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CuHTe3 Ha agaMmaHTaHun cCnUpoxmnaaHTOMHOBU NPOU3BOOHU

Henko CtosiHoB

Synthesis of adamantyl spirohydantoin derivatives: The main product used is synthesized via the
Bucherer-Lieb method [1]. The monothio- and dithioderivatives are synthesized through a modified
procedure with the use of P,S;, LR and HMDO [2].
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BBBEOEHUE

CybCcTUTYMpaHUTE XUOAHTOMHW W Hakoum TexHu N-npoussogHu [3] Hamwupar
npunoxeHne BbB apMauLeBTUYHATa MpakTWka KaTo IeKkapCcTBEeHM cpeacTBa C
aHTMeNUnenTUYHO U aHTUKOHBYNCMBHO  Aencteue  [4]. Hskonm  GULMKNNYHK
CNUPOXMOAHTONHM ca n3nonseaHu B 6opbaTa cpely ronsm 6por TyMopHU cuctemm [5-7].
[oka3zaHo aHTUTYMOPHO AENCTBME UMAT U CUHTE3MpPaHUTE OT TAX aMUHoKMcenuHm [8,9].

MATEPUAINU U METOOU

M3nonssaHu ca peaktnsu Ha dupmute: Fluka, Merck u Aldrich. Temnepatypute Ha
ToneHe ca onpegenedn Ha anapat SMP-10. WY-cnektpute ca CHeTUM Ha
cnektpogoTomeTbp “Perkin Elmer FTIR 1600”.AMP cnekTtpuTe ca cCHeTU B p3TBOpUTENM
DMSO-ds un CDClz Ha cnektpomeTbp Bruker DRX-250,BbTpelieH craHgapT-
TeTpameTuncunaH. EnemMeHTHMAT aHanu3 e u3BbpLUeH Ha aBTOMaTU4YeH aHanm3artop
Carlo Erba 1106.Maccnektbpa e cHeT Ha anapaTt CH-5 Varian MAT. XomoreHHocTTa Ha
CbeAUHEeHnsATa e NpoBepeHa Ype3 TbHKOCNOoWHa XxpomaTtorpadus Ha nnoyn DC-Alufolien-
Kieselgel 60 F2s4 B enyeHTHa cuctema etunauetar : netpones etep = 1 : 5.

EKCNEPUMEHTAIIHA YACT

1. Cnupo(apamaHTaH-2,4’-umnpasonuauH)-2°’,5’-guod (1) e cuHTeaupaH no
meTtoauka Ha Nagasawa [10].

2. MonyyaBaHe Ha cnupo(agamaHTaH-2,4’-umMmugasonuauni)-2’,5’-0uTNoH (2)

a) CycneHsus ot 2.2 rp (0.01 mona) oT cnupo(agamaHTtaH-2,4’ -umnaasonuauni)-2’,5'-
aunoH n 0.01 mona P4S+1o B 50 MNn KCWUneH ce HarpsisaT nNpu KuneHe B NpoabiikeHne Ha 5
Yyaca, crief KoeTo ropeliata cmec ce unTpysa. MNagHanuTe kpuctanu ce unTpysart,
cywart u ce obpabotsat ¢ 10 % pa3tBop Ha Na,COs, cnep koeto ce nogkucnsasaTt ¢ 18 %
HCI. Cnepn npectosiBaHe obpa3syBaHuTe kpucTanu ce uUnTpyBaT U ce NpomuBaT C BoAa
00 HeyTpanHa peakuus. lNpekpucrtanusupa ce U3 MeTaHon-soda v nokassa T1.T. 236-237
°C; nobus 1.06 rp (42 %), Ry = 0.48.

EnemeHTeH aHanua:

nsuncnero: C — 57.10 %; H—-6.82 %; N - 11.85 %

HamepeHo: C — 57.03 %; H—6.78 %; N — 11.76 %.

WY (KBr, cm™): 3245 (N3-H), 3084 (N'-H), 1526 (C?=S), 1424 (C*=S), 1139 (C=S)

"H-AMP (8 ckana, ppm, DMSO-dg): 1.85-2.62 (m, 10H, CH,), 10.83 (s, 1H, N*-H),
13.15 (s, 1H, N'-H)

BC-AMP (5 ckana, ppm, CDCls): 76.5 (C°), 180.2 (C?), 213.4 (C*)

0) CMHTE3BT Ce M3BBbPLUBA MO HA4YMH, NOA0OEH Ha ropeonucaHns ¢ Tasn pasnuka, vye
ce 1n3nonasa ABONHO KonnyecTBo Lawesson’s reagent (LR), HarpsiBaHeTo ce M3BbpLUBa 3a
6 4aca, a kaTo pasTBopuTen ce u3nona3ea TonyeH. 1o Tasu meToauka AOOMBBLT € no-
Bucok: 1.89 rp (75 %), Rs = 0.48.
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3. CuHTe3 Ha MOHOTUOMNpPOU3BOAHO (3)

a) MonyyaBaHe OT CbOTBETHAaTa aMMHOKUCENUHA

5 rp (0.0023 mona) cnupo(agamaHTaHn-2,4’ -umnaa3onuaunn)-2’,5’-aAnTUoH ce Harpsiat
c 10 rp Ba(OH),.8H,0O B aBToknae npu 160 °C 3a 2 yaca. CmecTa ce ¢untpysa. Kbm
duntpata ce npubasat 2 rp (NH4).COs. MagHanata ytaika ot BaCOs ce cunTtpyBa 1
dunTpatbT ce KoHueHTpupa go 1/3 oT obema cu, npu koeTo ce otaens OesuBeTeH
KpucTtaneH npoaykt. MNpekpuctanusmpa ce n3 Boga.OT nonyyeHaTa aMWHOKMCENUHA C
TMokapbamug e nonyyeHo MOHOTUOMPOU3BOAHOTO ( 3 ).

T.7. 258-259 °C, no6us 4.2 rp (78 %), R = 0.61.

EnemeHnTeH aHanus:

mauncneHo: C —60.98 %; H—-6.82 %; N -11.85 %

HamepeHo: C — 60.85 %; H—6.79 %; N — 11.65 %.

©0) To3u NPOAYKT € nosny4veH ¢ no-gobwvp aobus (95 %) no meToamka, onucaHa oT Hac
[11]

MY (KBr, cm™): 3432 (N3-H), 3152 (N'-H), 2956-2851 (CH,), 1736 (C=0), 1534
(C=S), 1065 (C=S)

"H-AMP (5 ckana, ppm, DMSO-de): 1.51-1.86 (m, 10H, CHy), 10.36 (s, 1H, N-H),
11.55 (s, 1H, N'-H)

3C-AMP (5 ckana, ppm, CDCls): 68.2 (C°), 180.3 (C?), 183.2 (C%)

4. CuHTe3 Ha 3-ammHONpousBoaHoTO (4)

5 rp (0.0023 mona) cnupo(agamaHTaH-2,4’-umnaasonnauiH)-2’,5’-ouoH ce Harpsisa
npu KuneHe B npoabsibkeHue Ha 5 vaca ¢ 15 mn xugpasuH xugpat. Cnea oxnaxaaHe
peakuMoHHaTa CMeC Ce M3nvBa BbpXy Masiko KONMYecTBO cyykaH nen. MNagHanaTa yTtavika
ce cunTpyBa, NpoMMBa C Manko KOMMYECTBO CTy[eHa Boda W ce npekpucranuavpa u3s
EtOH, kaTto nokassa T.7. 189-190 °C; no6us 3.9 rp (73 %), R = 0.38.

EnemeHTeH aHanua:

nauncneHo: C —61.26 %; H—-7.28 %; N - 17.86 %

HamepeHo: C — 61.06 %; H—7.25 %; N — 17.57 %.

WY (Hyion, cm™): 3343, 3165, 3080 (NH, NHy), 2961-2847 (CH,), 1746 (C=0), 1719
(C=0)

1H-f!MP (8 ckana, ppm, DMSO-ds): 1.36-1.86 (m, 10H, CH>), 5.2 (s, 2H, NH), 9.48
(s, 1TH, N'-H)

BC-AMP (5 ckana, ppm, DMSO-ds): 71.3 (C®), 177.2 (C?), 187.3 (C*)

MC: m/z 235, nauncneHo 3a emnupuyHa popmyna CioH17N302 (M*) 234

PE3YNTATU U QUCKYCUA

Cnupo(agamaHTtaH-2,4’-ummnaasonuanH)-2’,5’-aAnoH e udyveH nogpobHo. 3a pasnuka
OT Hero, CbOTBETHOTO 3-aMWHO-, MOHOTUO- U ANTUO- MPOU3BOAHU HE Ca U3YYEeHMU.

Cxemarta 3a CMHTe3 Ha Te3u NMpPou3BOAHM MoXe Aa 6bae npeacTaBeHa no criefHus

Ha4UnH:
NaCN; (NH),COs3_ P4Sio; LR
NH,OH HN o HN S
S}_
2

2-aflaMaHTaHoH o
1
leNNHz.2H20 Ba(OH),.8H,0
HNg 720 HNé \ZO
2N, N
0" NHp s’ H
3 4
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Ye ce e nony4uno AMTUONPOU3BOAHOTO (2) Nnokassa M34e3BaHeTO Ha KapOboHUNHUTe
TpenTeHusi B NY-cnekTbp Ha cbeanHeHure (1) npu 1785 cm™ n 1731 cm™, a ce nosissiBat
TakuBa 3a C=S rpynu npu 1526 cm™, 1424 cm™ 1 1139 cm™. OcBeH ToBa B "H-AMP 1 "*C-
AMP cnekTbpa MMame MnpoMmsiHa B CbOTBETHUTE OTMecTBaHua 3a NH-rpynute un
KapBOHUMHUTE W TUOKApBOHUMHU rpynu. Mpu cbeauHeHue (4) B 'H-AMP ce nosissaT
curHanu 3a NH- n NHz- rpynu. ENeMeHTHUAT aHanmns3 CcbLo KaTeropuyHo noTBbpXaaBa
TE3N CTPYKTYpHU.

3AKINKOYEHUE

MonyyeHn ca 3 HOBWM CbEAMHEHMSl, KaTO TsixHaTa CTPyKTypa € [JokasaHa 4pe3
eneMeHTEeH aHanma, TbHKOCNowmHa xpomaTorpadus, Y, "H-AMP n *C-AMP.

MpencTon ga 6bae npoBepeHa GuonornyHaTa UM aKTUBHOCT.
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