JKYPHAJI OBLJEX XUMMUH, 2023, mom 93, Ne 6, c. 911-918

VIK 547.859.3:547.794.3

CHUHTE3 1 ®POCOPOHUJINPOBAHUE
S-METHJITUOYPAIIUJIA U ET'O ITPOU3BOJAHbBIX

© 2023 1. A. C. CkpoLibkosal, H. A. Hocoal, JI. M. Eropos'*, M. JI. XaiukoBaZ,
V. A. Posukos?, C. I1I. Cadapos?

! Canxm-ITemep6ypackuii 20cy0apcmeenbiil MexHON02UHECKULl UHCIUMYM (MexXHuYeckuil yHusepcumen),
Mockosckuil np. 26, Cankm-Ilemepoype, 190013 Poccus
2 Uncmumyma xumuu umenu B. H. Huxumuna Hayuonanwvnoii axademuu nayx Tadscuxucmana, JJywanbe, 734063
Taoocuxucman
*e-mail: diavoly@mail.ru

IToctynuio B pepakuuto 28 anpens 2023 .
IMocne nopadotku 28 mas 2023 1.
IIpunsto x neuaru 30 mas 2023 r.

[osydeH psan S-METHINPOBAHHBIX MPOU3BOIHBIX 2-THOYpAIlia, IIPOBEACHO WX (pochoHMIMpOBaHHE TH3-
tunxiaopdocdarom. ONTHMU3UPOBAHBI YCIOBUS PEAKIMU, CTPOSHHUE MMOJYUYCHHbBIX COSIUHEHHUN ONpe/elIeHO

MeTofoM crekrpockomuu SIMP *H, 13C, 3!P.

KioueBble cioBa: 2-tuoypauui, Gocdopmimposanue, muankuixiopdocdar, amunopochars

DOI: 10.31857/S0044460X23060100, EDN: FMFVDT

I'eTepounknuyeckue COEOUHEHHS SBIAIOTCA OC-
HOBHOM mat¢opMoil Ipu CHHTE3€ HOBBIX OHOJIOTH-
YECKH aKTUBHBIX BelIeCTB [1—6] U co3maHuM HOBBIX
MmarepuanoB [7—12]. CtpykrypHast MOAU(UKALINS IITH-
POKO MPUMEHSEMBIX BEIIECTB SBISIETCA aKTyalbHOM U
MEepPCTIEKTUBHOM 3a/ia4ueil, CTosIIIeH repes XuMUKaMHu.
CoenuHeHus!, BKIIIOYAIOIIUE B CBOH COCTaB IUPUMHU-
JUHOBOE SIAPO, IPUBIIEKAIOT CYIECTBEHHBIN HHTEPEC
YUYEHBIX, 0COOCHHO IMpH pa3paboTKe JIeKapCTBEHHBIX
MpenaparoB, YTO CBA3aHO C IIUPOKUM CIIEKTPOM OHO-
JIOTMYECKO aKTUBHOCTH IaHHOTO PparmenTa [ 13—18]
(cxema 1).

B nmanHOW pabore HamMH B KadecTBE OOBEKTOB
¢dbyHKIMOHANIM3aNKH OB BBIOpAHBI MPOM3BOAHBIC
2-tuoypanuia. Panee Mbl yke OCYIIECTBISUIN CTPYK-
TYpHYIO Moau(HKanuio 2-THOypanuia u ero 5,6-3a-
MEIIEHHBIX TMPOW3BOMHBIX XJIOPITUHUIGOCHOHATOM
[19-22], omHako B JaHHOM pabOTe MPUMEHAETCS HHOU
noaxof. B xauecTBe Pochopunmpyroiero areHra uc-
MOJIb30BaH IU3THIXIopdocdaT, moaydeHHBIH Mo pe-
akuuu AreproHa—Toana.
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BTOpoli KOMIIOHEHT HCCIIELyEMOM peakuuu —
5(6)-3amerTcHHBIC 2-MEeTHIMEPKATOITAPUMH-
IUH-4-0HBI — OBIIM TOJYYEHBI aJKUIMPOBAHUEM CO-
OTBETCTBYIOIIUX 2-THOYPALWJIOB METHIMOJUIOM B
BOJIHO-IIIEIOYHOM pacTBope (cxema 2).

Peakmus mexny mmdtuinxiaopdocdarom u 2-me-
TUIMEPKANTOMUPUMUANH-4-0HOM MOXET MPOTEKaTh
C yJacTHeM OIHOTO M3 JIByX aTrOMOB a3oTa. B mmre-
paType CyUIECTBYIOT NpUMEPHI MPOTEKAHUS pPeaKiuit
3aMENIeHHS ¢ YJacTHeM Kakaoro u3 Hux [23—30]. Hc-
XOJTHBIC TETEPOIUKIMYECKAE COCAMHCHUS OBLTA U3Y-
YeHBI C TIOMOIIBI0 METOJ[a IByMEPHOU T'eTepoKoppe-
JALUUOHHOM criekTpockonuu SIMP. Ycranosieno, 4to
atom asora N! HaxonuTcst B uMuHHOI dopMme, a aTom
azora N° — B aMMHHOI. DTO IOATBEP:KIAETCSA HATTUYHU-
€M COOTBETCTBYIOIIMX KPOCC-IIUKOB B criekTpax SIMP
HMBC H-'N B o6nactu ;5 5.82 1 5182.98 M. 1.

Peakuus mexnay austmnxnopdocdarom u 3ame-
HNICHHBIMH  2-METHJIMEPKANTOMUPUMHUANH-4-OHAMHA
npoTekana B 0e3BOAHOM OeH30IIe B TIPUCYTCTBUU He-
Oonpmioro M30bITKa KapOoHara kamus (cxema 3). B
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CKPBUJILKOBA u 1p.

Cxema 1.
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Clly4ae MOHO3aMEMIEHHBIX 2-MEeTHIMEPKANTOMUPH-
MHJIUH-4-0HOB U 6-METHJI-2-METHITHO-S-TIPOTTHIIITH-
PUMHINH-4-0Ha peaklus MpoTeKalia Mpyu KOMHATHOU
teMmrieparype 3a 9—18 4. [Ipu 3ToM HamtydIIve MokKa-
3aTeNHN M0 CKOPOCTH MPOTEKAHUS PEAKIIMH OTHOCATCS
K HE3aMEIIeHHOMY W 6-aMUHO 3aMEIIeHHOMY TTPOU3-
BOIHBIM. XYK€ BCEro peaxius MpoTeKana B Ciydae
6-heHnn- ¥ 6-TpUTOPMETHITIPOU3BOIHBIXK: BpEMs
TIOJTHOTO MPOTEKaHUs peakluy JUIsl HUX COCTaBHIIO 23
1 25 4 cooTBeTCTBEHHO. CyIlIECTBEHHO XyKE peaKIus

Cxema 2.
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R! = R? = H (a); R? = H, R! = Me (6), CF; (B), NH, (1),
Ph (1), OH (e); R = H, R> = Me (:x); Rt = Me, R? = Pr (3);
R?=CN,R!=3- FC6H4 (1), 2,3-OMe-C¢H; (k), 2,4-CIC(H,
(1), 3-CH;CgH, (m).

IpoTeKaa B ciaydae 6-apuii-2-MeTHIMEPKAITO-5-Hu-
TpI/IJ'IHI/IpI/IMI/I):[I/IH-4-OHOBI TakK, JJId IIOJIHOT'O IPOTEKa-
HUS PEaKIUOHHYIO CMECh KHUIIATWIM OT 26 10 37 u.
3amennenue peakuuu GpochOopUIUPOBAHUS, OYCBHI-
HO, CBSI3aHO C MOSIBICHUEM 3JICKTPOHOHAKLEITOPHBIX
3aMeCTHUTeNeH, HEeraTMBHO BIHSAIONIMX Ha HYKIIEO-
¢wibHOCTH aToMa azora N1,

C S-MeTHIMpOBaHHBIM ITPOU3BOIHBIM THOOAPOH-
TYpOBOI KHUCIIOTHI 2€ peaKIus IpoTeKaia O9eHb MeJI-
JIEHHO W TOJBKO B YCJIOBHSIX KHUIISTUCHWS, IJIST 3aBEp-
IICHHUS peakiuu norpedosanoch 52 4. [lomyueHHbIH
pe3yabTaT NOJHOCTHIO COOTBETCTBYET 3aKIIIOUEHUIO O
HETaTUBHOM BJIMSIHUE aKIIENTOPHBIX 3aMECTUTENEH Ha
HCCIIEAYEMYIO PEaKITHIo.

CrpoeHne TONyYEeHHBIX aMugodocdaroB I0a-
TBEPKJIEHO JAHHBIMU crekTpockonuu IMP 1H, 13C,
3IP. Bce peakuuu mpoTekasiyu ¢ BHICOKOH XeMO- U pe-
THOCENIeKTUBHOCTHIO. bOJbIIyIO pOJb B OIMpeaesIeHuI
CTPOCHUS MOMYYSHHBIX COCTUHEHUH UTPaiu JaHHBIC
SIMP 3C u reTepokoppe/IALMOHHOI CIEKTPOCKOIUH
HMBC H-'3C. B wucxomubIx HEIKUIIMPOBAaHHBIX
2-THOypaIiiIax B caMoM cliaboM mone criekrpa SIMP
13C perucrpupyrorcs curnanel rpynmsl C=S. Iocne
MIPOBECHUS ANKUIMPOBAHMS CUTHAJ JAHHOM I'PYIIIBI
cMmeraercs B 0oJiee CHIIbHOE TTOJIe, @ B CaMOM ClIaboM
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Cxema 3.
Hsc\s 20°C _CH,
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R!=R?=H (a); R>=H, R! = Me (6), CF; (), NH, (r), Ph (1), OH (e); R! = H, R> = Me (); R! = Me, R? = Pr (3); R> = CN,
R =3-FC¢H, (m), 2,3-OMe-C¢H; (), 2,4-CIC¢H; (1), 3-CH;CHy (m).

mojyie BeIXoAUT curHain rpynnsl C=0. JlaHHBIH BBIBOJ
C/IeJIaH B XOJIe aHAJIN3a HaOII0aeMbIX KPOCC-TIMKOB B
ciiektpe HMBC 'H-'3C mexmy npoToHamu rpyniisl
SCH; u atomom yriepoga C—S. MHTepnpeTariys crek-
TPOB MPOAYKTOB (HOCHOPHIMPOBAHUS OCYIIECTBICHA
Ha ocHOBe aHanu3a crekrpos SIMP 13C. Tak, B cnek-
Tpax BCEX COEAMHEHHUI HaOIONaloTCs XapaKTepHbIE
KOHCTAHThI CIIMH-CIIMHOBOTI'O B3aHMOZ[ei/’ICTBH$I MEXK-
ny aapamu dochopa u yrnepona s aromoB C2 (2Jcp
5.4-18.0 Tu) u C® (2Jcp 9.4-17.0 T'r), uto cooTBeT-
CTByeT 00pa30BaHMUIO MPOILYKTOB (hochoprupoBaHus
o aromy azora N1,

Taxkum o6pa3zoM, MOIy4YeH psAA S-METHINPOBaH-
HBIX TPOU3BOIHBIX NHpUMUIUH-4-0Ha. I[lokazamo,
YTO pCaKIus MPOTEKACT B MATKHX YCJIOBUAX C yHaCTU-
€M UCKITIOUNTESILHO aToMa cephbl. S-MeTHInpoBaHHbIC
IMPOU3BOAHBIC HI/IpI/IMI/IZ[I/IH-4-OHa 6I>IJII/I BBCACHBI B
peakuuio  GocHopHUIMPOBaHUS  TUITHIXIOpPocha-
TOM. YCTaHOBJIEHO, YTO PEaKIus MPOTEKAeT XeMO- U
PETHOCETEKTHBHO, CYIIIECTBEHHOE BIMSHHUE HA CKO-
POCTh TMPOTEKAHHs PEAKIMM OKAa3bIBAE€T CTPOCHHUE
HUCXOOHBIX MUPUMUANHOB. Hanuuwne B MOJICKYJIC 3JICK-
TPOHOAKIETITOPHBIX 3aMECTUTENCH 3aMeIsIeT peak-
U0, 3a4aCTy0 TPeOyroTCs OoJiee )KECTKHE YCIIOBUS
JUTSL TOBEACHHUS PEAKIIUH 10 MTOTHON KOHBEPCHH JIHD-
tunxynopdocdara. CTpoeHue MOTYyUYSHHBIX COCIAMHE-
HUW MOATBEPKAEHO METOAaMU cnekrpockonuu SIMP
H, 13C, 3'P u mMacc-cHeKTpOCKOIHH BBICOKOTO paspe-
ICHUS.

OKCIIEPUMEHTAJIBHA S YACTD

Cnextpsl SIMP ma sagpax H, '3C, 3'P cuatel na
cunextpomerpe Bruker Avance III HD 400 NanoBay
Ha gactorax 400.17 (*H), 100.62 (13C), 161.98 MI'u

JKYPHAJI OBLIEN XUMHU Tom 93 Ne 6 2023

(*'P). Macc-crieKTpoMeTpUYecKUe  HCCIIeI0BAHMS
npoBezeHbl Ha npudope Bruker micrOTOF. Temme-
paryphl TUTaBIeHHs M3MepeHbl Ha cronuke Kodmepa
(VEB Wiégetechnik Rapido, PHMK 81/2969).

O0mas MeTonuKa MoJIy4yeHusi cOeJUHEeHU 2a—
M. K pactBopy 1 mmons metunuoguna B 10%-HOM
BOJIHOM PAacTBOpPE THAPOKCHIA Kamus noOaBimsiu 1
MMOJIb TIpou3BoAHOr0 2-tHoypanuwia 1. Cmech BbI-
nepxkuBany npu S0°C mpu MOCTOSITHHOM TNeEpeMeln-
BaHWM JI0 MOJHOTO MPOTEKaHUsl peakuuu. KoHTposb
3a XOJIOM peakiuu npoBonuiau Metogom TCX (aro-
eHT — xsopodopm). [Tocie okoOHUaHUS peaKITi CMECh
MOJKUCIISUTA YKCYCHOW Kucnotor mo pH 5-6. O6pa-
30BaBIIMICA OCAJOK OT(HUIBTPOBHIBAIA U TEPEKPH-
CTAJUTM30BBIBAIN M3 H30IPONUIOBOTO CITUPTA.
2-(Meruaruo)mupumuani-4(3H)-on (2a). Bri-
xon 80%, Oemoe KpHCTaIMYECKOe BEIIECTBO, T. UL
199-200°C. Cnekrp AMP H (JIMCO-dy), 8, m. 1.
240 ¢ (3H, CH;S), 6.07 n (1H, CHC=0, 2,
10.8 T'n), 7.71 n (1H, CHN, 2J;y;; 10.8 T'y). Crextp
SIMP BC (IMCO-dy), 8¢, m. 1.: 13.31 (CH,S), 107.71
(CHN), 150.25 (CHN), 160.79 (C-S), 168.12 (C=0).
6-MeTuni-2-(MeTuaruo)nupumuanu-4(3 H)-on
(26). Beixon 88%, 6emoe kKpucTamimaecKoe BEIIeCTBO,
T. 1. 231-232°C. Cniekrp SIMP *H (JIMCO-dy), 8, M.
n.:2.16 ¢ (3H, CH;C), 2.47 ¢ (3H, CH;S), 5.96 ¢ (1H,
CH). Cnexrp IMP 3C (IMCO-d), 8¢, M. a.: 13.22
(CH;S), 23.72 (CH5C), 107.30 (CH), 160.21 (C-S),
162.92 (CCH,), 164.12 (C=0).
2-(MeTtuatHo)-6-(TpGTOPOMETHI)MIUPHUMH-
auH-4(3H)-on (2B). Beixon 71%, 6enoe xpucramim-
yeckoe BemecTBo, T. . 180-182°C. Cnekrp SIMP
H (IMCO-dy), 8, m. a.: 2.52 ¢ (3H, CH;S), 591 ¢
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(1H, CH). Cnexktp SIMP 13C (IMCO-dy), 8¢, M. 1.:
12.71 (CH;S), 101.22 (CHC=0), 121.34 x (CF;, Ycf
267.1 I'm), 150.21 m (CCF;), 156.01 (C-S), 168.85
(C=0).
6-AMuHo-2-(MeTuaTHO)MUPUMUIUH-4(3H)-0H
(2r). Berxon 93%, 6emoe KpucTamindecKoe BEIeCTBO,
T. 1. 270-272°C. Cnextp AMP H (JIMCO-dy), 5, m.
a.: 2.51 ¢ (3H, CH;S), 5.61 ¢ (1H, CH), 6.17 ¢ (2H,
NH,). Crektp SIMP 3C (IMCO-dy), 8¢, M. z1.: 13.11
(CH;S), 85.67 (CH), 158.21 (CNH,), 161.90 (C-S),
169.24 (C=0).
2-(MeTnatuo)-6-pennnnupumuaun-4(3H)-oun
(2m). Beixog 91%, Oenoe KpHCTaNIMYECKOE BEIlle-
cTBO, T. 1. 238-239°C. Cniextp SIMP 'H (JIMCO-dy),
o, M. .: 2.51 ¢ (3H, CH;S), 6.27 ¢ (CHC=0), 7.51 m
(1H, CH,,), 7.63 m (2H, CH,,), 8.11 a. n (2H, CH,,,
334 7.9, g 1.5 T). Crexrp SIMP 1*C (AMCO-dy),
Oc, M. A.: 13.11 (CH;S), 103.41 (CH), 127.32 (CH,,),
128.19 (CHy,), 128.93 (CH,,), 136.25 (C,,), 151.46
(CPh), 158.17 (C-S), 161.31 (C=0).
2-(Metunruno)nupumuaud-4,6(3H)-quon  (2e).
Brrxon 83%, 6enmoe kpucTalInuecKkoe BEeCTBO, T. T
289-290°C. Cnektp SIMP H (IMCO-dy), 8, m. 1.
2.51 ¢ (3H, CH;S), 3.66 ¢ (1H, CH). Cnektp SAMP
BC (IMCO-dy), 8¢, M. 1.: 17.51 (CH;S), 43.02 (CH,),
155.30 (C=S), 164.29 (C=0), 165.41 (C=0).
5-Metnia-2-(Metniatuo)nupumuaun-4(3H)-on
(2:). Beixog 74%, Genoe KpUCTAIIMYECKOE BeEIIle-
cTBO, T. 1. 234-235°C. Cniextp SIMP H (JIMCO-d),
o, M. 1.: 1.78 ¢ (3H, CH;C), 2.53 ¢ (3H, CH;S), 7.21
¢ (1H, CH). Cnexkrp SIMP "*C (IMCO-d,), 8¢, M. 1.:
10.23 (CCH,), 13.07 (CH;S), 118.21 (CCHs), 150.72
(CHN), 161.16 (C-S), 167.78 (C=0).
6-MeTua-2-(MeTHJITHO)-5-NPONUINUPUMHU-
nuH-4(3H)-on (23). Berxon 87%, 6emoe kpucTamum-
yeckoe BemecTBo, T. . 187-188°C. Cnexrp SIMP
'H (AMCO-d;), 8, m. 1.: 0.89 T (3H, CH,CH,CHj,
3Jyn 7.5 T'm), 1.58 m (2H, CH,CH,CHj,), 2.31 ¢ (3H,
CCHj;), 2.59 ¢ (3H, SCH3), 2.67 T (2H, CH,C, 3J, 7.1
I'm). Crexrp SIMP 13C (IMCO-d,), §¢, M. a.: 13.01
(SCH;), 14.07 (CH,CH,CH;), 21.75 (CH5C), 22.15
(CH,CH,CH,), 30.43 (CH,CH,CH;), 118.13 (CC=0),
151.21 (CCHy), 153.29 (C=S), 163.71 (C=0).
4-(3-®ropdenmit)-2-(MeTUATHO)-6-0KCO-1,6-11-
THAPONMPUMHUIANH-5-kapOonuTpua (2u). Brixox
90%, Oenmoe KpUCTAULIMYECKOE BEIIeCTBO, T. ILI.

262-263°C. Cnektp SIMP H (IMCO-dj), §, m. n.:
2.51 ¢ (3H, CH;S), 7.31 a. T (1H, CH,,, 3341 8.5, 3y
7.6 Tu), 7.53 m (2H, CH,,), 7.63 a. n (1H, CH,,, *Jyy
7.7, *Jyr 1.2 Tu). Cnexrp SIMP 3C (JIMCO-dy), 8,
M. a.: 11.21 (CH;S), 89.09 (CCN), 115.22 1 (CH,,,
3Jyr 8.1 ), 116.91 1 (CH,,, 2y 21.2 T'w), 120.45
(CN), 124.72 1 (CH,,, 2Jyr 22.7 T, 130.93 1 (C,,,
3Jyur 8.4 Tm), 137.00 (CC,,), 140.53 (CN), 160.98
(C-S), 163.39 (C=0), 165.77 1 (CF, Yy 237.3 T').
4-(2,3-Iumetoxcudennn)-2-(MeTUIATHO)-6-
0KCo-1,6-TUrHAPONUPUMUINH-5-KAPOOHUTPUI
(2k). Beixon 82%, Oemoe KpHCTaNIMYEecKOe Bellle-
CTBO, T. 1. 258-259°C. Cniektp SIMP H (JIMCO-dy),
5, M. 1.: 2.51 ¢ (3H, CH;S), 3.98 ¢ (3H, CH;0), 4.01
¢ (3H, CH;0), 7.01 a. n (1H, CH,,, 3J44 7.8, “Jun
1.2Tu),7.40 T (1H, CH,,, 3J;41; 7.8 T'n), 7.53 1. 1 (1H,
CHpp, 334y 7.8, 4dygy 1.2 T). Crextp SIMP 13C (JIM-
CO-dy), 6c, M. 1.: 12.85 (CH;S), 58.31 (CH;0), 59.76
(CH;0), 84.80 (CCN), 115.03 (CH,,), 116.41 (CN),
122.91 (CH,,), 123.89 (CH,,), 127.50 (C,,C), 147.35
(C4 0), 148.19 (C,,0), 154.11 (CCy,), 156.32 (C-N),
159.65 (C=0).
4-(2,4-Auxaopdenn)-2-(MeTHJITHO)-6-0KCO-
1,6-auruaponupUMUANH-5-KapOOHU TP (2a).
Beixon 82%, Oenoe KpUCTAJIIMYECKOE BEUISCTBO,
1. mn. 282-283°C. Cnextp SIMP 'H (IMCO-d),
8, M. 1.: 2.55 ¢ (3H, CH;S), 7.40 n (1H, CH,,, 3y
8.3 Tm), 7.51 n (1H, CH,,, 3,y 8.3 '), 7.71 ¢ (1H,
CH,, ). Crexrp SIMP '3C (IMCO-dy), ¢, M. 1.: 13.76
(CH;S), 99.88 (CCN), 118.17 (CN), 132.52 (CH,,),
134.39 (CH,,), 136.67 (CH,,), 138.91 (C,,), 139.07
(Cpp), 141.01 (Cyp), 15791 (CCy,), 160.22 (C-S),
168.17 (C=0).
2-(MeTuaTHno)-6-0xco-4-(m-1oaui)-1,6-gu-
TUAPONMPUMMINH-5-KapOoHuTpua (2m). Brixon
87%, Oenoe KPUCTALTMYECKOE BEIIECTBO, T. I, 277—
278°C. Cnextp SIMP 'H (JIMCO-d;), 8, m. 1.: 1.43 ¢
(3H, CH;-Ar), 2.49 ¢ (3H, CH;S), 7.20 o (1H, CH,,,
3y 7.9 T), 7.30 T (1H, CH,,, 33y 7.9 T ), 7.42 ¢
(1H, CHy, ), 7.69 1 (1H, CH,,, 334y 7.9 T). Crextp
SIMP 3C (IMCO-d), 8¢, m. 1.: 13.14 (CH;S), 20.95
(CH;-Ar), 86.31 (CCN), 115.42 (CN), 123.65 (CH,,),
126.12 (CH,,), 128.43 (CH,,), 129.67 (CH,,), 131.37
(Cap)s 136.27 (Cyp), 156.03 (CC,,), 162.40 (C-S),
167.13 (C=0).
O0masi MeToguKa IOJY4YEeHHMSI COeAUHEHUil
3a—m. K pactBopy 1 MMONB 3aMelIEHHOTO MUPH-

JKYPHAJI OBILIEN XMMHWU Tom 93 Ne 6 2023



CHUHTE3 1 ®OCOOHNJIMPOBAHUE S-METUWJITNOYPALIMJIA 915

muanHa 2 B 10 M Oe3BogHOro OeH3ona 1o0aBisin
1 mmonb auadTHIXNIOpdocdara u 1.05 mmons K,COs.
CMech BBIICP)KUBAIN IPU HEPEMELIMBAHUM [0 MOJ-
HOTO TIPOTEKaHWsl peakiuu. [IpoTexaHue peaxkuu
koHTponuposanu metoaom SIMP 3!P. Tocne okoHua-
HUSl peakiuu OT(WIFTPOBHIBAIN HEPACTBOPHMBINA B
OeHzone ocanok. PUIbTpaT ynapuBalii, OCTaTOK Iie-
PEKPHUCTAIUTM30BBIBAIIA U3 CMECH dTHIIalleTaT—TIeTPo-
JeHHbIN 3Qup.

JAudTHia-[(2-MeTuaTHO0)-4-0KCOMUPUMHUTUH-
1(4H)-un|docponar (3a). Beixon 95%, Gemoe kpu-
CTaJuIMdecKoe BemecTBo, T. wi. 128-130°C (merpo-
neitnbiit 3¢up). Crexrp SIMP 'H (CDCL,), §, M. a.:
1.41 . 1 (6H, CH,CH;, 3Jyy 7.1, 3Jyp 1.2 T'm), 2.58
¢ (3H, SCH;), 4.43 1. x (4H, CH,, 2Jp 8.2, *Jun
7.1Tn), 6.71 1. 1 (1H, CHC=0, *J 5.5, 2yyp 0.6 T'),
8.47 1. n (1H, CHN, 3Jyy 5.5, 3Jp 1.2 T'). Crextp
SIMP 13C (CDCly), 8¢, M. 1.: 14.17 (SCH5), 16.09 1
(CH,CH;, 3J¢p 7.2 T), 65.28 1 (CH,, 2Jcp 5.9 T'w),
104.89 1 (CHC=0, 3Jp 6.7 T'm), 139.03 1 (CHN, 2Jp
10.0 '), 163.57 1 (C-S, 2Jcp 9.9 '), 173.34 (C=0).
Cnextp SIMP *'P (CDCly): §p —8.23 M. 1. Macc-
crektp (HRMS-ESI), m/z: 279.2654 [M + H]" (BbI-
yucaeno st CgH,sN,O,4PS: 279.2661).

JAudTHa-[6-MmeTni-2-(MeTUITHO)-4-0KCONMUPH-
muauH-1(4H)-un|dgocdonar (36). Berxon 93%, Oe-
JI0€ KpUCTALUTMYECKOe BemecTBo, T. i 133-134°C
(netposeitnbiii 3¢up). Crextp SIMP *H (CDCly), 8,
m. 1.: 1.40 a. t (6H, CH,CH;, 3Jyy 7.1, 33p 1.1 Tr),
2.45 1 (3H, CH;C, *Jyyp 3.5 I'm), 2.57 ¢ (3H, SCH;),
4.35 m (4H, CH,0), 6.56 1 (1H, CHC=0, *Jy;p 1.0 T').
Cnextp SIMP '3C (CDCly), 8¢, M. a.: 14.12 (SCH5),
16.12 1 (CH,CHs, 3J¢p 7.1 T, 25.36 1 (CH5C, 3Jcp
6.9 I'n), 65.12 1 (CH,, 2Jcp 6.1 T'), 103.90 1 (CH,
3Jep 6.6 ), 163.87 1 (CN, 2Jp 9.4 Tm), 170.58 1
(C-S, Xcp 10.2 Tm), 172.56 1 (C=0, *Jcp 2.9 I'm).
Cnektp SIMP *'P (CDCly): 8p —8.18 M. 1. Macc-
cektp (HRMS-ESI), m/z: 293.2914 [M + H]" (BbI-
yucaeno s C,oH,,N,O,PS: 293.2923).

JAudyTnia-[2-(metnatuo)-4-okco-6-(Tpudropme-
i) nupumuaun-1(4H)-nialpocdonar (3B). Brl-
xon 85%, Oeiloe KpUCTAUIMYECKOE BEIISCTBO, T. ILI.
197-198°C (nerponeiinsiit 3¢up). Cnexkrp SIMP ‘H
(CDCL,), &, m. 1.: 1.34 n. T (6H, CH,CHj;, 3J, 7.0,
“Jyp 1.0 Tw), 2.51 ¢ (3H, SCH;), 4.51 M (4H, CH,),
6.23 m (1H, CH). Cnexrp SIMP 3C (CDCl5), 8¢, M. 11.:
14.01 (SCH;), 16.12 1 (CH,CH;, 3Jp 5.9 Tr), 64.02 1
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(CH,, 2Jcp 6.1 T), 114.54 m (CH), 127.97 n. x (CF;,
Yep 267.9, 33cp 5.5 Tn), 139.87 M (CCF5), 160.04 M
(C-S), 167.11 (C=0). Cnektp SIMP *'P (CDCl,): &p
—9.76 m. . Macc-cnextp (HRMS-ESI), m/z: 347.2643
[M + H]" (Beramcneno gus  CjoH;4F3N,O4PS:
347.2651).

JAudTIia-[6-aMuHo-2-(MeTHITHO)-4-0KCONIUPHU-
muaun-1(4H)-ni]docdonar (3r). Beixox 95%, Oe-
JI0€ KPUCTAIIMYECKOE BEIIeCTBO, T. mi. 142-143°C
(nerponeitnsiii 3¢up). Crextp SIMP *H (CDCly), §,
m. 1.: 1.38 m (6H, CH,CH;), 2.49 ¢ (3H, SCH;), 4.29
1. k (4H, CH,0, 2J,p 8.2, 3Jyyp 7.3 Tw), 5.35 ¢ (2H,
NH,), 5.87 n (1H, CHC=0, *J;;p 1.0 T'n), 6.77 ¢ (2H,
NH,). Crekrp SIMP '*C (CDCly), 8¢, m. a.: 13.84
(SCH;), 16.01 1 (CH,CH;, 3Jcp 7.1 Tu), 64.94 n
(CH,0, 2Jp 6.1 T, 86.43 1 (CHC=O0, 3J¢p 6.6 T'w),
163.61 1 (CNH,, 2Jcp 11.4 1), 165.35 1 (C-S, 2Jcp
11.0 T), 171.81 (C=0). Cniexrp SIMP *'P (CDCly): §p
—8.26 m. 1. Macc-criektp (HRMS-ESI), m/z: 294.2794
[M + H]" (Berumcinieno mst CoH,(N;O,PS: 294.2801).

JAudTia-[2-(MeTuaTHO)-4-0KC0-6-PeHuANMUpPU-
vuauH-1(4H)-un|docdonar (3x). Brrxon 90%, Oe-
JI0€ KPUCTALTNYECKOE BemecTBo, T. mi. 208-209°C
(nerponeitnbiit 3¢up). Crextp SIMP *H (CDCly), 8,
M. 1.: 1.37 n. T (6H, CH,CHs, 33 7.0, “Jp 0.8 '),
249 ¢ (3H, SCH;), 4.75 m (4H, CH,0), 6.63 ¢
(CHC=0), 7.34 m (2H, CH,,), 7.74 m (1H, CH,,),
8.02 M (2H, CH,,). Cnektp AMP '3C (CDCly), §,
M. a: 16.31 ¢ (SCH;), 16.67 1 (CH,CH;, *Jcp
6.6 T'n), 61.75 1 (CH,0, 2Jcp 6.1 T), 115.88 1 (CH-
C=0, 3Jcp 6.9 Tm), 128.24 (CH,,), 129.02 (CH,,),
129.56 (CH,, ), 130.11 1 (Ca,, *Jcp 6.6 T'm), 141.43
1 (C-Ph, 2Jp 17.0 T), 162.92 1 (C-S, 2Jcp 17.5 Tn),
166.05 (C=0). Cnextp SIMP 3'P (CDCl,): §p —8.63
M. 1. Macc-ciektp (HRMS-ESI), m/z: 377.3619 [M +
Na]* (Bbruncneno aust C,sH;gN,0O,PS: 377.3627).

JdurTHa-[2-(MeTnITHO)-4,6-THOKCO-5,6-1UTH-
aponupumuaul-1(4H)-nia]docponar (3e). Bri-
xon 87%, Oeroe KpHCTAUTMYEeCKOe BEIIEeCTBO, T. I
270-271°C (nerponeitubiit 3¢up). Cnexrp SIMP H
(CDCly), 8, m. m.: 1.41 . T (6H, CH,CH;, Iy 7.2,
4Jyp 1.0T1), 2.57 ¢ (3H, SCH;), 3.74 ¢ (2H, CH,C=0),
4.34 m (4H, CH,0). Cnektp SIMP 3C (CDCly), 3,
M. 1.: 14.24 (SCH;), 16.07 1 (CH,CHs, 3Jcp 7.1 T,
37.49 n (CH,, 3Jcp 5.0 Tn), 62.37 1 (CH,0, 2Jcp
5.9Tu), 160.04 1 (C-S, 2Jcp 10.8 T'm), 165.60 1 (C=0,
2p 10.5 T, 172.94 1 (C=0, *Jcp 2.7 Tu). Crextp
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SIMP 3'P (CDCly): & —8.54 M. 1. Macc-criekTp
(HRMS-ESI), m/z: 295.2644 [M + H]" (Bbluncieno
st CgH,sN,OsPS: 295.2653).
JAudTua-[5-meTnii-2-(MeTUITHO)-4-0KCONMUPH-
muauH-1(4H)-nn|gocdonar (3:x). Beixox 98%, Oe-
JI0€ KPUCTALUTMYECKOe BemecTBo, T. mi. 136-137°C
(nerponeitnbiit 3¢up). Crextp SIMP *H (CDCly), §,
M. 1.: 1.43 1. 1 (6H, CH;CH,, 3Jyy 7.1, 4p 1.2 T,
2.18 1 (3H, CH;C, 4Jyy 0.8 T'm), 2.56 ¢ (3H, CH;S),
443 5. k (4H, CH,0, 3J,p 8.3, 3Jyy 7.1 T'm), 8.30
1. x (1H, CH, *Jyp 5.7, “Jyy 0.8 Tu). Criexrp SIMP
13C (CDCL,), 8¢, M. . 12.24 51 (CH;C, 4J¢p 2.8 '),
14.16 (CH;S), 16.13 1 (CH;CH,, 3Jcp 6.8 T), 65.19
1 (CH,0, 2Jcp 5.9 T), 114.04 1 (CC=0, 3Jp 5.8 T),
159.61 1 (CHC, 2Jcp 10.2 Tm), 163.21 a (C-S, 2Jcp
10.0 T), 169.09 1 (C=0, *Jcp 2.6 T'y). Criexrp SIMP
3P (CDCly): 8p —7.86 m. n. Macc-cnekrp (HRMS-
ESI), m/z: 2932911 [M + H]" (Bbumcieno s
CyoH7N,0,PS: 293.2921).
JAudTHa-[6-MeTnI-2-(MeTHITHO)-4-0KCO-5-IPo-
muanupumuaun-1(4H)-na)dpocponar (33). Bru-
xom 91%, Genoe KpHUCTAITMYECKOE BEIIECTBO, T. I
175-176°C (merponeitnsiii 3¢up). Crnexrp IMP H
(CDCly), 8, m. a.: 0.99 T (3H, CH,CH,CH;, *Jyy
7.4Tn), 1.42 1. 1 (6H, CH,CH;, 3344 7.1, 4pp 1.2 T),
2.47 n (3H, CCH;, 4Jy4p 1.5 T'mr), 2.56 ¢ (3H, SCH;),
2.67 m (4H, CH,C), 4.43 M (4H, CH,0). Cmexktp
SIMP 13C (CDCly), 8¢, m. a.: 14.07 (CH,CH,CHj),
15.88 (SCH3), 16.15 1 (CH,CH5, 3J¢p 6.8 T), 21.75
1 (CH5C, *Jep 6.0 T, 22.15 (CH,CH,CHj;), 27.21
1 (CH,CH,CH;, *Jcp 3.0 Tw), 64.95 1 (CHy, 2Jcp
6.0 Tu), 121.23 1 (CC=0, 3Jcp 7.9 T'm), 150.16 1
(CCHj;, 2Jcp 16.8 Tn), 168.38 1 (C-S, 2Jcp 18.0 '),
168.99 (C=0). Cnexrp SIMP 3'P (CDCl,): 8 —7.86
M. 1. Macc-cnektp (HRMS-ESI), m/z: 334.3710 [M +
H]" (Berumcneno st C 3H,3N,0,PS: 334.3719).
AurTna-[5-(uuano)-6-(3-¢propdenni)-2-(me-
THIATHO)-4-0oxkconupumuann-1(4H)-ua]pochonar
(3u). Beixon 92%, 6enoe kpucTamumueckoe BEIeCTBO,
T. 1. 245-246°C (nerponeiinsiii a3¢up). Criexktp AMP
'H (CDCL,), 8, m. 1.: 1.48 1. T (6H, CH;CH,, 3,44 7.1,
4Jyp 1.2 T1), 2.68 ¢ (3H, CH;S), 4.45 1. x (4H, CH,0,
3Jup 8.3, 34y 7.1 T, 7.13 m (1H, CHy,), 7.55 M (1H,
CH,,),7.78 M (1H, CH,,), 7.91 1. o. 1 (1H, CH,,, Jyy
7.8, 4y 1.8, 33yr 0.9 T'). Criexrp SIMP '3C (CDCly),
8c, M. 1.: 14.66 (CH5S), 16.03 1 (CH;CH,, 3Jcp
4.9 Tn), 66.08 1 (CH,0, 2J¢p 6.2 T'1), 103.10 1 (CCN,
3Jep 5.0 T), 119.45 0 (CH,,, g 27.1 ), 121.83

(CN), 125.36 1 (CHy,, “Jcp 1.4 Tu), 128.10 1 (CH,,,
2 g 25.2 Tw), 130.69 1 (CH,,, 3Jcp 8.1 Tw), 142.24 1
(Cap 3JIcp 8.7T1), 147.65 1(CC o, 2p9.8 T1), 158.78
1 (C-S, 2Jcp 9.3 T, 163.18 (C=0), 168.02 1 (C4,F,
YJep 241.5 Tu). Cnexrp SIMP 3'P (CDCly): 8p —8.36
M. A. Macc-cnexktp (HRMS-ESI), m/z: 398.0654 [M +
H]* (Beruncneno mwis C ¢H,,FN;0,PS: 398.0663).

dusTnia-[5-(unano)-6-(2,3-numeroxkcudeHu)-
2-(MeTHITHO)-4-0Kconupumuaud-1(4H)-nua]poc-
¢onar (3x). Beixog 94%, Genoe KpuCTALTUYECKOE
BEIIECTBO, T. . 221-222°C (meTponeiHslii 3¢pup).
Crextp AMP 'H (CDCL,), 8, m. a.: 1.29 1. T (6H,
CH;CH,, 3Jyy 6.9, 4yp 0.9 Tn), 2.47 ¢ (3H, CH;S),
3.75 ¢ (3H, OCH,;), 3.78 ¢ (3H, OCH;), 4.51 m (4H,
CH,), 7.11 n (1H, CH,,, 3Jyy 7.8 Tw), 7.33 T (1H,
CH,,, 3y 7.8 Tw), 7.82 1 (1H, CH,,, *Jyy 7.8 Tn).
Cnextp SIMP '3C (CDCl,), 8¢, M. a.: 13.78 (CH,S),
16.10 1 (CH;CH,, 3Jcp 4.8 I'm), 54.67 (OCH;), 58.05
(OCH3;), 64.32 1 (CH,, 2Jcp 5.8 T'), 102.82 1 (CCN,
3Jcp 4.9 T), 110.21 (CH,,), 123.43 (CN), 124.65
(CHy,), 126.04 (CHy,), 127.36 1 (Cpp Ycp 7.7 T),
14431 (C,,), 145.03 (C,,), 151.32 1 (CC,p 2cp
10.0 T'), 160.30 1 (C-S, 2Jcp 10.0 T'), 165.55 (C=0).
Crextp SIMP 3'P (CDCI5): 85 —9.09 m. 1. Macc-cekTp
(HRMS-ESI), m/z: 440.0957 [M + H]" (Bbuncieno
st CigH,,N;O4PS: 440.0969).

Audtua-[5-(uuano)-6-(2,4-gnuxaopdenn)-
2-(MeTuaTHO)-4-0okconupumuaut-1(4H)-un]doc-
¢onar (3a). Bexog 90%, Genoe KpucCTaTHIECKOE
BemecTBO, T. . 257-258°C (merpomneiinsiii 3¢dup).
Cnextp AMP 'H (CDCl,), 8, m. a.: 1.34 1. T (6H,
CH;CH,, 3J,y 6.9, “Jyyp 0.9 T, 2.53 ¢ (3H, CH,S),
4.51 M (4H, CH,), 7.31 n (1H, CH,,, 33y 8.6 '),
7.47 ¢ (1H, CHy,), 7.54 n (1H, CH,,, 3Jyy 8.6 I'm).
Cnekrp SIMP '*C (CDCly), 8., m. a.: 13.93 (CH;S),
16.43 n (CH;CH,, 3Jcp 5.1 T), 60.71 1 (CH,0, 2Jcp
6.9 T'm), 103.43 1 (CCN, 3Jcp 4.8 T'm), 115.69 (CN),
123.43 1 (Cpp, 2Jep 5.2 T), 126.81 (CH,,), 127.16
(CH,,), 128.70 (CHy,), 131.17 (Cy,), 135.58 (Cy),
147.22 1 (CCpp 2Jep 9.8 Tm), 157.42 1 (C-S, 2Jep
10.2 I'm), 163.61 (C=0). Cnextp AMP 3'P (CDCL,):
Op —8.91 M. 1. Macc-cniektp (HRMS-ESI), m/z: Haii-
neHo 447.9970 u 449.9939 [M + H]* (Beruuncieno auis
C6H16C1LN;0,4PS: 447.9978 11 449.9948).

AuaTnia-[5-(uuano)-2-(MeTUJIATHO)-4-0KCO-
6-(m-Tonmun)nupumuanu-1(4H)-nnlpochonar
(3m). Brixon 94%, Genmoe KpuUCTAIUIMYECKOE Bellle-
CTBO, T. T1. 218-219°C (nmetpomneitnslii a¢up). Criektp

JKYPHAJI OBILIEN XMMHWU Tom 93 Ne 6 2023
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SIMP H (CDCly), 8, m. a.: 1.47 n. 1 (6H, CH;CH,,
3Juyn 7.1, Yyp 1.2 T, 2.47 ¢ (3H, CH;), 2.67 ¢ (3H,
CH;S), 4.51 1. x (4H, CH,0, 3J,p 8.4, 3y 7.1 Tw),
7.28 ¢ (CHy,), 7.37 n (1H, CH,,, 3Jyyy 8.1 T), 7.51
T (1H, CH,,, 3Jyy 8.6 I'm), 8.01 a1 (1H, CH,,, 3y
8.3 T'm). Criextp AMP 3C (CDCly), 8¢, M. 1.: 14.56
(CH;S), 16.09 1 (CH;CH,, 3Jcp 6.9 T'my), 21.63 (CH3),
65.99 1 (CH,, 2Jcp 6.3 Tu), 108.60 1 (CCN, 3Jcp
5.0 T'm), 113.91 (CN), 118.54 (CHy,), 129.08 (CH,,),
129.62 (CH,,), 131.88 (CH,,), 131.17 1 (Cp, 3Jcp
4.9 Tu), 139.71 (CoCHs), 149.95 1 (CCy, “cp
9.8 'm), 151.32 1 (C-S, 2Jcp 9.5 '), 153.66 1 (C=0,
4Jcp 2.2). Crextp SIMP 3'P (CDCL,): 8p —9.05 m. 1.
Macc-cnexkrp (HRMS-ESI), m/z: 394.0907 [M + HJ"
(Bbruncaeno ansa Cy;H,oN;04PS: 394.0915).
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A series of S-methylated derivatives of 2-thiouracil were prepared and then phosphonylated with diethyl chlo-
rophosphate. The reaction conditions were optimized, the structure of the obtained compounds was determined

by tH, 13C, 3'P NMR spectroscopy methods.
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