.69 r (110 Mmoib) nupu-
nmuHa B 70 Mut aneronutpmia mpu 15-20 °C meanenno podasnsror 17.25 v (100 MMots)
adupa la, pactBopeHHoro B 30 MJI alleTOHUTPHIIA, MOCIE YEro PeakIHOHHYIO CMeCh
HarpeBatoT 70 35 °C u BBIIEp)KUBAIOT NPU 3TOW Temneparype 15 muH. Pa3baBisioT npu
nepemenBanny 600 mi Boxel u noakucisitoT koH. HCl no no pH <2. Bemasmmii
0caZioK OT(GUIBTPOBBIBAIOT U MEPEKPUCTAIUIM3OBEIBAIOT U3 CMECH TUITHIOBOTO 3(upa
U TeKCaHa.

4'-Metokcu(mMeTrokcukapOoHmI)MeTancyabgannaun (2h) cunresuposan panee
[3], HO HE oxapaKkTepH30BaH.

N-Bensnn(arokcukapdonna)merancyiabpamua (2j). K pactsopy 9.3 r (50 mmos)
cynmedoxnopuna 1b 8 100 Mt quaTHIOBOTO AhHUpa MPH MEPEMEIITUBAHIH U OXJIAXKICHUH
NMpUOABIAIOT TIO KarusiM cMmech 5.35 T (50 mmons) Gensunamunaa U 5.05 T (50 MMoIIB)
N-metunmopdonnna B 50 mi adupa TakuM oO0pa3oM, uTOOBI TemrepaTypa He
npessimana 2 °C, 1ociie 3TOro peakunoHHYI0 Maccy pasdasisiror 150 miu Boapl u
nonkucisiroT KoHm. HCl mo pH <2. D¢upHBIiA croii OTAETSIOT, BOXHBIA 3KCTParupyroT
quxiopmeraHoM (2x30  wmur). Opranuueckue ¢a3bl OOBEIUHSIOT, BBICYLIMBAIOT
cyiabdaToM Harpusi M ynmapuBalT nocyxa. [IpoIyKT HepeKpUCTaIM30BBIBAIOT W3
JuaTHIIoBOrO Adupa. Berxon 60%, 1. . 56-57 °C.

N-Benswia(merokcukapoonna)merancyabpanuaug (2k). K cmecm 092 r
(4 mmonb) cynbdamuna 2a u 0.83 r (6 Mmonb) nmorama B 40 M IM®DA nobasmsior
0.5 r (4 MmMop) OeH3WIXIIOpHIA. PeakimOHHYI0 CMeCh TIEpEMEITNBAIOT B TeUeHHE | U
mpu 20 °C, mocne yero HarpeBaioT a0 40°C u mepeMemmuBaioT eme | 49, gaiee
paszbasisitor 100 Mi1 Bojibl, MOAKKCISIIOT 10 pH <2 u 3KcTparupyrT JUXJIOPMETAaHOM
(3x50 mu). Oprannueckuii cnodi mpomsiBaror 2% HCI (5%80 mu1), BelcymmBaroT
cynbdaToM HaTpus M ymapuBaroT gocyxa. IIpoaykT BbLAEIAIOT Xpomarorpaduei Ha
cunukarese (moeHT stunauerar-rexcan 1:2, Ry 0.4). Beixon 24%, ceetno-xkenroe
Mmacio. Crnektp SIMP 'H, 8, M. 1. 3.88 (3H, ¢, OCHj;); 4.05 (2H, ¢, SO,CH,); 4.94 (2H,
¢, NCH,); 7.22-7.41 (10H, M, ArH). Cnektp SIMP “C, &, m. 1.: 53.2 (OCH3), 54.5
(CHp), 57.0 (CH,), 127.9 (CsH), 128.5 (CaH), 128.5 (CoH), 128.6 (CaH), 129.5
(CarH), 129.5 (CaH), 136.3 (Cay), 138.3 (Cay), 164.2 (CO). Macc-cuextp, m/z (Lo, %):
319 [M]" (8), 181 (18), 104 (12), 91 (100), 84 (30), 77 (25), 51 (11). AnanmuTHyecku
YHUCTBIM 00pasel] MoJy4YnuTh HE yIaJIOCh.
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N-Anauia(merokcukapoonuin)Merancyabpanuimug (21). K cmecn 0.92 r (4 Mmmons)
cynbdamuna 2a u 0.83 r (6 Mmmois) morama B 60 it JIM®PA npu 55 °C B Teuenne 1.5 4
mpu nepememuBaHuH g00aBIsOT 0.48 T (4 MMmonp) ammmmOpomuaa. IIpomykT
BBIICISIOT aHANOrHYHO cymbdamuy 2k. Beixox 68%, Gypoe macio. Crektp SIMP 'H,
o, m. 1. (J,I'm): 3.83 (3H, ¢, OCH;); 3.99 (2H, c, SO,CH,); 4.36 (2H, n, J = 6.5,
NCH,); 5.09-5.16 (2H, m, CH=CH,); 5.80 (1H, n. n. 1, J = 6.5, J=10.2 u J=16.7,
CH=CH,); 7.34-7.47 (5H, m, ArH). Cnekrp SIMP “C, 8, m. 1.: 53.2 (OCHs3), 54.6
(CHp), 55.6 (CHy), 119.0 (CH=CH,), 128.5 (p-Cax:), 129.3 (o/m-Cy), 129.5 (m/o-Cy,),
133.1 (CH=CHy), 138.4 (ipso-Cy,), 164.0 (CO). Macc-cniektp, m/z (Iym, %): 269 [M]"
(24), 238 (10), 132 (100), 117 (51), 104 (79), 91 (35), 77 (94), 65 (16), 57 (18), 51
(32). AHanuTHYEeCKH YUCTHIN 00pazell MOIyIUTh HE yIaI0Ch.

Metni-2-(N-0en3ui-N-penmiamunocynbgonui)-3-penmmponuonar (3a) nomny-
4aloT aHaJNoruyHo cyibhamuny 2K, Ry 0.3. Beixog 16%, 1. mn. 115-116 °C. Cnekrp
AMP 'H, 8, m. 1. (J, Tu): 3.38 (1H, x. 1, J=12.8 uJ = 13.7, CHCHH"), 3.50 (1H, x. 1,
J=47unJ=13.7, CHCHH), 3.75 (3H, ¢, OCH;), 4.29 (1H, 1. n, J=4.7u J = 12.8,
CHCH,), 4.72 (1H, n, J = 14.5, NCHH"), 4.96 (1H, 1, J = 14.5, NCHH)), 7.16-7.27
(15H, M, ArH). Criekrp SIMP "C, 5, m. a.: 33.8 (CHCHS,), 53.1 (OCHj3), 57.1 (NCH,),
68.5 (CHCH,), 127.4 (C,H), 128.0 (CaH), 128.4 (CaH), 128.5 (CxH), 128.8 (CaH),
128.9 (CaH), 129.0 (CsH), 129.4 (CaH), 129.6 (CaH), 136.1 (Cyy), 136.1 (Chay),
138.4 (Ca,), 166.4 (CO). Macc-criektp, m/z (Iym, %): 409 [M]" (1), 182 (31), 131 (11),
121 (22), 104 (18), 91 (100), 77 (40), 65 (11), 51 (11). Haiineno, %: C 67.44; H 5.72;
N 3.25. C;3H;3NOgS. Beruncaeno, %: C 67.46; H 5.66; N 3.42.

Cunre3 cyastamoB 4a,c—f,h—j (o0mas merommka). K cmecm 4 Mmonb coOTBeT-
cTByomero cyibdamuna 2a,c—f,h—j u 1.66 r (12 mmons) norama B 60 ma MDA
nobaisiroT B Teyenue 1.5 1 npu 5575 °C pacrop 0.9 r (4.8 Mmons) 1,2-qubpoMaTana
B 40 mi1 JIM®PA u nepeMemuBaroT 10 OKOHYaHUS peakiud (KOHTpoib MetogoM TCX).
3areM peakuMOHHYI0 cMech pa3bamistor 150 mu Boabl, momkucisitor konu. HCl no
pH <2 u skcrparupyror nquxinopmeradoM (3x50 mir). Opranndeckyto ¢azy IpOMBIBAIOT
2% HCI (5%80 mi), BEICYIIMBAIOT CyJIb(haToM HATpUS W ymapuBaioT nocyxa. [Ipomykr
MePEKPUCTAIIIM30BBIBAIOT U3 CMECH AMATHIOBOTO 3(HUpa U TeKCaHa.

Metna-1,1-nuoxco-2-(4-3TokcukapooHuIpeHnI1)-1,2-THa30 U ANH-5-KapOOKCH-
Jiat (4i) BBIIENAIOT XpoMaTorpadueit Ha cunukarene, Ry 0.25.

ITua-2-6en3mi-1,1-1mokco-1,2-Tuazonuann-5-kapookcuaatr  (4j)  BBIOCHSIOT
xpomarorpapueli Ha cuiukarene, macno, Ry 0.35. AHanuTUYecKM 4YMCTBIA 0Opasen
MOJIYYUTh HEC y1aJIOCh.

1,1-Inokco-2-¢penunin-1,2-tnazonuaun-S-kapoosoBas kuciaora (5a). K pactsopy
1.02 r (4 mmoub) cynbrama 4a B 50 M1 50% BonHOro meranona npubasisitor 2.7 T (4.8
mMmois) 10% pactBopa KOH u mepememmBarot 0.5 u. JJoGaBmsror 100 i Boabl u
OTTOHSIOT MeTaHoN B BakyyMme mpu 30 °C Ha poropHOoM ucmapureine. Ilocme 3toro
K BOZHOMY pacTBopy no6aristoT 70 Mul dTHjameraTa W akKypaTHO MOIKUCISIOT 3%
HCI no pH <2. OpraHudeckuii Cloi OTAEISIIOT, BOMHBINA SKCTParkpyroT STUianeratom (2x30
mit). Oprannueckue ¢aspl 00bEIUHSIOT, BEICYIIHBAIOT CyJIb(aToOM HATPUS U yIIapUBAIOT
nocyxa. IIpooyKT mepeKkpuCcTaIN30BEIBAIOT U3 CMECH TU3THIOBOTO 3(Hpa M IreKCcaHa.
Boerxon 92%, 1. 1. 137-138 °C. Cnexktp SAMP 'H, §, m. 1. /, T'm): 2.54-2.73 (2H, M,
H-4); 3.72-3.82 (2H, m, H-3); 4.47 (1H, 1, J = 8.4, H-5); 7.14-7.36 (5H, m, ArH).
Crektp SIMP “°C, 8, M. 1.: 21.6 (C-4), 44.4 (C-3), 62.4 (C-5), 119.4 (0-Ca,), 124.0 (p-
Car), 128.9 (m-Cy,), 137.8 (ipso-Cp,), 164.9 (CO). Macc-cuektp, m/z (Lo, %): 241
[M]" (31), 132 (58), 105 (100), 77 (65), 51 (20). Haiineno, %: C 49.64; H 4.61; N 6.08.
CioH11NO,4S. Beruucneno, %: C 49.78; H 4.60; N 5.81.

Cunre3 cyapTamMoB 6a,e (o0mas Metoamka). K cmecn 4 mmonb cymbhamuna (2a
i 2e) 1 1.66 T (12 mmonb) norama B 60 mit JIM®A mipu 60 °C B Teuenue 1.5 4 nobassi-
1ot pactBop 0.75 1 (4.8 MMonb) 1-6pom-3-xioprpornana B 60 ma IM®A. TTocne atoro
PEaKIMOHHYIO CMECh MPOIOJDKAIOT MEPEMEIINBATh IO OKOHYAHMS PEAKIMH (KOHTPOJIb METO-
aoMm TCX). PeakipionHy10 cMech 00pa0aThIBalOT TaK XKe, Kak U B ClIydae CyJIbTaMoB 4a—
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f.

Metua-2-(2,6-numerniadenni)-1,1-nuokco-1,2-tuazenan-7-kapooxcuaar (7e).
K cmecn 1.03 r (4 mmoinp) cynbdamuna 2e u 1.66 T (12 Mmonb) nmorama B 60 M
JIM®A pobapnstor B tedenune 1.5 9 mpu 70 °C pactBop 0911 (4.2 mMmons) 1,4-
nubpombOyTana B 60 M [IM®PA u nepeMemnBaioT peakinoHHYI0 cMech B Teuerne 100
y. Pazbapmsror 150 M Bogpl, noakucisitor konu. HCl no pH <2 wu skcrparupyror
quxiopmeranoM (3x50 mur). Opranmdeckyro ¢asy mpomsiBator 2% HCI (5%80 mu),
BBICYIIMBAIOT  Cynab(aToM  HaTpuss W ymapuBaloT  gocyxa.  IIpomykr
MEPEKPUCTAIIIN30BBIBAIOT U3 CMECH ATUIIAIIETaT—TEKCaH.

1,1-Inokco-2-pennu-1,2-tuasunan-6-kapoéonosas kucjaora (8a). Ilomyuaror
aHAJIOTUYHO coenuHeHuto Sa. Beixox 94%, 1. . 141-142 °C. Cnektp SIMP 1H, o, M. 1.
(/, T): 1.96 (2H, m, H-4); 2.40 (2H, m, H-5); 3.45 (1H, M, H-3); 3.91 (1H, m, H-3");
4.15 (1H, 1, J = 7.3, H-6); 7.24-7.40 (5H, M, ArH). Cnextp IMP °C, &, m. 1.: 22.5
(CHp), 27.6 (CHy), 52.8 (C-3), 63.6 (C-6), 126.5 (p-Cas), 126.6 (0/m-Cy,), 128.6
(m/0-Cpy), 140.8 (ipso-Cy,), 165.7 (CO). Macc-cuiektp, n/z (Lo, %): 255 [M]" (13),
146 (50), 119 (50), 104 (58), 91 (25), 77 (100), 65 (17), 50 (40), 39 (40). Haiineno, %:
C 51.75; H4.95; N 5.87. C,oH;NO,S. Breraucneno, %: C 51.75; H 5.13; N 5.49.

(N-Benzuaamunocyabdonna)ykcycnaa kuciaora (9j). K pactsopy 0.26r
(1 mmonb) cymepamuma 2j u 0.21 r (0.96 mmonp) mubpomstana B 20 mun TI'®
nmobasistror moprusmu 100 mr (2.5 mmois, 60% nucnepcust B macie) NaH B TeueHue
0.5 4. Ilocne 3TOrO peaknMOHHYIO CMECh yNapHBaIOT J0CyXa B BaKyyMe Ha POTOPHOM
ucnaputenu npu 30 °C. K ocratky no6asisitor 30 mur qustiinosoro sdupa u 50 ma 5%
COJIIHOM KUCHOThL. OpraHudeckuil clioil OTAENSIOT, BOJHBIM SKCTparupyroT dTUIIale-
TtaTtoM (2%25 mi). Opranndeckue Gpa3sl 00BEAUHSIIOT, BRICYIIHBAIOT CYJIH(ATOM HATPHUS
u ynapuBaioT. IIpogyKT MmepeKkpuCTaIM30BBIBAIOT U3 CMECH 3THIIAIETaTa M IeKCaHa.
Boeixon 92%, 1. . 155-156 °C. Cnextp SIMP IH, 5, m. 1. (J, T'm): 4.05 (2H, c,
SO,CH,); 4.19 (2H, n, J = 6.5, NCH,); 7.24-7.35 (5H, M, ArH); 7.93 (1H, 1, J =6.5,
NH). Cnekrp SIMP °C, §, m. 1.: 46.4 (NHCH,), 56.9 (SO,CH,), 126.9 (p-Cx), 127.6
(0/m-Chpy), 128.0 (m/0-Cha,), 137.9 (ipso-Cay), 164.6 (CO). Macc-cextp, m/z (Lo, %0): 229
[M]" (5), 210 (10), 106 (100), 91 (50), 77 (18). Haiineno, %: C 47.32; H 5.02; N 6.16.
CoH;;NO,S. Beraucieno, %: C 47.15; H4.84; N 6.11.

4-Metokcukapooumni-3,3-nuokco-2-penuni-1,2,4,5-rerparuapoodenso|d][1,2]-
tuazemun (10a). K cmecu 0.91 r (4 mmons) cynsdamuna 2a u 1.66 r (12 Mmonb)
motama B 60 v JIM®A nobasnsror B TeueHue 2 4 mpu 65 °C pactBop 1.58 T (6
MMoItb) 1,2-6uc(6pommernin)bensona B 40 M JIMDA u nepeMenmBaroT 10 OKOHYAHHUS
peakiu (koHTposib MeTomoM TCX). Cmech pasbapisitor 150 MiI BOIBI, MOAKHUCIISIOT
koHl. HCl no pH <2 u skcrparupyror muxmnopmeranom (3x50 mur). OpraHudeckue
¢a3sl 00beauHsIOT, TpoMbIBaroT 2% HCI1 (580 mur) u ynmapusator gocyxa. Ilpogykr
MEPEKPUCTAIIN30BBIBAIOT U3 3TUIIALIETATA.

Metui-1-(N-MeTiu-N-GeHmIaMIHOCY JIb () OHIIT) IUKJIONPONaHKAp0OKCHIAT
(11b). K cmecu 1.94 r (8 mmounsb) cynsdhamuaa 2b u 3.31 r (24 mmons) notamma B 60 mi
JIM®A nobasmsror B TeueHue 2 4 npu 65 °C pactBop 1.65 1 (7.7 mmois) 1,2-mudpom-
stana B 40 mn JIMPA u nmepememmBaioT eme 24 4. 3aTeM peakIHOHHYIO CMECh pas-
6apsitoT 150 M Bonbl, moakucisitoT KoHi. HCI mo pH <2 u skcTparupyroor Juxjiop-
MetaHoM (3%50 mur). Opranmdeckue ¢azbl 00benuHsIoT, mpoMsiBatoT 2% HCI (580 M),
BBICYIIMBAIOT HaJl Cyab()aToM HATpHs M yNapuBaioT pocyxa. Bexon 72%, cserno-
xenroe Macio. Cnektp SAMP 'H, 8, m. 1. 1.45 (4H, m, CH,CH,); 3.51 (3H, ¢, NCH3),
3.79 (3H, ¢, OCHs); 7.30-7.40 (5H, m, ArH). Cnextp SIMP “C, &, m. x.: 17.11
(CH,CH,;), 40.70 (NCHj), 40.96 (SO,C), 53.00 (OCHj), 127.67 (o/m-Cy,), 127.79
(P-Car), 129.35 (m/o-Ca,;), 141.48 (ipso-Ca;), 168.27 (CO). Macc-criektp, m/z (I, %):
269 [M]" (12), 106 (100), 77 (53), 51 (12), 39 (25). Haiineno, %: C 53.70; H 5.62;
N 5.26. C,H;5sNO,4S. Beruucaeno, %: C 53.52; H 5.61; N 5.20.

1-(N-MeTtna-N-¢penniaMuHOCyIb(GOHIT) IUKIONPONaHKapOoHoBast kucjioTa (12b).
K xumsimemy pactBopy 1.07 ¢ (4 mmons) a¢upa 8b B 20 M 50% BogHOTO 3TaHONA
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nobasmsiror 2.8 T 10% pactBopa KOH (5 mmoins). PactBop Harpesator eme 10 muH,
OXJaXKAAIOT 0 KOMHATHOW Temreparypsl, pa30aBisror 100 Ma BOABI M TOAKHUCISIOT
HCI no pH <2. IonyuyeHHYIO CYCIICH3HIO DKCTPArupyroT sTmiarneratoM (3x50 wmur),
opranndeckue (a3l OOBEIUHSIOT, BEICYIIMBAIOT CYIh(PATOM HATPHS H YIAPUBAOT
nocyxa. [IpoAyKT MEepeKpUCTAILIM30BBIBAIOT W3 CMECH TeKCaH—ATHIALEeTaT. BhIxon
86%, 1. mn. 150—151 °C. Cnekrp SIMP 'H (IMCO-dy), 5, m. x1.: 1.24 (4H, m, CH,CH,);
3.43 (3H, ¢, NCH,); 7.27-7.37 (5H, M, ArH). Criektp SIMP *C (aneron-d), 8, M. 1.:
14.4 (CH,CH,), 38.6 (NCHj3), 39.0 (SO,C), 125.9 (p-Ca,), 126.1 (o/m-Cy,), 127.6 (m/o-
Car), 140.4 (ipso-Cy,), 167.0 (CO). Macc-crektp, m/z (Iyy, %): 255 [M]" (32), 106
(100), 79 (21), 77 (62), 51 (12), 39 (44). Haiineno, %: C 51.70; H 5.22; N 5.56.
C,1H;3NO,S. Breruucneno, %: C 51.75; H 5.13; N 5.49.
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