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CHUHTE3 U CBOMCTBA DTHJIOBbLIX d®UPOB
4-TUATKNJIAMUHO-2-METUWITHOTUEHO(2,3-d|TAUPUMU I H-6-
KAPBOHOBBIX KHCJIOT

BsaumoneiictBuem 4-MaNTKUIIaMIHO- 2 -METHIITHO-6-XT0pOITMPUMHTHH-5-
KapOaIbAernioB ¢ ATWIOBBIM 3(DHPOM MEpKaNTOYKCYCHOH KHCIOTHI B HPHUCYT-
CTBHM TPHITWIAMHUHA CHHTE3MPOBAHBl COOTBETCTBYIOIIME OSTHIIOBBIE 3(PHPEI
THEeHO[2,3-d]mupuMuIHH-6-kapOOHOBBIX KHCIOT. OCYIIECTBICHBI HX PEaKIHU
LIEJ0YHOr0 TUAPONN3a, THAPA3UHOIN3a U BOCCTAaHOBJICHHS aTIOMOTHUAPHUIOM
JIMTHS 10 COOTBETCTBYIOIINX KHCIOT, THAPA3sHAOB U (THeHo[2,3-d]mupumunanH-6-
HIT)METaHOJIOB.

KiroueBbie cjioBa: MUPHUMHUINHBL, THEHO[2,3-0]|IHPUMIIMHEL, BOCCTAHOBIIC-
HU€, IUKJIOKOHICHCAIIUS.

HenaBHo HaMy OBLITM CHHTE3MPOBAHBI ATHJIOBBIE 3(UPBI HEKOTOPHIX 4-(a-
KWJI, apul)aMUHO-2-MEeTHITHOTUEHO[2,3 -0 mupuMuanH-6-kapOOHOBBIX KHCIIOT,
UMEIOIME TEPBUYHYI0 AMUHOTPYIY B TOJOXKEHHH 5 TeTePOCHCTEMBI H
W3YUYCHBI UX PEAKIMH C IEKTPOGUIBHBIMU B HYKIEO(UIEHBIMU peareHTaMu. B
pe3yibpTaTe ObUIM pa3paboTaHbl MpocThie W 3()(HEKTUBHBIE METOIBI CHHTE3a
psila HOBBIX OpmoO- W Nepu-KOHJICHCUPOBAHHBIX T'€TEPOCHCTEM, COJEPIKAIINX
¢parment THeHo[2,3-d]mupumuauna [1-4]. W3ydeHune CBOWCTB STHIIOBBIX
3(QHUPOB HEKOTOPHIX S-aMUHO-2-METHATHOTHEHO[2,3-d]mupumuanH-6-kapOooHo-
BBIX KHCIJIOT TaKXKe IMOKa3aJlo, YTO CIOKHOI(PHUPHAS TPYIIIA B OpmO-TIOJI0KCHUU
MO0 OTHOLICHHIO K TIEPBUYHON aMUHOTPYIINE SBISETCS TOCTATOYHO WHEPTHOM
M0 OTHOILICHHUIO K pa3HbIM HykieoduiaaMm. Takas HHEPTHOCTh CIOKHOIDUPHOM
TPYIIBl MOXKET OBITh BBI3BAaHA JJIEKTPOHHBIM BIMSHHEM COCETHEH aMWHO-
TPYIIBl U BHYTPUMOJIEKYIISIPHON BOJIOPOTHON CBS3BIO MEXKILY CIOXKHOA(PHUPHOI
M aMHUHOTPYNmoi B S-amuHoTHEHO[2,3-d]mupumuanH-6-kapOokcminarax [5].
C 1enpio MONy4YHuTh 0OJbIE UHPOPMAIMH O PEAKTHBHOCTHU CIIOKHBIX 3(HpOB
TtreHo[2,3-dnupuMuANHKapOOHOBEIX  KHCJIIOT HaM  Ka3ajloCh HHTEPECHBIM
CHHTE3UPOBATh TUIIOBBIC APupbI THEHO[2,3-d]mupuMunH-6-kapOOHOBBIX KUC-
70T 0€3 aMUHOTPYIIIIBI B MOJIOKEHUH 5 TETEPOCUCTEMBI U U3YYUTh MX PEaKInU
¢ HykineopunpHeIMH pearentamu. C Apyroit cToponsl, THeHO[2,3-d]mupumMu-
JVHBI M COEAMHEHWs COJEp Kallie THCHOMMPHUMUIMHOBEIN (parment [6—15],
aTaKkkKe WX TUPUAMHOBBEIE aHamoru [16, 17] TPOABIAIOT IMOJNIE3HBIC
(dapMakonoruueckue cBoWcTBa. TakuM 00pa3oM, MOJy4YEeHHBIE B HACTOSIIEH
pabote 6-3amerieHHbie THEHO[2,3-d]|MUPUMHIMHBI MOTYT CIY)KUTh B Ka4eCTBE
MOJIE3HBIX WHTEPMEINATOB JUIs CHHTE3a OWOJOTMYECKH AKTUBHBIX BEIIECTB,
BKITIOYAsi CHHTE3 KaK KIACCHYECKHX, TaK M JIMNOMWIBHBIX aHTH(OIUAHTOB.
Hacrosmee nccnenoBanue Takxe ObIJI0 CTUMYIHPOBAHO OOCTOATEIHCTBOM, UTO
B JIUTEpaType MMEIOTCS JIMIIb HECKOJIBKO COOOIIEHHH O CHHTE3€ M CBOWMCTBAX
CIIOXHBIX 3GHpoB THeHO[2,3-d|nupumurH-6-kapOoHOBBIX KuciorT [18, 19].
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OTtunoBbie 3QUPHI 4-THATKAITAMUAHO-2-METHATHOTHEHO[2,3 -d JmupuMuanH-
6-KapOOHOBBIX KUCIIOT 2a—C CHHTE3UPOBAHBI KHUIISTYCHUEM COOTBETCTBYIOIINX
4-nuanKuIaMHHO-2-METUIITHO-0-XIOpOIMPUMUANH-5-KapOanpieruios  la—C
[20] c DSTUIOBBIM BPHUPOM MEPKANTOYKCYCHOH KHCIOTHI B MPUCYTCTBHU
TpUATHIAMHHA. [HWIPONN3 CIOXKHBIX 3(QUPOB 2a—C /IO COOTBETCTBYIOIIMX
KHCIOT 3a—C OCYIIECTBIIEH MpH KOMHATHOW TeMIlepaType ¢ IOMOIIBIO
3TaHOIBHO-BOJHOTO pacTBOpa THAPOKCHAA Kaiusg. K HaleMmy yIUBICHHIO,
CIIO)KHOA(UPHAS TPYMIAa B COCAMHEHHSIX 2a—C SBISIETCS JTIOBOJBHO WHEPTHOM
M0 OTHOLICHHWI0O K a30THCTHIM Hykieopuiaam. Ham He ymaiaoch MmoiyduTh
COOTBETCTBYIOIINX aMHUJIOB PEaKIMed COSAWMHEHHWH 2a—C ¢ AUITUIAMHHOM,
AQHWJIMHOM WIH 4-METOKCHAHWJIMHOM Jla)Ke TpU HarpeBaHHU B OOJBIIOM
n30bITKE aMHHOB 0e3 pacTBopuTesss. HeoOXonuMo Takke OTMETHUTh, YTO HE
MpOTeKaeT W peakiHs 3aMElICHUS METHITHOTPYMIBI COOTBETCTBYIOIIUMHU
aMHHaMH, KOoTopas HamH Oblla 3aMedeHa paHee MpPU H3YYEHHH STHIIOBBIX
3pHUPOB  5-aMHHO-2-MeTHATHOTHEHO[2,3-d JmupuMuanH-6-KapOOHOBBIX KHCIOT
[21]. ToabpKO MPOIOIDKUTENFHOE KUMIsTueHnEe 3(QUpoB 2a—C ¢ U3OBITKOM TUjpa-
3MHTHIpaTa MPUBEJIO K 00pa30BaHUIO TUapa3uoB 4a—C ¢ Beixogamu 64—93%.
BoccraHoBieHHe CIOXKHBIX AGUPOB 2a—C aTIOMOTHIAPUAOM JUTHS MPOTEKAET
MpU KOMHATHOHM TeMIiepaTtype u MPUBOJIUT K 00pa30BaHHI0 COOTBETCTBYIOIINX
(treno|2,3-d]nupumuanH-6-11)MeTaHoIoB 5a—C.

CrpoeHue mnoJydeHBIX coeauHeHui 2-5 moarBepkiacHO maHHbIMH UK,
SMP 'H CIIEKTPOCKOIIUU U 3JIEMEHTHOTO aHajiu3a. Tak, HalpuMmep, B CEKTpax
SAMP 'H crnoxebsIX 5QHpOB 2a—C HAGIIOJAIOTCS CHIHAJIBI TIPOTOHOB CIIOXKHO-
a¢upHoit rpynmbel npu 1.39-1.41 mis CHz m 4.32-4.39 m. 1. s OCH,, a
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CHHTJICT TPOTOHA B TIOJIOKECHUM 5 THEHOIMMPHMUINHA — B obactr 7.98-8.09 M. .
[ns cpaBHEHMs] CUTHajl MPOTOHA albACTUIHOM Ipymlibl coeauHeHud la—C B
crexktpax SIMP 'H na6momaercs mpu 10.17-10.27 M. 1. [20]. B UK cmexrpax
COCJIMHEHWH 2a—C HMMeeTCs IoJioca TIOTIONICHUsT KapOOHWIBHOW TPYIIIBI
CcI0XKHOApUpHOTO ocTatka mpu 1687-1702 cm . B crekrpax SIMP 'H (tueno-
[2,3-d]mupuMuIuH-6-1T)METAaHOIOB 5a—C TOSABJISETCS CHHIJIETHBIE CHTHAJIBI
METHJICHOBOW W THUIPOKCHTpymiel B obmactu 4.75-5.14 m 2.66-2.95m. n.,
COOTBETCTBEHHO, a CHUTHAJ MPOTOHA B TOJIOKEHHH 5 TETEPOCHUCTEMBI U3-3a
3JIEKTPOHOJOHOPHOTO BIUSHHS THIPOKCUMETHIITPYIIIBI CMEMIACTCS B CTOPOHY
CHWJIBHBIX TIOJICH 10 CPaHEHUIO CO CIOKHBIMU 3upamu 2a—C ¥ HaOIIOZACTCS
ipu 7.00-7.66 M. 1.

IKCHEPUMEHTAJIBHAA YACTb

UK criekTpbl CHATH B Ba3elMHOBOM Macie Ha crekrpodoromerpe FT-IR Spectrum BX 11
(Perkin-Elmer). Criexpsr IMP *H monyuenst Ha criektpomerpe Tesla 587A (80 MI') B kadecTBe
BHYTpEHHEro craHaapra wucnombdys TMC. 3a XoooM peakuuii W YHUCTOTOH IMOJy4eHHBIX
coequHennit cnenum merogom TCX wa mmacturkax Alufol Silica gel 60 Fjs,.

ITHioBbIe 3PUPHI  4-AHATKHIAMHHO-2-MeTHITHOTHEHO[2,3-d| mupumuun-6-kap6o-
HOBBIX KHCJIOT (23-C). B cMmech coorBercTByromero amsaeruaa la—C (3 mmoms) u 0.4 r
(3.3 MMOJIB) 3THIIOBOTO 3(Hpa MEPKANTOYKCYCHOM KHCIOTHI B 10 M 3TaHONA MO KaIuIsM
nobasmsror 0.61 T (6 MMOINB) TpHATHIAMUHA. PEakIIMOHHYIO CMECh KUILTAT OO0 MCYE3HOBEHUS
HUCXOMHBIX KapOampaerungoB mo maHHeIM TCX (5-9 u). Ilocnme oxnakaeHHS 10 KOMHATHOU
TEMIIEpaTypbl 0CaZoK OT(HHIBTPOBBIBAIOT, MEPEKPUCTAIIN30BBIBAIOT M MOJIYYAIOT COCIHHEHHS
2a-C.

2a. Bexox 67%, 1. . 150-151 °C (u3 2-nmpomnanomna). Bpemst peakuuun 9 u. UK crextp,
v, e 1 1687 (CO). Criexrp SIMP *H (CDCly), 8, m. 1. (3, T'm): 1.39 (3H, T, J = 7, CH3); 2.55 (3H,
¢, SCH3); 3.39 (6H, ¢, 2NCHsy); 4.33 (2H, k, J = 7, OCH,); 8.06 (1H, ¢, 5-H). Haiineno, %:
C 48.33; H 5.19; N 14.40. C1,H;5N30,S,. Beruncneno, %: C 48.46; H 5.08; N 14.13.

2b. Bexon 90%, T. mn. 160.5-161.0 °C (u3 2-mpomanona). Bpems peakmum 7 4. UK
crextp, v, cM = 1700 (CO). Crexrp SIMP *H (CDCly), 8, m. 1. (J, Tm): 1.41 3H, T, J = 6, CHy);
1.90-2.18 (4H, M, 2CHjy); 2.59 (3H, ¢, SCH3); 3.65-3.96 (4H, M, 2NCHy); 4.39 (2H, x, J = 6,
OCH,); 8.09 (1H, ¢, 5-H). Haiimeno, %: C 52.26; H 5.54; N 13.34. CyyH;7N30,S,.
Beruucieno, %: C 51.99; H 5.30; N 12.99.

2c. Bexom 78%, T. mm 101.5-102.0 °C (w3 2-mpomanona). Bpems peakumm 5 4.
UK criektp, v, eM *: 1702 (CO). Criektp IMP *H (CDCly), 8, m. 1. (J, T'w): 1.39 (3H, T, J = 6,
CHj3); 1.55-1.85 (6H, m, 3CHy); 2.55 (3H, ¢, SCH;); 3.60-3.97 (4H, M, 2NCH,); 4.36 (2H, x,
J=6, OCHy); 7.98 (1H, c, 5-H). Haiineno, %: C 53.70; H 5.69; N 12.46. Cy5H;9N30,S,.
Beruucieno, %: C 53.39; H 5.68; N 12.45.

4-JTnanKujIaMUHO-2-MeTUITHOTHEeHO[2,3-d| mupumuann-6-kapooHoBbIe KHCI0THI (3a—C).
B pactBop 0.1 t (1.8 mmone) KOH B 5 mut ataHoma u 2.5 M BOABI MOPHHUSAMH TOOABISIOT
COOTBETCTBYIOIIMI CIOXHBIN 3¢up 2a—C (0.6 MMonb). PeakioHHYI0 cMech MepeMeIInBarOT
IpY KOMHATHOW TeMIlepaType A0 MCYE3HOBEHHMSI MCXOIHBIX CIOKHBIX 3(HpoB mo maHHbeM TCX
(4-28 u), zareM KOHUEHTpHPYIOT 10 1/3 HawyampHOro obema u moakucisioT 10% constHO#
kucnotoit 1o pH 2. Ocamox OTGUIBTPOBBIBAIOT, IPOMBIBAIOT BOJOH, IEPEKPHCTAIUIN30BBIBAIOT U
MOJY4al0T CoeqMHEHHs 3a—C.

3a. Beixox 93%, T. ot >245 °C (pasn.) (13 meranona). Bpems peakmuu 10 u. UK criekrp,
v, em t: 1684 (CO), 3110 (OH). Crextp SIMP *H (CF,COOD), 5, M. 1.: 2.86 (3H, ¢, SCH3); 3.75
(3H, ¢, NCHsy); 3.84 (3H, ¢, NCH,); 8.57 (1H, ¢, 5-H). Haiineno, %: C 44.79; H 4.30; N 15.82.
C19H11N30,S,. Beraucneno, %: C 44.59; H 4.12; N 15.60.

3b. Bexox 83%, 1. mr. >250 °C (pasn.) (u3 nuokcana). Bpems peakuun 28 u. UK crektp,
v, em t: 1675 (CO), 3394 (OH). Crextp SIMP *H (CF;COOD), 6, M. 11.: 2.05-2.58 (4H, M, 2CHy);
2.82 (3H, ¢, SCH3); 3.98-4.25 (4H, m, 2NCH,); 8.49 (1H, c, 5-H). Haiineno, %: C 48.84; H 4.74;
N 14.19. C1,H13N30,S,. Berancneno, %: C 48.80; H 4.44; N 14.23.
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3c. Beixon 72%, T. mr. >265 °C (pasn.) (u3 2-nponanona). Bpems peakimu 4 4. UK criekrp,
v, eM 1 1668 (CO), 3392 (OH). Criextp SIMP *H (IMCO-dg), 8, M. 1.: 1.45-1.90 (6H, m, 3CH,);
2.51 (3H, ¢, SCHy); 3.62—-4.05 (4H, m, 2NCH,); 8.01 (1H, ¢, 5-H). Haiineno, %: C 50.53; H 4.86;
N 13.73. C13H15N30282. BBI"II/ICJ'IeHO, %: C 5047, H 489, N 13.58.

T'unpaszuabt 4-IHATKMIIAMHHO-2-MeTHITHOTHEHO[2,3-d] mupuMuIHH-6-KapOOHOBBIX
Kkucjaor (4a—c). CMech COOTBETCTBYIOLIETO CHOKHOrO s¢upa 2a—C (0.9 mmoms) u 0.9 r
(17.8 mmomp) 99% ruapasMHTHApPaTa B 5 MJI JTaHOMA KUILITSAT HPH TNEPEMELIMBAHHU [0
HCYE3HOBEHHS MCXOTHBIX CIOXKHBIX 3¢upoB mo naHHeiM TCX (9-21 u). [locne oxmaxaeHus 10
KOMHATHOIl TeMmeparypbl OCaZoK OT(HIBTPOBBIBAIOT, NPOMBIBAIOT BOJOH, IEpeKpucTa-
JTM30BBIBAIOT U MOJIYYAIOT COeANHEHHs 4a—C.

4a. Boixon 64%, 1. mwr. 273.5-275.0 °C (u3 IM®A). Bpems peaximu 9 4. VK crekp,
v, e 1 1601 (CO), 3259, 3322 (NH, NH,). Criektp SIMP *H (CF;COOD), 8, m. 1. 2.44 (3H, c,
SCHa); 3.33 (3H, ¢, NCH3); 3.41 (3H, ¢, NCHy); 8.13 (1H, ¢, 5-H). Haiinero, %: C 42.73;
H 446, N 24.63. C10H13N5OSZ. BLI‘II/ICHCHO, %: C 4239, H 462, N 24.71.

4b. Bexon 93%, T. mn. >300 °C (pasn.) (u3 IM®A). Bpems peakuuu 18 u. VK crextp,
v, eM 1 1665 (CO), 3359 (NH, NH,). Criextp SIMP *H (CF;COOD), §, m. a.: 1.77-2.10 (4H, M,
2CH,); 2.38 (3H, ¢, SCH3); 3.55-3.92 (4H, M, 2NCH,); 8.04 (1H, ¢, 5-H). Haitneno, %: C 46.79;
H5.15; N 22.76. C12H15N5OSZ. BLI‘II/ICHCHO, %: C 4658, H 489, N 22.63.

4c. Bexon 89%, 1. mr. 208-210 °C (u3 2-mpomnanona). Bpemst peaxiuu 21 u. UK crekrp,
v, eM *: 1660 (CO), 3297, 3329 (NH, NH,). Criexp SIMP H (CDCly), 8, m. 1. 1.55-1.75 (6H, M,
3CHy); 2.5 (3H, ¢, SCHp); 3.7-3.92 (4H, m, 2NCH,); 4.04 (2H, yur. ¢, NHy); 7.88 (1H, ¢, NH);
8.46 (1H, c, 5-H). Haiineno, %: C 48.57; H 5.42; N 21.41. Cy3H;;N5s0OS,. Boruncneno, %:
C 48.28; H 5.30; N 21.65.

(4-Mnankunamuno-2-merniaTuorueHo[2,3-d|nupumvuaus-6-ua)meranonst (5a—C). B cmech
0.03 r (0.79 mmone) LiAIH; B 15 M 6e3BOAHOTO JMATHIOBOTO 3(Hpa MpU MepeMeIlMBaHUN
MOPIHAMH T00ABISIOT COOTBETCTBYIOUINHI CIIOKHBIHN 3¢up 2a—C (1 MMoins). PeaknmonHyro cMech
MePEMEIIMBAIOT P KOMHATHON TeMIIEpaType 10 HCUE3HOBEHHUSI HCXOIHBIX CIIOKHBIX I(PHUPOB 110
maaHeM TCX (3—6 4). 3arem mo KamsiM J00ABIISIOT BOAY U OTACIAIOT OPTaHWYECKUH CIOM.
Bonnsiii cnoit skctparupyror xiopodopmom (3 x 30 mu). OpraHudeckue CIOH COCIUHSIOT,
cymar Hax Na,SO, m ymapuBaroT gocyxa. OCTaToOK IEpEeKpUCTAJUIM30BBIBAIOT W IIOJIYYalOT
coeMHeHus Sa—C.

5a. Bexon 60%, T. wi. 190-191 °C (u3 2-mponanona). Bpems peaximu 3 4. UK criektp,
v, eM % 3306 (OH). Crexrp SIMP 'H (CF,COOD), 8, m. 1.: 2.80 (3H, ¢, SCH3); 3.69 (6H, c,
2NCH,); 5.14 (2H, ¢, CH,); 7.66 (1H, c, 5-H). Haiineno, %: C 47.37; H 5.10; N 16.60.
C19H13N30S,. Beruucneno, %: C 47.04; H5.13; N 16.46.

5b. Bexog 83%, T. mr. 175-177 °C (u3 Gensona). Bpems peaxiun 6 4. UK crextp, v, cM
3186 (OH). Criekrp SIMP 'H (CDCly), 8, m. a.: 1.84-2.15 (4H, m, 2CH,); 2.57 (3H, ¢, SCH5);
2.95 (1H, ym. ¢, OH); 3.6-3.88 (4H, m, 2NCHy,); 4.75 (2H, ¢, CH,); 7.0 (1H, c, 5-H). Haiineno, %:
C51.29; H5.11; N 14.79. C1,H15N30S,. Beruucneno, %: C 51.22; H 5.37; N 14.93.

5¢. Boixox 67%, T. mn. 94-96 °C (u3 rekcana—2-mponanona, 5:1). Bpems peakuuu 2 .
UK criekrp, v, cm = 3291 (OH). Crekrp SIMP 'H (CDCly), 8, m. a.: 1.60—1.85 (6H, m, 3CH,);
2.56 (3H, ¢, SCHy); 2.66 (1H, yur. ¢, OH); 3.65-3.90 (4H, M, 2NCHy); 4.82 (2H, c, CH,); 7.04
(1H, ¢, 5-H). Haiineno, %: C 52.95; H 5.50; N 14.55. C13H;7N30S,. Boiuncneno, %: C 52.85;
H 5.80; N 14.22.
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