HOBBIA PETMOCEJIEKTUBHBII CUHTE3
4-U30TUOIUMAHATOBYTAH-2-OHA PEAKIIMEN IITAYJIWHIEPA.
MOJYYEHUE 6-HE3AMEIIEHHBIX
4-TUAPOKCUT'EKCATHUIPOIINPUMUIUH-2-TUOHOB

KuaroueBsble cjioBa: [-a3ugokapOOHHUIBHBIE COCAMHEHUS, 4-THIPOKCUTEKCATUIPO-
MUPUMUANH-2-THOHBI, [-M30THOIMAaHATOKapOOHWIIBHBIE coeanHeHus, peakuus lllTay-
JIMHTEpA.

B-M3oTnonnaHaToanbaeTUAbl U -KETOHBI SIBJISTIOTCS IIEHHBIMUA HMCXOHBIMHU

BEIICCTBAMU B CHHTE3aX Pa3HOOOPA3HBIX a30TCOJCPIKAIIUX AI[MKIMYSCKUX U
reTePOLIMKINYECKUX coennHeHuit (0030phl cM. [1, 2]). OCHOBHO# MeTO[ MoTy-
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YeHHUs M30THOLIMAHATOB 3aKJII0YAETCsl B MPHCOSANHEHUH THOIMAHOBOM KHCIO-
TBl K COOTBETCTBYIOIINM OL,[3-HETIPEIEIbHBIM aNbIeTHAaM W KeToHaM [1-6].
OnHako IpHM HCIONB30BAaHMU B 3TOM peaknuu B KadecTBe MOOOYHBIX MPO-
IOYKTOB COCIUHEHHUM, HE MMEIOIIMX 3aMEecTHUTeNieil B [-IOJ0KEHHH, B 3HAYHU-
TenbHOM KonuuectBe (1o 50%) oOpasyrorcsi [-THOMAaHATOKapOOHWIBHBIC
coenquHenus [5, 6]. Tak, Hampumep, NpU peakMM BUHHUIMETHIKETOHa 1 ¢
KNCS B Bozme B mpucyrcteuu H,SO, oOpasyercs cMmech 4-H30THOIMAHATO-
OyTaH-2-oHa (2) u 4-THonuanaToOyTaH-2-oHa (3) B cooTHomeHnu 50:50 [6].

Me Me
e s Y

—_— +
H,SO =N 0 -5 0
o) 294 = C ~C
1 S 2 N 3
NaN}a ACOH
Me Me
r/“\n/kk PPh, r/A\ﬂ/ cs, RNH, r/«\TL\OH
— N O 2 > HN_ _NR
=
N, O Cs, Ph,p 7 —Ph,PS i
4 THF S
— 5 6,7

6R=H,7R=Me

Crienyer OTMETHTh, YTO BCIEACTBHE OJNM3KHUX (PU3UUECKUX CBOWCTB [-M30-
THOLMAHATO- U B-THOLMAHATOKapOOHUIBHBIX COCAMHEHUH WX pa3jeleHue Mpea-
CTaBJSIET CIOXHYIO 3aJady. OTO 0OCTOSATENBCTBO B 3HAUMTEIBHON Mepe CHU-
KaeT IperapaTUBHYIO LIEHHOCTh MCIOJIb30BaHMs [-HE3aMEIeHHBIX [3-M30THO-
[IMAaHATOAIBJIETUIOB U -KETOHOB B CHHTE3aX T€TEPOIMKINYECKUX COEIMHEHUH.

B nacrosimeM coo0meHun mpeacTaBieH pa3paboTaHHBI HAMM HaIlpaBIleH-
HBI CHHTE3 [-He3aMeUIEHHBIX [3-H30THOLMAHATOKETOHOB U3 JIETKOJOCTYIIHBIX
[-a3umOKeTOHOB Ha MpHUMeEpe MOJIYYCHHUS YHCTOro 4-n30THOLMAHATOOYyTaH-2-
OHa (2), a TaKkKe IMpeBpalleHHE MOCIEeIHEr0 B 4-THAPOKCUTEKCATUAPOIUPU-
MUIUH-2-THOHBL.

B kauecTBe KIIH0UEBOr0 MCXOIHOTO COCIUHEHHS Mbl HCIIOIB30BaIH 4-a3um0-
OyTtaH-2-0H (4), CHHTE3UpOBaHHBIH HamMu ¢ BBIXOJOM 60% mo Mmetomy [7]
peakuue BUHWIMETHIKETOHA 1 ¢ a3uA0BOJOPOAHON KHUCIOTOW. BrineneHHbIN
U3 peaKHOHHOM cMecu a3ug 4 6e3 OUMCTKU OB UCTIOJIB30BaH Ha CIEAYyIOIIEH
CTaJHH.

[IpeBpatienne a3uaorpyniel COEANHEHNS 4 B M30THOLMAHATHYIO TPYIIILY MBI
npoBoauiy peaknueit Lltaymuarepa (0630pst cM. [8, 9]). C atoit nensio azun 4
o0pabaThiBal KBUBAJICHTHBIM KOJHYECTBOM TpHUdeHmIdocPrHa B CyXOM
TIr'® mpu 20 °C. [Ipu 3TOM c BBIIEIIEHHWEM a30Ta MPOXOAWUIIO OOpazoBaHHE
umMuHOpOChOopaHa 5, KOTOpHIM mocine n00aBieHHS K pPEakIUOH-HOW CMecH
cepoyTiepoa MpeBpawiaics B LeJIeBOH H30THOLMaHaTOKeToH 2. [IpenapatuBHO
Oosiee ynoOHOHM OKazanmach METOIMKA, B KOTOpOW ObLIa COBMEIIEHA pEeaKius
noiay4eHus: uMuHOpochopaHa S M ero mOCIeAyIOIIee B3aUMOICHCTBHE C
cepoyraepogom. s atoro pactBop coenunenus 4 B cmecu TT'@—cepoyriaepon
obpabateiBann TpudeHmidochurom. Ilocne oxkoHUaHUS BBHIIENCHUS Tasa,
PEaKIHMOHHYIO Maccy BBIIEPKHUBAJIM HECKOJIBKO YacOB IPHU
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KOMHATHON TeMIlepaType, ymapuBald J0CyXa, K OCTaTKy JOOaBISUTH CMECh
JTUATUIIOBOTO 3dupa u nerposeiinoro a¢upa (1:1), ordpunsrpoBeBan TpHUdeE-
HunpochuHCYyNbOUA, pacTBOP BHOBB yHapuBad. Hamu mokazaHo, 4TO BBIXOJ
COCIMHEHUS 2 MOXKET OBITh YBEITUYCH, €CIIA TIOCIIC OKOHYAHUS BBIJCICHUS a30-
Ta CMeCh KHUISTHUTh B TeueHue 1—1.5 4. B ONTHUMAaIBHBIX YCIOBHSIX BBIXO[
MacJI000pa3HOTo COeAMHEHNs 2 U3 a3uja 4 coctaBisii 64%.

[MonydeHHBI OMUCAHHBIM BBIINIE CIIOCOOOM  HM30THUOIMAHAT 2  OBLI
JIOCTaTOYHO YMCTBIM JUISI €ro IOCJIEAYIOIIEr0 MCIOJb30BaHUS B CHHTE3€
TETEPOITUKIIOB. DTO OBUIO MOKAa3aHO HAMU IPEBPAIIEHUEM 3TOTO COCTUHEHUS B
THIPOKCUITUPUMHUANH 6 Tpu 00paboTke pacTBOopa H30THOIMAaHATA 2 B
areTOHUTpmwiIe BOAHBIM ammuakoM (1.5 akB.) (20 °C, 1 4) ¢ mociexyromuM
yHnapyuBaHUEM pEaKIMOHHOW cMecH U 00paboTKOi TBEPAOro oOcTaTka
JTUATUIIOBEIM 3¢upoM. [Ipu 3TOM BBIXOJ XpOMAaTOrpaduuecku U CIEKTPAIbHO
YyucTOrO nupuMuauHa 6 coctaBun 59% B pacuere Ha asupg 4. CoenuHeHue 6
OBUIO TaK)Ke CUHTE3UPOBAHO B aHAJOTMYHBIX YCIIOBHSX C BbIXOAOM 78% mpu
KCIIOJIB30BAaHUH YHUCTOTO 0o0pasiia M30THOIMaHaTa 2, TIOJyYeHHOTO BaKyyMHOM
neperonkoi. Peakiueil O4YMIIEHHOTO0 HW30THOLMAaHATa 2 C BOIHBIM METHII-
amuHOM B aneroHutpmiie (20 °C, 1.5 4) ¢ Beixonom 82% OblT momydeH N-me-
TUI3aMEIIEHHBIA TUAPOKCUITUPUMUTIUH 7. ClenyeT OTMETUTh, YTO OMHCAHHBIC
B yureparype [10—13] BbIXoabl MUPUMUIUHOB 6, 7 ObUIM 3HAYUTENHHO HIUXKE
MOJTy4YeHHBIX B HAacTosALIeH paboTe.

UK cnektpsl 3amuceiBamm Ha Qypbe-cuekTpodoromerpe Bruker Vector 22 B
TOHKOM cJoe (COeMHEHHE 2) WM B BHIAC CYCICH3WH B Ba3eNHMHOBOM Maciie
(coemmuenns 6 u 7). Crextpst IMP 'H u °C perucrpupoBanu Ha crekrpomerpe
Bruker DPX 300 (300 u 75 MTI'ti cootBerctBenHo) B CDCl; (coenuuenue 2) wiu
JIMCO-d¢ (coemuuenus 6 u 7). B xagecTBe cTaHIAPTOB MCIIOIBE30BAINCH IICHTPATBHBIE
CHUTHAJIBI OCTaTOYHOTO TpoTOoHA pactBoputeneit (& 2.50 mist IMCO-dg m & 7.25 M. 1.
mams CDCl; B cmektpax SIMP 'H) wiu ueHTpanbHble CHTHAZBI aToMa yriepoja
%aCTBOpI/ITeJ'ICﬁ (6 39.50 mma IMCO-dg u & 77.00 m. 1. niss CDCl; B criekrpax SIMP

).

4-U3oTnonuaHatodyTan-2-oH (2). Beixox 53.3% (mocie meperoHku); T. KHIL
88-90 °C (0.1 mm pr. ct.), np”" 1.5193. UK crextp, v, M 1 2196 ¢, 2121 o. ¢ (NCS),
1719 ¢ (C=0). Cnextp SIMP 'H, 8, m. 1. (J, Tw): 3.73 (2H, T, °J = 6.5, CH,N); 2.81
(2H,

T, °J=6.5, CH,C=0); 2.17 (3H, ¢, CH;). Crextp SIMP “°C, 8, m. 1.: 204.24 (C=0);
130.80 (N=C=S); 42.59 (CH,—C=0); 39.34 (CH,-N); 29.97 (CHj;). Haiineno, %:
C46.31; H 5.63; N 10.57. CsH;NOS. Brruncneno, %: C 46.49; H 5.46; N 10.84.

4-T'uapokcu-4-MeTHIreKcaruAponupuMuIuH-2-tTuoH (6). Bexon 77.9%; 1.
~111 °C (c pa3n., meHa; u3 ameroHa, CkopocTh HarpeBanus 1 °C 3a 3 c); npu Goiee
MeJUIEHHOM HarpeBanuu, 1o gaHHeiM TCX, BewiecTBO pasiaraercsi 0e3 IUIaBJICHHS U
Jayiee IUIABUTCS ¢ pasioxkeHueM npu 147.5-148 °C (1. mwr 151-152 °C [10]).
UK cnexrp, v, em 3357 ¢, 3219 ¢ (NH, OH), 1565 c, 1534 ¢ (tnoamun-II). Cnextp
SIMP IH, o, M. a.: 8.22 (1H, yur. ¢, 3-NH); 8.13 (1H, mepaspenr. a1, 1-NH); 5.60 (1H, c,
OH); 3.18-3.29 (1H, ™, H-6a); 3.00-3.09 (1H, m, H-6¢); 1.66-1.75 (1H, m, H-5e¢);
1.47-1.59 (1H, M, H-5a); 1.35 (3H, ¢, 4-CH3). Crextp SIMP °C, &, m. 1.: 175.33 (C-2);
76.73 (C-4); 36.57 (C-6); 32.61 (C-5); 28.41 (4-CH;).

4-T'uapoxcu-3 4-muMeTniarekcaruaponupumMuaua-2-tuod (7). Bexoxm 81.9%;
1. wi. 91-91.5 °C (u3 aunerona) (t. mr. 85-86 °C [11]). YK cmektp, v, cM 't 3346 c,
3182 ¢ (NH, OH), 1534 ¢, 1501 ¢ (tmoamun-II). Crekrp SIMP 'H, 8, m. n.: 8.11
(1H, yur. ¢, 1-NH); 6.05 (1H, ¢, OH); 3.17 (3H, ¢, N-CHj3); 2.97-3.19 (2H, M, H-6);
1.82-1.96 (2H, M, H-5); 1.38 (3H, ¢, 4-CH3). Cniextp SIMP °C, 8, m. 1.: 177.56 (C-2);
81.74 (C-4); 36.23, 35.32 (C-5,6); 33.17 (N—-CH3;); 26.46 (4-CHs).
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