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TpexXKOMITIOHEHTHBIM ITUKJIOTHOMETHIINPOBAHUEM apHIAMUHOB (HOPMATBICTUIOM U O, (-ITUTHOJAMUA CHHTE3UPOBAHBI HOBBIC MPOU3BOJI-
Hble 1,5,3-1UTHA3eNaHOB U MAaKPOTETEPOIHKIOB. CTaTHYECKAM METOZIOM H3YyUeHBI COPOIMOHHBIC CBOWCTBA 3-QeHmi-1,5,3-nuTrazenana
u 6-ennn-1,11-nmnokca-4,8-muTna-6-a3aUKIOTpUACKaHA NPUMEHUTENbHO K u3BiedeHnio noHoB Ag(l) m Pd(II) m3 a3oTHO-KHCIBIX

pacTBOpOB IPH KOMHATHOH TeMIlepaTtype.

KioueBsble ciioBa: apunamMuHsL, 1,5,3-1uTHa3enaHbl, KaTaln3, MAKpOTeTEPOIMKIIB, MHOTOKOMITOHEHTHAs peakius, coporus cepedpa(l)

n namanus(1l), TMKIoTHOMETHITUPOBaHHE.

MHOTrOKOMITOHEHTHBIE' ¥ JOMHHO-DEAKIMH® IIHPOKO
MPUMEHSIIOTCSI B OPraHHYECKOM CHHTE3€, MOCKOJIbKY OHU
OTBEYAIOT OCHOBHBIM TPEOOBAHHSM 3€/ICHON XHMHH,' MO3BO-
JIsisT COKpAIIATh KOJMYECTBO TEXHOJOTHUCCKUX CTaIUi |
OTXOJIOB.

K MHOTOKOMIIOHEHTHBIM OTHOCHUTCS PEaKI[UsI IIUKIOTHO-
METHJIMPOBaHUs aMUHOB Gopmanbaeruaom u H,S B Boz[e,5 6
MO3BOJISIONIAs  KOHCTPYHUPOBATh 1,3,5-AUTHA3HHAHEI,
1,3,5-Tuagua3suHanel,” a B cliydae OW(YHKIIMOHATBHBIX
AMHHOB — aHHEJIMPOBAHHBIC U MAKPOIIUKINIECKHE TeTePO-
wkis. ' TeTepoIMKIIbl, TTOTyYeHHbIE BHIICOTHCAHHBIMA
METOIaMH, 001a1af0T (GYHIUIMAHOM = 1 MPOTHBOBOCIAIN-
TENBHOM AKTHBHOCTBIO, > CPEIIM HHMX M3BECTHBI JICKAPCTBEH-
Hble Tperapathl,’’ MHCEKTHIMIBI (6ynpodesnH), repou-
uuapl ¥ Oaktepuiuasl. Kpome TOro, Mx HCIONB3YIOT B
KauecTBE KOMITIEKCOB C IIEPEXOIHBIMU METAIIaMH.

JluTHa3auKIoaIKaHbl, B 4aCTHOCTH 1,5,3-muTHasnHaAHBI
u 1,5,3-murnaszenansl, 00JaaI0T BEICOKON COPOIIMOHHOMN CIIO-
coGHOCTBIO 10 oTHOmeHH0 K upumo(Ill), upummo(IV),"
miature(I) u mwiature(IV),'® nanmammo(11)'” u3 consuo-
KHCJBIX ¥ XJIOPUAHBIX PACTBOPOB, a Tarke K cepedpy(l) u
prytu(Il) 13 a30THOKUCIIBIX PACTBOPOB.

© 2016 JlaTBHiCKHil HHCTUTYT OPraHUYECKOTO CHHTE3a 840

Ienpto HacToOsiEd pabOTHI SIBJISAETCS CHUHTE3 HOBBIX
MPOM3BOJHBIX JIWUTHA3a- U JHOKCAAUTHA3AIMKIOATIKAaHOB
MHOTOKOMIIOHEHTHBIM  ITHKJIOTHOMETHIIMPOBAHUEM apHII-
aMHMHOB C TOMOLIbI0 (opManbieruja 1 o,®-IUTHOJIOB,
M3Y4YECHHE 3aKOHOMEPHOCTEH IPOTEKAaHUS JTUX PpEaKLuid,
a TakXe COPOIIMOHHON CIMOCOOHOCTH MOJIYYEHHBIX COEIH-
HEHUH.

HenaBHO Ha mpHMepe aMHHOCIHPTOB' ¥ THIPa3UIOB
KapOOHOBBIX KHCJIOT™ MOKA3aHO, YTO B 3aBHCHMOCTH OT
CTPYKTYPBI HCXOJHBIX O,®-AUTHOIOB TPEXKOMIIOHEHTHOE
UKIOTHOMETWINPOBAHNE OCYIIECTBISETCS 10 CXEMe
[n+2n+n]-nuKIOKOHAGHCAIMK, a pEAKIUs AaHWINHOB C
1,2-3Tan- u 1,3-nponmaHauTHONAMH B IIPUCYTCTBHUH KOMII-
mekcoB Sm u Co mpoxoauT mo Tumy [1+2+1]-nmkio-
KOHZIeHCaIH. !

Jlns pacmmpeHus TpaHuIl UCTIONb30BaHMS JaHHBIX Peak-
U M CHHTE3a HOBBIX KJIaCCOB JAWTHA3AIMKIOATKAHOB
HaM¥ M3y9€Ha PeaKlys apujIaMHHOB C (pOPMabIETHIOM U
o,0-IUTHOTAMH. JlaHHAs peakius MOXXKET NMPOXOAWTH II0
HECKOJIBPKUM HampaBleHWAM (cxema l): myTb a — Mex-
MOJIEKYJISIpHAsT LUKJIOKOHJCHCANS aMHHOB C 00pa3oBa-
HueM nByX cBs3elt C—N u aByx cBsized C—S ¢ ydactuem
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OIHOW MoJIeKyJbl amMuHa, nByX Moiekyn CH,O um omHoit
MOJIEKYJTBI AUTHONA TI0 cxeMe [1+2+1]; myTs b — MexmMoe-
KymsapHas [2+4+2]-IMKIOKOHAEHCAHsA [BYX MOJEKYI
amuHa, getsipex Mosiekysl CH,O 1 qByX MOJIeKyJ AUTHOMA
¢ o0pa3oBaHHEM TeTepOUEHHBIX N,S-MaKpOTreTepOUUKIIOB;
IyTh ¢ — MEXMOJEKYIIpHas [3+6+3|-IMKIOKOHICHCAITHS.

Cxema 1
Route a S
> Ar—N X
[1+2+1] g
2 CH,O -
ANH 2 Route b SN
+ ——> AN N—Ar
HS. ~SH [2+4+2] S
/i\r
rN
Route ¢ s s
— X~ ~X
| |
[3+6+3] ) Sﬁ
Ar/NvS\X/SvN\Ar

[uxnornomernmnupoBanue anwinHa (1) dopmanpaeru-
J0M U 1,2-3TaHIUTHONIOM IIPU MOJSPHOM COOTHOIIEHHH
HUCXOJHBIX peareHTOB 1:2:1 u temmeparype ~20 °C 6e3
UCIIOB30BaHUs pacTBopuTesield 3PPEKTUBHO MPOXOIHUT 32
3 9 ¢ oOpasoBanueM 3-penmn-1,5,3-murnazenana (2a)
¢ BeIxogoM 77% (cxema 2). B aHalOTHYHBIX YCIOBHUSIX
(6e3 wucmonb30BaHMs pacTBOpUTENs) 1,3-mponaHIUTHON
u 3,6-muokca-1,8-0KTaHIUTHOI B MHOTOKOMIIOHEHTHOM
peakiuu ¢ anmwmmHOM (1) 1 CH,O o6pasytot 3-enun-1,5,3-
mutnasokan  (2b) wu  6-denmn-1,11-nuoxca-4,8-nqutHa-
6-azanuknotpuaekan (3) ¢ Beixomamu 73 u 70% coort-
BETCTBEHHO. TakuM 00pa3oM, MHOTOKOMIIOHEHTHOE
HUKI0OTHOMeTHIMpoBanue aHwiuHa (1) dopmansaeruaom
u 1,2-3tan-, 1,3-mpomangutnonom wimu 3,6-nuoxca-1,8-
OKTaHIUTHOJIOM 0€3  HCIONB30BaHMSA PACTBOpPHUTEICH
peanu3yeTrcss MO MyTH a ¢ 0Opa3soBaHHEM IPOIYKTOB
[1+2+1]-mmuknokonaencamun. Cruenyer n006aBUTh, YTO B
oTiimyre OT apwiaMuHOB amuHocnuptel ¢ CH,O wu
1,3-nponan- wnu 1,4-6yTaHAUTHOIIOM pEarupyroT Mo MyTH
b, a ¢ 4,4'-mumepKkanTo AN EHUIOKCHIOM — 110 TTYTH C.

Cxema 2
HS
I sH S
PhNH, + 2CH,0 ——— > Ph—N D
1 20°C,3-4h L
S
2an=1
bn=2
HS SH
\40/\4/2 //S o)
Ph—N ]
20°C,3-4 h \\s o
3 /
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Pa3paboTaHHBI OAHOPEAKTOPHBIA CHHTE3 IO3BOJISIET
MOJYYHTh AWTHA3AIMKIOANKaHel 2a,b, 3 ¢ mocraTodHo
BBICOKHMH BBIXOZAaMH 0€3 HCIONB30BAHUS PAaCTBOPHUTENCH
M KaTaJu3aTopoB, YTO SIBISETCA ONArONPUSATHBIM C TOUKH
3peHus 3eneHoi xuMuu. K Tomy ke B KauecTBe TOOOTIHOTO
MPOIYKTa 00pa3yeTcst TOIBKO BOJA.

W3BecTHO, YTO HHUTPOIPOM3BOMHBIE OCH30KpPayH-I(HUPOB
MPOSIBISIIOT BBICOKYIO CEJIEKTHBHOCTh TIPH  OKCTPAKLIUH
namtanus(Il) U3 CONSIHOKHCIBIX PAcTBOPOB.”> PykoBoj-
CTBYSICH 3THMH JAaHHBIMH, & TAKXKE C IIENBI0 PACIIHPEHHS
MPHUKJIAJHBIX ACHEKTOB NPUMEHEHHUS IUTHA3ALMKIOAIKAHOB
OBUT OCYIIECTBICH CHHTE3 HUTPONPOW3BOTHBIX ANTHA3A-
IIMKJIOATKAHOB C PA3IMYHBIMU (DYHKIIMOHATEHBIMH 3aMECTH-
TETSIMA B apOMATHYECKOM LIHUKJIE. DKCIIEPIMEHTANIBHO yCTa-
HOBJIEHO, YTO HUTPO3aMEICHHBIC apHIaMUHbI 4a—g JIETKO
TIOJIBEPTAIOTCA MEKMOJICKYIApHOH [1+2+1]-nnkiIokoHeH-
cammu ¢ ygactuem CH,O u 1,2-3Tanamruona ¢ oOpa3zoBa-
mueM 1,5,3-mutmazenaHoB Sa—g ¢ Bexomamu  74-93%
(cxema 3). YunThIBast pacTBOPHMOCTD HCXO/IHBIX apHIaMUHOB,
CHHTE3 COCIAMHCHUH Sa—e MpOBOMIIM B STHIAIIETATE, COCIH-
HeHns 5f — B ximopodopme, coeqiHEHUS Sg — B alleTOHE.

Cxema 3
R2
R! /—| A HS R! /—|
Q*NHZ + 2CH,0 —— Q, j
—_— Solvent
4a—g 20°C,3-4 h 5a_g
4,5aR"=H, R?=2-NO, (86%); b R" = H, R? = 3-NO, (78%);
cR'=H, R?=4-NO, (85%); d R' = 4-Me, R? = 3-NO, (85%);

e R' = 2-Me, R? = 3-NO, (74%); f R = 4-F, R? =
g R' = 4-OH, R? = 3-NO,, (86%)

3-NO, (93%);

B cnextpax AMP 'H N-apun-1,5,3-nutnasenanos 5b—g
curransl npotoHoB NCH,S u SCH,CH, mposBnstotcs B
BHJIE Y3KHX CHHIVIETOB. B coemunenmn Sa HaOmromaeTcs
HE3KBUBAJICHTHOCTh Te€MHMHAIBHBIX METHJICHOBBIX IPOTO-
HOB, HaxXoIfIIMXcd MexXTy atoMamu N U S nuTHasemna-
HOBBIX IHUKJIOB (BEPOSITHO, M3-3a BIMSHHUSA HUTPOTPYIIIIHI,
HaxoJdImencs B opmo-nonoxeHuu), npotoHsl NCH,S
MIPOSIBIIAIOTCS B BHJIE IBYX CHHITIETOB Tipu 4.58 u 4.60 M. 1.

st gutmazanuknoanka€HoB 2ab u  5d,g  Obuin
MOJIy4eHbl MOHOKPHCTAJUIBI, ¥ UX CTPYKTypa OblTa MOJ-
TBepxkIeHa MmetoaoM PCA (puc. 1).

Cornacno ganueiM PCA, 1,5,3-muTHasenaHoOBBIM LUK
COEIMHEHUS 2a B KPUCTAUIMYECKOM COCTOSHWU TpPHUHU-
MaeT KoH¢opmanuio "TBHCT-BaHHA", B coenuHeHHH Sd
YKa3aHHBIH IMKJI KMeeT KoHpopmarmio "TBHUCT', a B
COEIMHEHUN 5¢ mnpuHUMaeT KoH(popmarmio "BaHHA" C
oTKJIOHEHHeM aTtoMmoB cepsl S(1) m S(2) or miockocTn
mikna Ha —0.864(4) m —0.788(3) A cooTBeTcTBEHHO.
B coemunenun 2b 1,5,3-1UTHa30KaHOBBIA UK TPHHHU-
MaeT KoH(popmaiuio "TBUCT-Kpecno". CieayeT OTMETHTH,
4yTO N-apWiIbHBIM 3aMECTUTEIb B JAMTHA3ALUKIIOAIKAHAX
2ab u S5d,g 3aHMMaeT akcHaJbHOE TOJOKEHHUE OTHO-
CHUTETIFHO IUIOCKOCTH TETepOIMKINYECKOro (parMeHTa, B
COEIMHEHUIX 2a,b yrom Mexmy CpeaHHMH IUIOCKOCTSIMH
9TUX IUKIOB paBeH 63.835(6) m 69.019(6)° cooTseTt-
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Pucynok 1. Ctpyktypbl coenunenuii 2a,b u 5d,g, no nanueiM PCA, B mpencTaBICHUN aTOMOB 3JUTHIICOMIaMH TEIUIOBBIX KoJeOaHMH

¢ 50% BEpOSATHOCTBIO.

CTBEHHO. B coenuHeHnu Sg Mex 1y IPOTOHOM I'MAPOKCHIIb-
HOW IPYMITBI K AaTOMOM KHCJIOPOa HUTPOTPYIINbI apOMaTH-
YECKOTO IIUKJIa BO3HUKAET BHYTPUMOJIEKYJISIpHAS BOJOPOI-
Has cBa3b, pacctogane O—H-0 1.992(5) A.

C 1menpi0 CUHTE3a AUTHA3AIMKIOANIKAHOB 6a—e, 7a—d
C Ppa3IMYHBIMUA pa3MepaMu TEeTepOIMKIa B PEAKIUIO
¢ wurpoanmwmmHamu 4f,g u CH,O O BOBICYEHBI
anmuagarudeckue o,@-autuonsl (1,3-npoman-, 1,4-OyrtaH-,
1,5-meHraH-, 1,6-rekcan- u 1,8-0KTaHIUTHOJEI).

Hafizeno, 9to mpW TUpOBENECHHH pPEAKIUH C HUTPO-
aammHOM 4f B onmcaHHBIX Bhime ycnoBusax (CHC;, 20 °C)
BBIXOJI JUTHA3alMKIIOAIKaHOB 6a—e cHmkaercss or 73 o
24% mpy yBEITWYECHHUH JIMHBI aJKWJILHOHN I MCXOIHBIX
0,,0-TUTUOJIOB. JI7Is1 MOBBIMIEHUS BBIXOJA IEJIEBBIX MaKpO-
MUKITHYSCKUX TETEPOIUKIIOB PEaKIIMi HUTPOAHUINHOB 4f,g
C 0,0-IUTHOJIAMU TIPOBOJWJIM B TPUCYTCTBUU KaTald-
3atopa SmCl;-6H,0 npu 40 °C (cxema 4). [IpeanoxeHHbie
HAMH YCIIOBHS ITO3BOJIHIIH ITOTYYUTh TUTHA3AIMKIOATKAHBI
6a—e u 7a—d c Beixomamu 56-91%. C ydactueM apyrux
katamm3atopoB (Sm(NOs);-6H,0, CuCly,-2H,0, FeCl;-6H,0,
NiCl,-6H,0, CoCl,6H,0) B Tex ke YCIOBHAX BBIXOMBI
LeJIEBBIX MPOIYKTOB 6a—e, 7a—d coctaBuin 50-68%.

Cxema 4
O2N 2 CH,0
SmCl3-6H,0 (5 mol %)
R NH, + -
CHCl; (for 6a—e) or
4g Hs o SH Me,CO (for 7a—d)
40°C, 3-4 h
Yields, %
O,N S 6 7
R=F) (R=OH
e (R=F) (R=0H)
— R N\\ e a(n=2) 90 91
S b(n=3) 73 67
6a—e, 7a-d c(n=4) 76 57
d(n=5) 71 67
e(n=7) 56 -

842

Peakuus umkinoTHOMETMNIMpOBaHUS apuiaMHHOB 4f,g
CH,0 u 3,6-guokca-1,8-0KTaHOAUTHONOM B INPUCYTCTBUHU
SmCl;-6H,0 B kauecTBe KaTanuzaTopa MO3BONHIA OCYIIIe-
CTBHUTh CHHTE3 HOBBIX MaKporeTeporukios 8a,b (cxema 5).
[lukmoTHOMETIIIMpOBaHHE HUTpOaHWIHHOB 4f,g mpoBo-
JIJTH B 3aBUCUMOCTH OT PACTBOPUMOCTH HCXOIHBIX COEIH-
HeHuH B xynopodopme mnu anetoHe mpu 40 °C, meneBbie
coenvHeHus 8a,b nonxydyensl ¢ Beixonamu 74 u 78%.

Cxema 5

HS SH
\40/\4’2
OoN
+

RA%;>—NH2 2 CH,0

SmCl3-6H,0 (5 mol %)

CHCI; (for 8a) or
Me,CO (for 8b)

4fg 40°C,3-4h
O2N
/~ <%
—> R N j
g o 8 z R=F
R =OH

Crpoenne coenuHenuii 8a,b nokasaHo cCreKTpalbHBIMU
metonamu. B crextpax SIMP 'H coenmuenuit 3 u 8ab
MpOTOHBI MeTHIICHOBBIX Tpymit NCH,S 1uKiia mposBIIsSIOT-
csl B CWJIBHOM TIOJIe B BUjE€ CUHTIETOB ipu 5.07-5.13 M. 1.
XapakTepHbIM g BceX coenuHeHwid 3, 8a,b sBisercs
MpOosIBIIEHUE TPOTOHOB MeTwieHoBeix Trpynn SCH,CH,O
npu 2.66-2.70 u 3.89-3.92 M. 1. COOTBETCTBEHHO B BHUJE
TPUILIETOB ¢ KOHCTaHTaMu Jyy = 4.5 wiu 4.6 I'm u mpo-
toHOB OCH,CH,O mpu 3.68—3.72 M. 1. B BU/I€ CUHTJIETA.

Kpome Toro, mis coequaennii 3 u 8b ObuTH MOTyYeHBI
MOHOKPHCTA/UTBI M IPOBEACHO HMX PEHTTCHOCTPYKTYPHOE
uccnepoBanne (puc. 2). Iloxazano, uro 1,11-guokca-
4,8-1uTHa-6-a3auKIOTPUIEKAHOBBIH (hparMeHT COoeauHe-
HUS 3 IMeeT KoH(popManuio "Kpecino-TBUCT-Kpecio', Toraa
Kak B coenuHeHnn 8b — "BaHHA-TBUCT-Kpecno". N-Apuib-
HbIE 3aMECTUTEIM B MOJIeKyJax coenuHeHui 3, 8b 3anm-
MalOT 3KBATOPHAIFHOE MOJIOKEHWE OTHOCHUTEIBHO ILIOC-
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Pucynok 2. Mounekyisipable CTpyKTypsl coenuHenuit 3 u 8b, mo nanusiMm PCA, B npencraBieHUH aTOMOB 3JUIMIICOUIAMH TEILIOBBIX

koutebanmii ¢ 50% BepOSTHOCTBIO.

KOCTH TETEPOLMKINYECKAX (D)parMeHTOB. YTOI MEXKIy Cpen-
HUMH IUTOCKOCTSIMH LMKINYECKHUX ()ParMEHTOB COEIUHE-
muii 3, 8b cocraBmser coorBercTBeHHO 21.689(7)° H
51.804(6)°. B crpykrype coemuHeHus 8b nHaOmomaercs
BHYTPUMOJIEKYJIsIpHas BogopoaHas cBsizb O—H:--O, nnuna
KoTopoif coctaBnger 1.799(12) A. Onmako, HecMOTps Ha
CTONb CYIIECTBEHHbIC OTIMYHMA B T€OMETPUH paccMaTpH-
BaeMbIX COCIMHEHMH, NX KPUCTAIIBI OTHOCATCS K OZHOMY
TUIYy KPHUCTAJUIMYECKOH pEIICTKH MOHOKJIMHHOMY,
C TIPOCTPAHCTBEHHOM Tpymmoit P2,/c.

Cuuras, yto woHbl mamranusa(Il) xkak "Msrkas KucioTa
JIpronca", B cooTBeTcTBUM ¢ mpuHIHIOM [Iupcona, oOpa-
3yIOT MpOYHBIE KOMIUIEKCHI ¢ S- U S,N-comepxaiiuMmu
MOJIEKYJIaMH, MBI TIPOBEIIH OLIEHKY COpPOIMOHHOHN C1Ioco0-
HOCTH JWTHA3alMKIOAIKaHOB 2a M 3 10 OTHOLICHHUIO
k noram Pd(Il) m Ag(l) u3 0.1-4.0 M pactopo HNO;
B CTAaTHMYECKHUX YCIOBUX. [IpM KOHIEHTpAIMAX KHCIOTHI
Menbime 0.1 M HNO; murparsr namragusi(ll) we yctoii-
9MBEL,” a M3MEHEHHE KOHIEHTPAIIMH KHCIIOTHI B HHTEPBAIE
0.1-2.0 M HNO; He oka3bIBaeT CyIIECTBEHHOTO BIUSHUS
Ha creneHp u3BnedeHns namwtaausa(ll). Ilpu yBemmuennu
koHneHTpanun HNO; mo 4.0 M copOImoHHasT €MKOCTh
cHIkaeTcs. McXoaHy0 KOHIIEHTPALUIO MeTallla N3MEHSITH
B HUHTEpBaJiE OT 4-107 o 1.3:107 mons/m. Cnenyer
OTMETHUTb, YTO NpHU KoHUEeHTparuu noHos Pd(Il) B pacTBo-
pe 10 107 MONB/M CTeeHb X H3BJIEYSHHS COEIHHEHHIMU
2a u 3 cocraBmsier 100 u 72%, a 3HaueHHE COPOIMOHHON
emkoctn 0.48 m 0.34 mMmoub/T cooTBeTcTBeHHO. IlpH
KoHIeHTpanuu uonos Pd(II) 1072 mons/n 3HaueHHE cop0-

LMOHHOM €eMKOCTH cocraBisger 1.76 MMOJB/T 1A
coenuHenus 2a 1 1.37 MMOJIB/T U1l coequHEHU 3.
3arpynuenuss necopbrum  uonoB Pd(II) w3 dazsr

copbenra npu obpadotke 14% pacrBopom NH;3-H,O u 5%
pactBopoMm TromoueBuHbl B 0.1 M HCI kocBeHHo mnoa-
TBEPXKJAIOT YaCTHYHOE IPOTEKaHHe copOIuu ¢ o0paso-
BaHHEM KOOPJIUHAIIMOHHBIX KOMILUIEKCOB C A30TOM.
3HaueHne copOIMOHHON emkoctH s uoHOB Ag(l)
(10"2 moub/1 B 0.1 M HNO3) coctansier 7.40 MMOJIB/T AJ1st
coenuHeHusA 2a U 3.93 MMOJIB/T JUId COSAMHEHHs 3, 4TO
YCTYIaeT GUCTeTepOLHKINIECKHM coenuaeHuM. '
Takum 00pa3oM, TPEXKOMIIOHEHTHOE IMKIOTHOMETH-
JIMPOBaHHE apUJIaMUHOB (OpMalIbIETuaoM U anudarude-
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CKHMH 0, 0-AUTHOJIAMH peajin3yeTcs 1o tumy [1+2+1]-muko-
xouzeHcarmu. AnwmuH ¢ CH,O u 1,2-9tan-, 1,3-mpoman-
JIUTHONAMH U 3,6-1u0Kca-1,8-0KTaHAUTHOJIOM O€3 UCITOJIb-
30BaHUSl PACTBOPUTENI M KaTaln3aropa C BBICOKUMHU
BhIXO#aMu 00pasyor N-denwnzamenienusie  1,5,3-mu-
Tuasenan, 1,5,3-mutnazoxkan u  6-Qenmn-1,11-mrokca-
4,8-nutna-6-a3aluKkIoTpuaeKaH. Peakiueld 3aMeIIeHHBIX
anmwmmHoB ¢ CH,O wu 1,2-srangutnonom mpu 20 °C
nonydeHsl 1,5,3-auTHazenanbl, TOrAa Kak oL,m-TATHOIBI
(1,3-pomnasn-, 1,4-0yran-, 1,5-nenran-, 1,6-rekcau-, 1,8-okraH-
JATHOJIBI U 3,6-1H0Kca-1,8-0KTaHANTHOIT) 00pa3yroT AUTHA3A-
[IUKIIOAKAHbl W JTUOKCAIUTUA3AIMKIOTPUACKAH B MPUCYT-
cteun SmCly-6H,0 B xauecTBe karamusaropa. Meromamu
UK u »/1eKTpOHHOI CHEKTPOCKONHU YCTAaHOBJIEHO, YTO
B Tpoliecce copOIMU M3 a30THOKHUCIBIX PAacTBOPOB IPO-
HCXOJUT KOMIUIEKCOOOpa3oBaHHE AaTOMOB MaJuafgusl C
MOJIEKYJIaMH HACBHIIIEHHBIX OusaepHbIX S,N-coaepKanmx
TeTepOIMKIOB C O00pa3oBaHMEM CBSI3U  METaJI—a30T.
[Tokazano, uro cop6uus nonoB Pd(Il) u Ag(l) u3 azoTHO-
KHCITBIX PacTBOPOB TPOTEKAaeT HeoOpaTHUMoO, TMO3TOMY
3-benmn-1,5,3-qutnaszenan u  6-¢enmn-1,11-guokca-
4,8-1uTHa-6-a3auKIOTPUIEKAH 11e1eco00pa3HO UCTIONb30-
BaTh 11 KoHIeHTpupoBanus nonos Pd(II) u Ag(I) Tomsko
B aHATUTUYECKUX LETISX.

JKcHepuMMeHTaIbHAS YaCcTh

WK crekTpsl 3aperucTpupoBaHbl Ha CIEKTPOMETPE
Bruker Vertex 70v. ChekTpbl MacisSHHCTBIX HPOIYyKTOB
(coemuuenus Se, 6b—e, 7b—d) 3aperucTpupoBaHbl B TOHKOM
CJIO€, CHEKTPBI MMOPOIIKOOOPA3HBIX MPOAYKTOB (OCTANbHbBIE
coenmuHeHus, kKpome 5c¢) — B Tabnetkax ¢ KBr, cmekrp
CoeMHEHUs1 S¢ — B Ba3enuHOBOM Maciie. Y@ cCHexTpsl
3apeructpupoBanbl  Ha UV/VIS-cnektpomerpe Perkin
Elmer precisely Lambda 750 8 CHCl; B nuamazoHe niwH
BostH 200-1000 mM, TonmmHa KioBeTHI 0.2 cM. CHEKTpHI
SMP 'H u "*C 3apeructpuposans! Ha criektpomerpe Bruker
Ascend 500 (500 u 125 MI'11 COOTBETCTBEHHO, COCAMHEHUS
2a, 3, 5a) u Bruker Avance 400 (400 u 100 MTI'1; coot-
BETCTBEHHO,  OCTaJbHbIE  COEAWHEHWs). | OMOsiiepHbIe
(NOESY, 'H-'H COSY) u rereposnepusie (‘H-"C HSQC,
'H-C HMBC) nBymepnbie crextpsl IMP coennuenuii
5f.g, 6a,c, 7b, 8a,b 3aperucTpupoBaHB Ha CHEKTPOMETpPE
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Bruker Ascend 500 (500 MI'n ans sgep 'H, 125 MI' ans
snep °C). Pacteopuremn: JIMCO-d; (coenunenus 5b,g) u
CDCl; (ocTanbHble coenuHeHus). BHyTpeHHMI cTaHmapT —
curHanbel pactBoputens (IMCO-dq: 2.50 M. n. ans suaep
'H, 39.5 m. 1. st sIep BC, CDCly: 7.28 M. 1. st sep H,
77.1 m. 1. qns agep “C). Crextpsr IMP °F (470 MI'm)
3aperuCTPUPOBaHbI Ha criekTpoMeTtpe Bruker Avance 500 B
CDCl;, Buytpennuit cranmapt CFCl;. Macc-criekTpsl B
pexume MALDI-TOF 3apeructpupoBaHbl Ha CIEKTPO-
Metpe Bruker Autoflex III MALDI-TOF, B kauectBe
MaTpHll HCIOJB30BaHbl (-I[HaHO-4-TUIAPOKCUKOPUYHAS U
2,5-auruapo0eH30iHasl KUCIOTHI, Hpo0a MPHUrOTOBJIEHA
METOJIOM BBICYIIICHHON Karum B xJjopogopme (1:10). Macce-
CHEKTp COEIMHEHUs 3 B PEKHUME HOHHU3ALUH DIIEKTPO-
pacIbUIEeHHEM 3alucaH Ha JKUAKOCTHOM XpPOMAaTO-Macc-
cnekrpomerpe Shimadzu LCMS-2010 EV (mumpuneBoit
BBOA 00pasima, 0.1 mu/muH, smoeHT MeCN-H,0, 75:25) B
PEKUMC pErucTpau IMOJOKUTCIIbHBIX U OTPULATCIIbHBIX
HOHOB IpH TNOTeHnuane kamwuiipa 4.5 um -3.5 kB
cooTBeTCTBeHHO. Temmeparypa Kanwuisipa HHTepdeiica
250 °C, HampspKeHHE Ha Karmwusipe uHTepdeiica 25 + —25 B.
CkopocTh TOTOKa HEOYIu3upyromero (pachbUIsIONEro)
raza (N,) 1.5 n/mun. HampsikeHue Ha BBICOKOYACTOTHBIX
nmuH3ax (Q-array) 5 + -5 B. Dnementnsrii coctaB C, H u N
npoBegeH Ha CHN-anammsatope Carlo Erba 1106.
Cozeprkanue cepbl ompezneneHo mo meroxy lllenurepa.’
Temnepatypsl I1aBiaeHUs onpeaeneHsl Ha mpubope PHMK
80/2617 (cromuk Kodiepa). AHanu3 mpoayKTOB peakiuu
Metogom KX Beimmonuen Ha xpomarorpade Chrom-5 ¢
IJIaMCHHO-MOHU3AIIMOHHBIM ~ ICTCKTOPOM, HEIOABUIKHAA
¢daza SE-30 (5%) na nocurene Chromaton N-AW-HMDS
(macamouHnasi ctaimbHast kojgoHka 2400 X 3 mwm, mporpam-
mupoBanue Temmneparypsl 50-270 °C, 8 rpaxa./muH, raz-
HOCHUTENIb Tenuil). XpoMaro-Macc-CIeKTpadbHbIA aHaIu3
coenuHenuit Sc,d BhimonHeH Ha xpomatorpade Shimadzu
GC 2010 c¢ Macc-CHeKTpOMETPUYECKUM JAETEKTOPOM
GCMS-QP2010 Ultra (Shimadzu, fInonust) ¢ kKanuuIspHO
kosioHkou Supelco 5Sms (60 M x 0.25 mm X 0.25 MKM), ras-
HocuTenb renuil. TeMmepaTypa HHJKEKTOpa M MHTepderica —
260 °C, nonnoro ucrounuka — 200 °C. MeToj noHM3aIuN —
QY (70 3B). MaauBuIya bHbIE BEMIECTBA MOTYUEHBI XpOMATO-
rpadupoBannemM Ha cumkarene mapku KCK (50-160 mMxm).
DNI0EHT, UCIIONb3YeMbIi Ul  KOJIOHOYHOW XpOMaTo-
rpadun, ykazaH B ONMHCAHUAX TMOIYYEHHBIX COEIMHEHUN
npu 3HaueHusX Ry AHanu3 metojoM TCX BEITIOJIHEH Ha
miactuHax Silufol W-254, mposBnenne B mapax Hoja.
Konnentparus nammagusi(Il) B BogHBIX pacTBOpax ompe-
JieJieHa CEeKTPO(OTOMETPHIECKUM METOJIOM C XJIOPUAOM
onoBa(ll) Ha cmekTpodOTOMETPUIECKOM KOJOPUMETPE
K®K-3-01 mo nutepaTypHOl METOIWKE,” KOHIICHTPAIUS
cepe6pa(l) — TuTpuMeTprdecknM Metogom dombrapaa.”’
I/ICXO}]HBIC apyuJIaMUHBI 1 Q,0-AUTHOJIBI C COACPIKAHUEM
OCHOBHOTO BemiecTBa He MeHee 98% wm ¢opmanpaerun
(37% dopmanuH) mproOpeTeHbl Y GUPMBI ACTOS M HCITOJIb-
30BaHbl 0€3 JOIOJHUTENBHON OYHCTKH. JIJIT TPHUTOTOB-
neHns BoOAHBIX pacTBopoB mnamwtamusi(Il) m  cepebpa(l)
HCITIOJIB30BAaHbI CPIHTe3PIpOBaHHBIfI HU3BECTHBIM METOAOM
Pd(NO;),-2H,0, AgNO; mapku "xu" (OCT 1277-76, npous-
BoactBo OO0 "TI3IIM-Bropmet") 1 HNO; mapku "x4".
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UK cnexTphl NOTIOMIEHUS TBEPABIX KOMIUIEKCOB COEAU-
Henuii 2a u 3 ¢ nonamu Pd(11) nm Ag(I) B Tabnerkax ¢ KBr
3aperncTpupoBaHbl Ha (ypbe-cnekrpomerpe Bruker Eq.55
B auamasoHe uactoT 200—4000 cM'. DieKTpoHHbIE
CHEKTPhl TOTJIOIIEHUSI PAacTBOPOB KOMIUICKCOB COEIUHE-
Huid 2a u 3 ¢ wonammu Pd(Il) wm Ag(l) 3amucansl Ha
cnekrpodoTomerpe Specord UV-Visible Helios B auamna-
30oH¢ aiuuH BojaH 200—800 HM, ToNIIMHA KIOBETHI 1 CM.
Cnextpsl auddysnoro orpaxkenus (C10O) TBepabix odpas-
LIOB KOMIIJIEKCOB coepnHenuid 2a u 3 ¢ nonamu Pd(Il) mnm
Ag(I) 3apeructpupoBansl Ha criekTpomerpe Specord M-40.

HukaoruomerminpoBanne anmianHa (1) (oOmias
Meronuka). Cmech 1 Mmonb 1,2-3Tannurtuona, 1,3-npomnan-
nutuona unm 3,6-muokca-1,8-okranmutuona u 0.15 mn
(2 wmmomb) 37% ¢dopmanuHa THEepeMEIIMBAIOT  IIPH
KOMHAaTHOH Temmeparype B TedeHue 30 MuH. 3areM IO
kamsim  go6asisor 0.09 mu (1 mMmone) anwnusa (1) U
MepeMeIINBalOT CMeCh NP KOMHATHOM Temrmeparype B
TeyeHue 3—4 4. IlpoaykT ymapuBaioT Ha POTOPHOM HCIa-
pUTEJIC U OYMIIAIOT KOJIOHOYHOM Xxpomarorpadueii.

3-®enni-1,53-murnazenan  (2a).>"* Bexox 0.17 r
(77%), 6ecuBeTHbIe KpucTaiubl, T. . 42—44 °C (n-C¢H4—
CHCI;, 1:2), Rf 0.78 (rekcan—CHCl;, 1:2). Y@ cnektp,
Amax, HM: 259.86. Crektper SIMP '"H u BC amanoruunm
TpUBEICHHBIM B THTEpaType.” '

3-®enni-1,5,3-tuTnazoxkan (2b).2121 Breixog 0.16 r
(73%), GecuBerHbie KpucTamwibl, T. wi. 83—-85 °C (PhH-
CHCl;, 1:1), R; 0.80 (PhH—CHCl;, 1:1). Criextpst IMP 'H
u °C aHanormasHs! [IPUBEICHHBIM B JH/ITepaType.z“1 HaiineHo,
m/z: 226.476 [M+H]". C;H¢NS,. Beraucneno, m/z: 226.072.

6-®enn-1,11-nuokca-4,8-nurna-6-azauMKIOTpUIEKAH
(3). Beixog 0.21 r (70%), GecuBeTHbIE KPUCTAIIBI, T. TUIL.
102-104 °C (yuxno-CsH;,—CH,Cl,, 1:1), R 0.48 (yuxio-
C5H]2*CH2C12, 11) YO CIICKTD, )Lmaxo aM: 261.07.
UK crextp, v, cM ': 695 (C=S), 755 (C-S—C), 1071 (C-O-C),
1113 (C-N), 1142 (C-0-C), 1205 (C-N), 1270 (C-0-C),
2854 (CH,), 2889 (C-H), 2922 (CH,). Crextp SIMP 'H,
S, M. 1. (J, I'm): 2.70 (4H, T, J = 4.5, 2SCH,CH,0); 3.72
(4H, c, O(CH,),0); 3.91 (4H, T, J = 4.5, 2SCH,CH,0);
5.13 (4H, ¢, SCH,;NCH,S); 6.82-7.31 (5H, m, H Ph).
Crextp SIMP °C, 8, m. x: 29.4 (2SCH,CH,0); 55.2
(SCH,NCH,S); 70.3 (O(CH,),0); 74.8 (2SCH,CH,0);
113.4 (C Ph); 118.3 (C Ph); 129.2 (C Ph); 145.7 (C Ph).
Macc-criextp, m/z Iy, %): 300 (100) [M+H]". Haiineso,
m/z: 300.095 [M+H]". C4H»nNO,S,. Berumciero, m/z:
300.109. Haiineno, %: C 56.27; H 6.98; N 4.74; S 21.56.
C4H2NO,S,. Brruucaeno, %: C 56.15; H 7.07; N 4.68;
S21.41.

HukjgoTHOMETHIMPOBAHHE HHUTPOAHMJIUHOB 4a—g
CH,O u 1,2-3tanautuoiom (obmas meronuka). Cmech
0.08 mut (1 mmoms) 1,2-3tagutrona u 0.15 mu (2 MMOIIB)
37% dopManuHa TIepeMENIMBAIOT TP KOMHATHON TeMITe-
parype B Teuenne 30 MHUH. 3aTeM IO KamuisiM J00aBISIOT
1 MMOnp HHUTpOAaHWIMHA 4a—g, PACTBOPEHHOTO B 5 MII
COOTBETCTBYIOIIETO pacTBOpUTENsl (coeauHeHus 4a—e —
B EtOAc, coenunenne 4f — B CHCI;, coenunenne 4g —
B Me,CO) u nepeMennBaioT pu KOMHATHOH TeMIeparype
B TeueHue 3—4 9. [IpoaykT ymapuBaiOT Ha POTOPHOM
WCTIApUTENIC M OYUIIAIOT KOJIOHOYHOW XpoMaTorpaduei.
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3-(2-Hutpodennn)-1,5,3-nuTuazenan  (S5a). Brixon
0.22 r (86%), xenthiii mopomok, T. wi. 80-82 °C (PhH—
Me,CO, 2:1) (r. mn. 81-83 °C*'%), R; 0.90 (PhH-Me,CO,
2:1). MK crektp, v, cM ' 579 (C-S), 746 (C-S—C), 881
(C-N), 1124 (C—-N), 1151 (C-N), 1456 (CH,), 2854 (CH,),
2926 (CH,). Criextp SIMP 'H, 8, m. 1. (J, T'm): 2.89 (4H, c,
S(CH,),S); 4.58 (2H, ¢, NCH,H.S) u 4.60 (2H, c,
NCH,H,,S); 6.80 (1H, T, J = 7.5, H Ar); 7.03 (1H, &,
J=285,H Ar); 7.53 (1H, T, J = 7.5, H Ar); 8.22 (1H, x,
J=8.5, H Ar). Criektp SIMP °C, 3, m. 1.: 31.2 (S(CH,),S);
45.8 (SCH,NCH,S); 114.8 (C Ar); 117.0 (C Ar); 127.0
(C Ar); 133.3 (C Ar); 136.1 (C Ar); 143.2 (C Ar). Haiineno,
miz: 255.074 [1\/[—1‘1]4r C10H11N20282. BLI‘II/ICHCHO, mlz:
255.026. Macc-cniextp, m/z: 280.554 [M+Na+H]", 255.074
[M-H]". Haiineno, %: C 46.77; H 4.80; N 11.02; S 25.32.
CioH2N>O,S,. Breruucneno, %: C 46.85; H 4.72; N 10.93;
S 25.02.

3-(3-Hurpodennn)-1,5,3-1urnazenan (5b).*'"* Beixon
0.20 r (78%), >xentshiii mopomiok, T. wi. 110-112 °C (PhH-
Me,CO, 1:1), Ry 0.93 (PhH-Me,CO, 1:1). UK cnektp,
v, eM ' 579 (C-S), 623 (C-S), 667 (C-H), 735 (C-S—C),
881 (C—N), 1105 (C—-N), 1135 (C-N), 1222 (C-N), 1244
(C-N), 1275 (C-N), 1346 (NO, ), 1428 (CH,), 1456 (CH,),
1522 (NO5"), 2855 (CH,), 2924 (CH,). Cnextp SIMP 'H,
6, m. n. (J, T'm): 3.08 (4H, ¢, S(CH,),S); 4.91 (4H, c,
SCH,NCH,S); 7.40 (1H, o, J = 8.0, H Ar); 7.52 (1H, 1,
J=282,H Ar); 7.65 (1H, 1, J = 8.8, H Ar); 7.70 (1H, c,
H Ar). Crnekrp SIMP °C, &, m. x.: 34.1 (S(CH.).S); 53.7
(SCH,NCHS,S); 109.9 (C Ar); 113.4 (C Ar); 122.4 (C Ar);
130.4 (C Ar); 146.3 (C Ar); 149.1 (C Ar). Haiineno, m/z:
255.009 [M-HJ". CoH;;N,05S,. Beraucneno, m/z: 255.026.
Haiineno, %: C 4691; H 4.67; N 1098; S 24.92.
C]QH]QNzOzSz. BI)I'-II/ICJ'IGHO, %: C 4685, H 472, N 1093,
S 25.02.

3-(4-Hutpodennn)-1,5,3-murnazenan (5¢).°'* Boixon
0.22 r (85%), xenteiii mopomok, T. mi. 148-150 °C,
R¢0.93 (PhH-Me,CO, 2:1). MK criektp, v, cMm : 610 (C-S),
754 (C-S—C), 830 (C-H), 1113 (C-N), 1146 (C—N), 1218
(C-N), 1273 (C—-N), 1322 (C-N), 1459 (CH,), 2854 (CH,),
2924 (CH,). Cnextp SIMP 'H, 8, m. 1. (J, T'm): 3.09 (4H, c,
S(CH,),S); 4.84 (4H, ¢, SCH,NCH,S); 6.90 2H, 1, J=9.2,
H Ar); 820 (2H, 1, J = 9.2, H Ar). Criextp SIMP °C, &, m. 1.:
35.4 (S(CH,),S); 53.6 (SCH,NCH,S); 113.8 (C Ar); 125.7
(C Ar); 139.6 (C Ar); 150.4 (C Ar). Macc-ciektp, m/z
I, %) 256 [M]™ (85), 223 [M-SH]" (48), 106
[CéH,NHCH;]™ (93), 78 [CeHg]l™ (100). Haiimeno, %:
Breruucaeno, %: C 46.85; H4.72; N 10.93; S 25.02.

3-(4-Metuna-3-uutpodpennn)-1,5,3-qnutuazenan  (5d).
Bexon 0.23 1 (85%), xenTbie Kpuctaynibl, T. . 146—148 °C,
R; 0.93 (PhH-EtOAc-Me,CO, 1:2:1). YK crektp, v, cM :
632 (C-S), 731 (C-S-C), 1138 (C-N), 1214 (C-N), 1341
(NOy), 1524 (NO,), 2856 (CH3). Criektp SIMP 'H, &, M. 1.
(/, T): 2.52 (3H, ¢, CH3); 3.07 (4H, ¢, S(CH,),S); 4.77
(4H, ¢, SCH,NCH,S); 7.03-7.06 (1H, M, H Ar); 7.24-7.51
(2H, m, H Ar). Cnextp SIMP °C, 3, m. 1.: 19.6 (CH;); 35.5
(S(CH,),S); 54.5 (SCH,NCH,S); 111.3 (C Ar); 120.2
(C Ar); 124.1 (C Ar); 1334 (C Ar); 1444 (C Ar); 149.6
(C Ar). Macc-criextp, m/z (I, %): 270 [M]" (100), 237
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[M—SH]" (59), 106 [CsH,NHCH;]" (73), 78 [C¢Hq]" (75). Haii-
neno, %: C 48.81; H 5.17; N 10.28; S 23.79. C;H4N,0,S,.
Brruucneno, %: C 48.87; H 5.22; N 10.36; S 23.72.

3-(2-Metuna-3-uutpodennn)-1,5,3-1ruruazenan  (Se).
Bexox 0.20 r (74%), xenroe macno, Ry 0.85 (PhMe-
EtOAc-Me,CO, 1:2:1). UK cnektp, v, cM ': 638 (C-S),
734 (C-S—-C), 809 (C-H), 1125 (C-N), 1202 (C-N), 1281
(C-N), 1350 (NO,), 1468 (CHj), 1525 (NO;y), 2867
(CH3). Criextp SIMP 'H, 8, m. 1. (J, T'p): 2.45 (3H, ¢, CH3);
3.12 (4H, c, S(CH,),S); 4.62 (4H, ¢, SCH,NCH,S); 7.32
(1H, T, J = 6.4, H Ar); 7.63 (1H, n, J = 6.4, H Ar); 7.69
(1H, 1, J = 6.4, H Ar). Cnextp SIMP °C, 8, m. n.: 14.5
(CHj;); 37.6 (S(CH,),S); 58.9 (SCH,NCH,S); 120.3 (C Ar);
126.7 (C Ar); 127.5 (C Ar); 128.8 (C Ar); 150.7 (C Ar); 151.6
(C AI') HaﬁﬂeHO, mlz: 269.041 [M—H]+ C11H13N20282.
Brruncneno, m/z: 269.042. Haiigeno, %: C 48.93; H 5.14;
N 1028, S 23.63. C11H14N20282. BI)I'-II/ICJ'IeHO, %: C 4887,
H 5.22; N 10.36; S 23.72.

3-(3-Hutpo-4-proppenuni)-1,5,3-nuTuazenan (59).
Bexon 0.25 1 (93%), sxenTsblii mopoiok, T. Twi. 158—160 °C, R
0.79 (CHCL—EtOAc, 1:1). MK crmextp, v, cM ': 590 (C-S),
623 (C-S), 641 (C=S), 735 (C-S-C), 816 (C—H), 1142 (C-N),
1219 (C-N), 1240 (C-N), 1276 (C-F), 1346 (NO, ), 1416
(C-H), 1455 (CH,), 1540 (NO,). Criextp SIMP 'H, §, m. 1.
(/, T'm): 3.09 (4H, ¢, S(CH,),S); 4.77 (4H, ¢, SCH,NCH,S);
7.13-7.55 (3H, M, H Ar). Criextp SIMP °C, 8, m. 1. (J, T'n):
35.5 (¢, S(CH,),S); 54.8 (¢, SCH,NCH,S); 112.0 (1, “Jcr = 2.0,
C Ar); 118.9 (1, %Jr = 102.0, C Ar); 122.3 (n, *Jer = 7.0,
C Ar); 1374 (c, C Ar); 1422 (¢, C Ar); 149.3 (g,
"Jer = 256.0, C-F). Cnextp SIMP F, &, m. a.: —130.0.
HaﬁﬂeHO, m/z: 273.008 [l\/I*H]Jr C]()H]()FNzozSz. Brerunc-
neHo, m/z: 273.017. Haiineno, %: C 43.69; H 4.09;
N 1017, S 23.54. C]oH]]FNzOzSz. BI)I‘II/ICJ'IGHO, %: C 4378,
H 4.04; N 10.21; S 23.38.

4-(1,5,3-Turnazenan-3-uia)-2-aurpodenon (5g). Boxon
0.23 r (86%), kpacHbie KpUCTaJUIbl, T. M. 186—188 °C,
R:0.90 (CHCI;-EtOH, 2:1). YO crekTp, Amax, HM: 258, 453.
UK crektp, v, eM : 567 (C-H), 618 (C-S), 681 (C-S), 755
(C-S-C), 817 (C—H), 861 (C-H), 1079 (C-OH), 1200 (C-N),
1227 (C-N), 1251 (C-N), 1304 (CH,), 1423 (CH,), 1531
(NO;), 2854 (CH,), 2924 (CH,), 3083 (=C-H). Cmextp
SMP 'H, 8, m. 1. (J, Tn): 3.07 (4H, ¢, S(CH,),S); 4.79 (4H,
¢, SCH,NCH,S); 7.06 (1H, n, J= 7.6, H Ar); 7.27 (1H, 1. x,
'J=74,°J=24,H Ar); 7.38 (1H, n, J = 2.4, H Ar); 8.31
(1H, ¢, OH). Crektp SIMP °C, §, m. 1.: 34.3 (S(CH,),S);
54.5 (SCH,NCH,S); 111.3 (C Ar); 120.1 (C Ar); 124.8
(C Ar); 136.9 (C Ar); 138.4 (C Ar); 145.8 (C Ar). HaiineHo,
m/z: 271.013 [M-H]". C;oH;iN,O5S,. Brrumucneno, m/z:
271.021. Haiineno, %: C 44.18; H 4.39; N 10.32; S 23.43.
C10H12N20382. BBI‘[I/ICHCHO, %: C 4410, H 444, N 1029,
S 23.55.

[uKJI0OTHOMETWIMPOBAHHE HUTPOAHWJIUHOB 4f,g
CH;0O u anudaTuyecKuMu 0,-I1UTHOJAMU (00II1ast METO-
nuka). CMech 1 MMOJIb COOTBETCTBYIOIIETO 0,(0-AUTHOJIA H
0.15 mi (2 mmonw) 37% QopmanvHa mepeMemnBaT Mpu
KOMHAaTHOW Temreparype B TedeHume 30 MuH. 3areM 1o
KasiM - pobaBimtror 1 MMone  HuTpoaHmnnHa  4f,g,
PacTBOPEHHOTO B 5 MJI COOTBETCTBYIOIIETO PACTBOPHUTEIIS
(coenunenne 4f — B CHCI;, coennnenne 4g — B8 Me,CO),
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u 0.02 r (5 mon. %) SmCl;-6H,0. CMech iepeMenInBamT B
teueHue 3—4 4 npu 40 °C, 3aTeM ynapuBaroT Ha POTOPHOM
ucnapurene. [IpoayKT OYHMIAIOT KOJOHOYHOW XpOMAaTo-
rpadueii.
3-(3-Hutpo-4-propdenni)-1,5,3-nutuazokan  (6a).
Bexon 0.26 t (90%), »xenTslit mopomok, T. mwi. 125-127 °C,
R¢0.80 (PhH-EtOAc, 4:1). MK crextp, v, cM ': 624 (C-S),
705 (C-S), 733 (C-S-C), 812 (C-H), 847 (C-N), 970 (C-H),
1148 (C-N), 1241 (C-N), 1282 (C-F), 1350 (NO,"), 1540
(NO,"). Cnextp SIMP 'H, &, m. 1. (J, I'm): 1.83-1.89 (2H,
M, SCHQCHQCst), 2.71 (4H, T, J= 58, SCHQCHzCﬂZS),
4.77 (4H, c, SCH,NCH,S); 7.13-7.52 (3H, m, H Ar).
Cnexrp SIMP °C, 8, m. 1. (J, T'y): 29.1 (¢, SCH,CH,CHS,S);
31.9 (c, SCH,CH,CH,S); 56.7 (c, SCH,NCHS,S); 109.6 (x,
“Jor = 3.0, C Ar); 119.0 (1, YJer = 21.9, C Ar); 119.9 (n,
3Jcr = 7.2, C Ar); 137.9 (¢, C Ar); 139.9 (c, C Ar); 148.9
(n, 'Jor = 255.7, C—F). Haiineno, m/z: 289.220 [M+H]".
C11H14FN,0,S,. Brraucneno, m/z: 289.048. Haiigeno, %o:
C 45.78; H 4.60; N 9.67; S 22.11. C;H3FN,0,S,. Bpruuc-
neHo, %: C 45.82; H4.54; N 9.71; S 22.24.
3-(3-Hurtpo-4-propdpennn)-1,5,3-rutuazonan  (6b).
Beixon 0.22 1 (73%), xenroe macno, Ry 0.82 (PhH-EtOAc,
3:1). MK criektp, v, eM ': 596 (C-S), 755 (C-S—C), 815 (C-H),
1140 (C-N), 1219 (C-N), 1243 (C-N), 1273 (C-F), 1348
(NOy), 1418 (C-H), 1454 (CH,), 1538 (NO;y), 1672
(C=C), 2854 (CH,), 3065 (CH,). Cniextp SIMP 'H, &, m. 1.
(/, Tm): 1.71 (4H, ym. ¢, SCH,CH,CH,CH,S); 2.56 (4H,
yur. ¢, SCH,(CH,),CH,S); 4.61-4.63 (4H, m, SCH,NCH,S);
7.18-7.22 (2H, M, H Ar); 7.56 (1H, ym. c, H Ar). Cnextp
AMP BC, 8, m. a. (J, T'm): 28.8 (c, SCH,CH,CH,CH,S);
31.1 (c, SCHy(CH,),CH,S); 54.4 (¢, SCH,NCH,S); 111.7
(yur. ¢, C Ar); 118.9 (1, “Jer =22.0, C Ar); 122.0 (1, *Jop = 7.2,
C Ar); 1374 (c, C Ar); 143.0 (c, C Ar); 149.1 (x,
er 257.0, C-F). Haiineno, m/z: 302202 [M]".
C,HsFN,0,S,. Beruucaeno, m/z: 302.056. Haiineno, %:
C 4771, H 507, N 919, S 21.33. C]zH]sFNzOzSz. Brerunc-
neHo, %: C 47.66; H 5.00; N 9.26; S 21.21.
3-(3-Hutpo-4-¢propdennn)-1,5,.3-murnazexan (6¢). Bexon
0.23 r (76%), xentoe macio, Ry 0.83 (PhH-CH,Cl-EtOAc,
3:1:1). UK cmextp, v, cM 'z 597 (C-S), 734 (C-S—C), 815
(C-H), 1139 (C-N), 1217 (C-N), 1243 (C-N), 1348 (CH,),
1419 (C-H), 1456 (CH,), 1537 (NO,), 2854 (CH,), 2925
(CH,). Cniextp IMP 'H, 8, m. 1. (J, T'm): 1.49-1.51 (2H, m,
S(CHz)gCHQ(CHz)zS), 1.62 (4H, yuL. ¢, SCHQCHQCHQCHQCHQS),
2.51-2.60 (4H, ™, SCH,(CH,);CH,S); 4.62 (4H, c,
SCH,NCH,S); 7.17-7.22 (2H, m, H Ar); 7.57 (1H, ym. ¢, H Ar).
Criextp SIMP °C, 8, m. 1. (J; T'r): 28.0 (¢, S(CH,),CHx(CH,),S);
29.4 (¢, SCH,CH,CH,CH,CH,S); 31.4 (c, SCH,(CH,);CH,S);
54.4 (c, SCHNCH,S); 111.6 (ym. ¢, C Ar); 1189 (x,
*Jer = 21.9, C Ar); 121.9 (1, *Jer = 7.0, C Ar); 137.3 (c,
C Ar); 143.0 (c, C Ar); 149.1 (n, Jor = 256.5, C-F).
Haiineno, m/z: 317.333 [M+H]". C13HsN>0,S,. Brruncineso,
m/z: 317.079. Haiineno, %: C 49.43; H 5.37; N 8.94;
S 20.39. C13H17N20282. BBI‘II/ICJ'ICHO, %: C 4935, H 542,
N 8.85; S 20.27.
3-(3-Hurpo-4-dpropdennn)-1,5-1urna-3-azauukioyHaekaH
(6d). Beixon 0.24 t (71%), xentoe macno, Ry 0.88 (PhH—
CH,CL,—EtOAc, 4:1:1). UK cmextp, v, cM : 670 (C-S),
736 (C-S—-C), 815 (C-H), 1150 (C-N), 1220 (C—-N), 1244
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(C-N), 1272 (C-F), 1347 (NO; ), 1420 (C-H), 1458 (CH,),
1537 (NO,), 2854 (CH,), 2924 (CH,). Crextp SIMP 'H,
S, m. a.: 1.33-1.40 (4H, M, S(CH,),CH,CH,(CH,),S); 1.62
(4H, ym. ¢, SCH,CH,(CH,),CH,CH,S); 2.51-2.61 (4H, M,
SCH,(CH,),CH,S); 4.62 (4H, c, SCH,NCH,S); 7.18-7.23
(2H, m, H Ar); 7.57 (1H, yur. ¢, H Ar). Crextp SIMP °C,
S, M. 1. (J, I'm): 28.4 (¢, S(CH,),CH,CH,(CH,),S); 29.7 (c,
SCH,CH,(CH,),CH,CH,S); 31.5 (¢, SCH,(CH,)4CH,S);
54.3 (¢, SCH,NCH,S); 111.6 (ym. ¢, C Ar); 118.9 (x,
2JCF =21.9, C Ar); 121.9 (z, 3JCF = 5.7, C Ar); 137.3 (c,
C Ar); 143.1 (¢, C Ar); 149.1 (m, Jer = 255.9, C-F).
Haﬁ[{eHo, m/z: 331.225 |:1\/I+I_I]Jr C14H20FN20282. Brrunc-
neno, m/z: 331.095. Haiineno, %: C 50.96; H 5.74; N 8.55;
S 19.30. C14H9FN,0O,S,. Beruncneno, %: C 50.89; H 5.80;
N 8.48; S 19.41.
3-(3-Hutpo-4-¢propdennn)-1,5-nurua-3-a3anmkiorpu-
nexkan (6e). Boixon 0.20 r (56%), xenroe macno, Ry 0.88
(PhH—CH,CL—EtOAc, 5:1:1). MK criextp, v, cM ': 756 (C-S),
814 (C-H), 1077 (C-N), 1243 (C-N), 1271 (C-F), 1347
(NO;y), 1420 (C-H), 1460 (CH,), 1536 (NOy), 2853
(CH,), 2925 (CH,). Cnektp SIMP 'H, &, m. 1.: 1.25-1.30
(4H, ™M, S(CH,);CH,CH,(CH,);S); 1.34-1.37 (4H, wm,
S(CH,),CHy(CH,),CH»(CH»),S);  1.59-1.62 (4H, ™,
SCH,CH,(CH,),CH,CH,S); 2.56-2.60 (4H, M,
SCH,(CH,)sCH,S); 4.63 (4H, ¢, SCH,NCH,S); 7.18-7.22
(2H, m, H Ar); 7.58-7.59 (1H, m, H Ar). Criextp SIMP °C,
6, m. n. (J, I'm): 28.8 (¢, S(CH,);CH,CH,(CH,);S);
29.0 (¢, S(CH),CH»(CH2),CH»(CH,),S);  29.8 (e,
SCH,CH,(CH,)4,CH,CH,S); 31.6 (c, SCH,(CH,)sCH,S);
54.3 (¢, SCH,NCH,S); 111.6 (ym. ¢, C Ar); 118.8 (x,
2Jer = 17.5, C Ar); 121.8 (1, *Jep = 2.2, C Ar); 137.4 (c,
C Ar); 1432 (c, C Ar); 149.1 (1, "Jor = 205.7, C-F).
Haiineno, m/z: 358.155 [M]". C 4H23FN,0,S,. Brraucneso,
m/z: 358.118. Haiigeno, %: C 53.67; H 6.54; N 7.75;
S 17.76. C16H23FN20282. BI)I‘II/ICJ'IeHO, %: C 5361, H 647,
N 7.81; S 17.89.
4-(1,5,3-Iurnazoxan-3-ui)-2-uutpodenon (7a). Boxon
0.26 T (91%), kpacHbie KpUCTaJUIBI, T. 1. 167-169 °C,
Ry 0.69 (PhH-Me,CO, 4:1). UK cmektp, v, cM " 561
(C-H), 587 (C-S), 669 (C-H), 757 (C-S-C), 821 (C-H),
1077 (C-OH), 1143 (C-N), 1215 (C-N), 1308 (CH,), 1426
(CH,), 1537 (NOy), 2853 (CH,), 2925 (CH,), 3019 (=C-H).
Cnektp SIMP 'H, &, m. n. (J, Tu): 1.85 (2H, kB, J = 5.8,
SCH,CH,CH,S); 2.72 (4H, 1, J = 5.8, SCH,CH,CH,S);
4.77 (4H, ¢, SCH,NCH,S); 7.16-7.54 (3H, m, H Ar); 10.22
(1H, ¢, OH). Cnektp SIMPC, &, m. a. (J, T'm): 29.1
(SCH,CH,CH,S); 32.1 (SCH,CH,CH,S); 56.7 (SCH,NCH,S);
107.3 (C Ar); 120.6 (C Ar); 124.3 (C Ar); 133.8 (C Ar);
136.8 (C Ar); 148.5 (C Ar). Haiinero, m/z: 287.095 [M+H]".
C1H5sN,O3S,. Brruucaeno, m/z: 287.052. Haiineno, %:
Brruucneno, %: C 46.14; H 4.93: N 9.78; S 22.39.
4-(1,5,3-Turnazonan-3-ui)-2-uurpodenon (7b). Boxon
0.20 r (67%), xpacHoe macno, Ry 0.83 (PhH-Me,CO, 5:1).
UK crextp, v, cM : 561 (C—-H), 587 (C-S), 669 (C-H),
756 (C-S-C), 822 (C-H), 887 (C-H), 1077 (C-OH), 1142
(C-N), 1215 (C-N), 1308 (CH,), 1426 (CH,), 1537 (NO;),
2854 (CH,), 3019 (=C—H). Criextp SIMP 'H, &, m. 1.: 1.69
(4H, ym. c, SCH,CH,CH,CH,S); 2.56 (4H, ym. c,
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SCH,(CH,),CH,S); 4.57-4.60 (4H, m SCH,NCH,S); 7.08—
7.10 (1H, m, H Ar); 7.28-7.30 (1H, m, H Ar); 7.58 (1H, c,
H Ar); 10.21 (1H, ¢, OH). Cnextp SIMP °C, &, m. 1.: 28.8
(SCH,CH,CH,CH,S); 31.1 (SCH,(CH,),CH,S); 54.5
(SCH,NCH,S); 110.5 (C Ar); 120.6 (C Ar); 127.4 (C Ar);
133.5 (C Ar); 140.2 (C Ar); 149.2 (C Ar). Haiineno, m/z:
299.153 [M-H]". C;H;sN,OsS,. Boruucriero, m/z: 299.052.
Haiineno, %: C 47.89; H 5.44; N 9.40; S 21.23. C,H (N>O;S,.
Brruucaeno, %: C 47.98; H 5.37; N 9.33; S 21.35.

4-(1,5,3-Iurnazexkan-3-ui)-2-aurpodenon (7c). Boixon
0.18 r (57%), xpacuoe macio, Ry 0.88 (PhH-Me,CO, 6:1).
UK crextp, v, cM 'z 561 (C-H), 588 (C-S), 669 (C-H), 757
(C-S-C), 822 (C—H), 1077 (C-OH), 1141 (C-N), 1215 (C-N),
1307 (CH,), 1427 (CH,), 1537 (NO,), 2856 (CH,). Crektp
SMP 'H, 8§, M. 1.: 1.46-1.48 (2H, m, S(CH,),CH,(CH,),S);
1.58-1.61 (4H, m, SCH,CH,CH,CH,CH,S); 2.49-2.57 (4H, wm,
SCH,(CH,);CH,S); 4.58 (4H, c, SCH,NCH,S); 7.08-7.10
(1H, M, H Ar); 7.28-7.31 (1H, M, H Ar); 7.58 (1H, ¢, H Ar);
10.21-10.23 (1H, M, OH). Criextp SIMP °C, &, m. 1.: 28.0
(S(CH,),CHy(CH,),S);  29.4  (SCH,CH,CH,CH,CH,S);
31.4 (SCH,(CH,);CH,S); 54.4 (SCH,NCH,S); 110.3 (C Ar);
120.5 (C Ar); 127.3 (C Ar); 133.4 (C Ar); 140.3 (C Ar);
149.2 (C AI') HaﬁaeHo, m/z: 313.143 [l\/I—H]Jr C13H17N203SQ.
Brruncieno, m/z: 313.068. Haiigeno, %: C 49.58; H 5.84;
N 885, S 20.52. C]3H]8N203SQ. BI)I‘II/ICJ'ICHO, %: C 4966,
H 5.77; N 8.91; S 20.40.

4-(1,5-Iutua-3-azauukioynaekanui)-2-uurpogenon (7d).
Beixon 0.22 1 (67%), kpacuoe macino, Ry 0.88 (PhH-CH,Cl,—
Me,CO, 4:1:1). UK crextp, v, cM ': 561 (C—H), 587 (C-S),
663 (CS), 672 (C-H), 757 (C-S-C), 822 (C-H), 1076 (C-OH),
1142 (C-N), 1205 (C-OH), 1237 (C—N), 1304 (CH,), 1425 (CH,),
1536 (NO5), 2854 (CH,), 2924 (CH,). Cnextp SIMP 'H,
6, M. 1. (J, I'm): 1.34-1.35 (4H, m, S(CH,),CH,CH,(CH,),S);
1.54-1.57 (4H, M, SCH,CH,(CH,),CH,CH,S); 2.47-2.53
(4H, M, SCH,(CH,),CH>S); 4.57 (4H, ¢, SCH,NCH,S); 7.07
(1H, n, J= 8.8, H Ar); 7.27 (1H, n, J= 8.8, H Ar); 7.56 (1H, c,
H Ar); 10.19 (1H, ¢, OH). Crektp SIMP °C, &, m. 1. 28.4
(S(CH;),CH,CHx(CH,),S); 29.7 (SCH,CH,(CH,),CH,CH,S);
31.5 (SCH»(CH;)4CH,S); 54.4 (SCH,NCH,S); 110.3 (C Ar);
120.5 (C Ar); 127.3 (C Ar); 133.4 (C Ar); 140.3 (C Ar);
149.0 (C Ar). Haiineno, m/z: 329.215 [M+H]". C4H,N,05S,.
Brrurcneno, m/z: 329.099. Haiineno, %: C 51.27; H 6.09;
N 861, S 19.43. C]4H2()N203Sz. BLI‘II/ICHeHO, %: C 5120,
H 6.14; N 8.53; S 19.52.

HuKJI0THOMETHIINPOBAHUE HUTPOAHWIMHOB 4f,g
CH,O u 3,6-nuoxca-1,8-okranantuosiom (obmias mMero-
muka). Cmech 0.16 ma (1 mmonb) 3,6-muokca-1,8-okTan-
mutrona u 0.15 min (2 mmons) 37% dopmannaa nepeme-
IIMBAIOT P KOMHATHOM TeMrieparype B TeueHue 30 MuH.
3aTeM Mo KamisiM J00aBISAOT | MMOJNb HUTPOAHHWIWHA
4f,g, paCTBOPEHHOTO B 5 MIJI COOTBETCTBYIOIIETO PacTBO-
purens (coenunenue 4f — B CHCl;, coennnenne 4g — B
Me,CO), u 0.02 t (5 momb. %) SmCl;-6H,0. Cmech niepe-
memmuBatoT nipu 40 °C B Teuenue 3—4 4, 3aTeM TPOAYKT
YOApUBAIOT HA pPOTOPHOM HCIHAPHUTEIE U  OYHIAIOT
KOJIOHOYHOH Xpomarorpadueii.

3-(4-@T1op-3-aurpodenn)-1,11-1uoxca-4,8-1urna-6-
azanukiaorpuaexan (8a). Beixox 0.27 r (74%), sxentoiid
mopomiok, T. 1. 114-117 °C, R; 0.76 (PhH-EtOAc, 1:2).
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UK crextp, v, cM 't 549 (C-H), 592 (C-S), 686 (C-S), 707
(C-H), 756 (C-S—C), 807 (C-H), 1072 (C-0-C), 1112 (C-N),
1138 (C-0-C), 1215 (C-N), 1245 (NO;), 1266 (C-0-C),
1281 (C-F), 1349 (NO,), 1386 (O-H), 1422 (C-OH),
1450 (CHy), 1539 (NO;). Crnektp SAMP H, &, M. 1. (/, T):
269 (4H, T, J 4.6, 2SCH,CH,0); 3.71 (4H, c,
OCH,CH;0); 3.92 (4H, 1, J = 4.6, 2SCH,CH,0); 5.11 (4H,
¢, SCH,NCH,S); 7.15-7.22 (2H, m, H Ar); 7.60-7.62 (1H,
M, H Ar). Cmektp SIMP °C, 8, m. x (J, T'm): 29.2
(2SCH,CH,0); 55.0 (SCH,NCH,S); 70.2 (OCH,CH,0);
74.8 (2SCH,CH,0); 109.5 (1, *Jer = 2.2, C Ar); 118.7 (x,
2Jer = 17.4, C Ar); 119.8 (1, *Jor = 5.5, C Ar); 137.5 (n,
Jer=6.1, C Ar); 142.5 (¢, C Ar); 148.5 (n, 'Jer = 203.6, C Ar).
Cnextp SIMP "F, §, m. 1.: —~132.9. Haiineno, m/z: 361.039
[M-H]". C4H,sFN,O,S,. BeruncneHo, m/z: 361.069. Haiinero,
%: C 4645, H 522, N 781, S 17.76. C]4H19FN20482.
Brruucaeno, %: C 46.39; H 5.28; N 7.73; S 17.69.

4-(1,11-Auoxca-4,8-1uTna-6-a3aunMKJIOTPUAE KAH U )-
2-nutpodenon (8b). Bexon 0.28 r (78%), kpacHbIi
mopomiok, T. i 126-129 °C, Ry 0.90 (PhH—CH,Cly—
Me,CO, 4:1:1). UK cnektp, v, cM : 561 (C—H), 585 (C-S),
649 (C-S), 756 (C-S-C), 821 (C-H), 847 (C-N), 1075
(C-0OH), 1114 (C-N), 1140 (C-0-C), 1206 (C-N), 1237
(C-N), 1280 (C-0O-C), 1349 (NOy), 1426 (CH,), 1536
(NO,"), 2855 (CH,), 2924 (CH,). Cniextp SIMP 'H, §, m. 1.
(/, Tn): 2.66 (4H, T, J = 4.6, 2SCH,CH,0); 3.68 (4H, c,
OCH,CH,0); 3.89 (4H, 1, J = 4.6, 2SCH,CH,0); 5.07 (4H,
¢, SCHNCH,S); 7.07 (1H, n, J = 9.2, H Ar); 7.33-7.34
(1H, m, H Ar); 7.59 (1H, 1, J = 2.8, H Ar); 10.15 (1H, c,
OH). Criextp SIMP °C, 8, m. a.: 29.2 (2SCH,CH,0); 55.1
(SCH,NCH,S); 70.2 (OCH,CH,0); 74.8 (2SCH,CH,0);
107.0 (C Ar); 120.3 (C Ar); 124.6 (C Ar); 133.7 (C Ar);
139.5 (C Ar); 148.1 (C Ar). Haiineno, m/z: 359.120 [M-H]".
C14H19N,OsS,. Brruncneno, m/z: 359.074. Haiigeno, %:
C 4672, H 563, N 769, S 17.65. C14H20N20582. Brerunc-
neHo, %: C 46.65; H5.59; N 7.77; S 17.79.

HccnenoBanue cOpOLMOHHBIX CBOWCTB CO€IMHEHU
2a u 3. CopOIMOHHbIE XapaKTEPUCTUKU COEIMHEHUH 2a, 3
n3y4dajii CTaTUYECKUM METOAOM OTHACJIbHBIX HABECOK IIPU
temneparype 20 £ 0.5 °C co cKOpOCTBIO MepeMeIInBaHHS
800 00/mMuH (MarHuTHas Mewanka tuna MM 2A) wu
BpeMeHeM koHTakTta (a3 20 mun st naywtaaus(1l), 60 mux
s cepeopa(l).

PeHTreHOCTPYKTYpHOe HCCJIeA0BAHNE COeTUHEHMIt
2a,b, 3, 5d,g, 8b. Kpucramiel coenuHeHWi, MPUTOTHBIC
A4 PEHTTCHOCTPYKTYPHOI'O aHajln3a, IMOJYYCHBI ITYyTEM
MEIJICHHOTO HCIIAPEHHUS JJIIOCHTA NP KOMHATHOW TeMIIe-
parype: coenunenue 2a — n-CgH,—CHCI;, 1:2; coenunenue
2b — PhH-CHCIl;, 1:1; coemunenue 3 — yukno-CgHir—
CH,Cl,, 1:1; coequnenue 5d — PhH-EtOAc—Me,CO, 1:2:1;
coenuaenue 5g — CHCL;-EtOH, 2:1; coequnenne 8b — PhH—
CH,C1,-Me,CO, 4:1:1. HUccnemoBaHus TpOBEIACHBI Ha
mudpakromerpe Xcalibur Gemini Eos, obopymoBanHOM
npoctparcTBeHHBIM aertektopoM EOS CCD (rpaduToBbrii
MoHoxpomatop, MoKa-m3nydenue, A 0.71073 A, o-ckann-
poBanwue, 20,,.x 62°). Coop u 06paboTKa JTaHHBIX BBIMOJ-
HEHbI ¢ Hcnonmb3oBanueM nporpammsl CrysAlis™ Oxford
Diffraction Ltd.*® Crpykrypsl pacmudpoBaHel IpSIMbIM
METOJOM M yTO4YHeHbl mosiHoMarpuuHsiM MHK B anuzo-
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TPOIIHOM MPHUOJIMKEHUH ISl HEBOAOPOJHBIX aTOMOB.
ATOMBI BOJOpOJA JIOKAJIN30BaHbI B Pa3HOCTHOM CHHTE3€
@®ypbe ¥ yTOUHEHBI M30TPONHO. PacueTsl BBHIMONHEHBI 110
NporpaMme SHELX.” Tlonusre PEHITEHOCTPYKTYPHBIE
JlaHHbIE JIeOHUpOBaHbl B KeMOpHmIKCKOM OaHKe CTpyK-
TypHBIX AaHHBIX (HenoHeHTsl CCDC 1471862 (coenune-

Hue 2a), CCDC

1471855 (coemmuenue 2b), CCDC

1471853 (coemunenue 3), CCDC 1474965 (coeaunenue
5d), CCDC 1471945 (coemunenue 5g), CCDC 1471852
(coenuncnue 8b)).

Paboma evinonnena npu QuHancosol nododepoicke

PODU (npoexmvr Ne 14-03-00240-a, Ne 14-03-97023-
p_llosonncve _a) u Munucmepcmea obpazosanus u HAyKu
Poccuiickoi @edepayuu (epanm HII-6651.2016.3).

CmpyxmypHule uccied08anus coeOuHeHul npoeedeHsl 6

Llenmpe xonnexmugnozo nonvsosanus "Aeudens” npu Hncmu-
myme negpmexumuu u kamanuza PAH.

10

Cnucok auTepaTrypsl

(a) Multicomponent Reactions: Concepts and Applications for
Design and Synthesis; Herrera, R. P.; Marqués-Lopez, E.,
Eds.; Wiley-VCH: Verlag, 2015, p. 10. (b) Multicomponent
Reactions in Organic Synthesis; Zhu, J.; Wang, Q.; Wang, M.-X.,
Eds.; Wiley-VCH: Verlag, 2014, p. 328.

Dasari, R.; Komienko, A. Chem. Heterocycl. Compd. 2014,
50, 139. [Xumus eemepoyurn. coeounenuti 2014, 160.]
Jomuno-peakyuu 6 opeanuveckom cunmese; Turtne, JL;
Bpaue, I'.; T'epuxke, K. M., Pen.: BUHOM: Mockga. 2013, c. 592.
Green Chemistry: Theory and Practice; Anastas, P. T.;
Warner, J. C., Eds.; Oxford University Press: New York,
1998, p. 30.

(a) Akhmetova, V. R.; Nadyrgulova, G. R.; Niatshina, Z. T.;
Dzhemilev, U. M. Chem. Heterocycl. Compd. 2009, 45, 1155.
[Xumus 2emepoyuUK. coeouneHull 2009, 1443.]
(b) Dotsenko, V. V.; Frolov, K. A.; Krivokolysko, S. G.
Chem. Heterocycl. Compd. 2015, 51, 109. [Xumus
cemepoyuxi. coedunenut 2015, 51, 109.]

Akhmetova, V. R.; Khabibullina, G. R.; Rakhimova, E. B.;
Vagapov, R. A.; Khairullina, R. R.; Niatshina, Z. T.;
Murzakova, N. N. Mol. Diversity 2010, 14, 463.

Khafizova, S. R.; Akhmetova, V. R.; Korzhova, L. F;
Tyumkina, T. V.; Nadyrgulova, G. R.; Kunakova, R. V.
Kruglov, E. A.; Dzhemilev, U. M. Russ. Chem. Bull., Int. Ed.
2005, 54, 432. [HU36. AH, Cep. xum. 2005, 423.].

(a) Akhmetova, V. R.; Niatshina, Z. T.; Khabibullina, G. R.;
Bushmarinov, I. S.; Borisova, A. O.; Starikova, Z. A,
Korzhova, L. F.; Kunakova, R. V. Russ. Chem. Bull., Int. Ed.
2010, 59, 1002. [M36. AH, Cep. xum. 2010, 980.]
(b) Akhmetova, V. R.; Nadyrgulova, G. R.; Niatshina, Z. T.;
Khairullina, R. R.; Starikova, Z. A.; Borisova, A. O.;
Antipin, M. Yu.; Kunakova, R. V.; Dzhemilev, U. M.
Heterocycles 2009, 78, 45.

Akhmetova, V. R.; Vagapov, R. A.; Nadyrgulova, G. R.;
Tyumkina, T. V.; Starikova, Z. A.; Antipin, M. Yu;
Kunakova, R. V.; Dzhemilev, U. M. Tetrahedron 2007, 63, 11702.

. Akhmetova, V. R.; Nadyrgulova, G. R.; Khafizova, S. R.;

Tyumkina, T. V.; Yakovenko, A. A.; Antipin, M. Yu.;
Khalilov, L. M.; Kunakova, R. V.; Dzhemilev, U. M. Russ.
Chem. Bull., Int. Ed. 2006, 55, 312. [H36. AH, Cep. xum.
2006, 305.]

848

11.

12.

13.

14.

15.

16.

17.

18.

19.

20.

21.

22.

23.

24.
25.

26.

27.

28.
29.

(a) Akhmetova, V. R.; Makhmudiyarova, N. N.
Bushmarinov, I. S.; Khabibullina, G. R.; Galimzyanova, N. F.
Chem. Heterocycl. Compd. 2013, 49, 1224. [Xumusa
eemepoyuxi. coeounenuti 2013, 1311.] (b) Akhmetova, V. R.;
Murzakova, N. N.; Tyumkina, T. V.; Khabibullina, G. R.;
Bushmarinov, I. S.; Korzhova, L. F.; Galimzyanova, N. F.
Russ. Chem. Bull., Int. Ed. 2012, 61, 2140. [U3s. AH, Cep.
xum. 2012, 2123.] (c¢) Akhmetova, V. R.; Murzakova, N. N.;
Khabibullina, G. R.; Galimzyanova, N. F. Russ. J. Appl.
Chem. 2011, 84, 225. [2Kypn. npuxn. xumuu 2011, 84, 229.]
Akhmetova, V. R.; Khairullina, R. R.; Parfenova, T. I;
Sufiyarova, R. Sh.; Bashkatov, S. A.; Kunakova, R. V. Pharm.
Chem. J. 2011, 44, 534. [ Xum.-ghapm. orcypn. 2010, 44(10), 13.]
(a) Ozgelik, A. B.; Ersan, S.; Ural, A. U.; Ozkan, S.; Ertan, M.
Arzneim. Forsch. 2007, 57, 554. (b) Kamal, A. Heterocycles
1990, 31, 1377.

(a) Talismanova, M. O.; Sidorov, A. A.; Aleksandrov, G. G.;
Charushin, V. N.; Kotovskaya, S. K.; Ananikov, V. P
Eremenko, 1. L.; Moiseeva, 1. 1. Russ. Chem. Bull., Int. Ed.
2008, 57, 47. [HU36. AH, Cep. xum. 2008, 45.] (b) Bycnaepa, T. M.;
I'pomos, C. IL; Cunopenko, H. U. Poc. xum. srcypn. 2006, L(4),
26.

Afonin, M. V.; Simanova, S. A.; Burmistrova, N. M.,
Shiryaeva, O. A.; Karpov, Yu. A.; Dal'nova, Yu. S.;
Panina, N. S. Inorg. Mater. 2009, 45, 1543. [3as00. nao6.
Jluaenocmuxa mamepuanog 2008, 74(9), 3.]

Afonin, M. V., Simanova, S. A.; Burmistrova, N. M.; Panina, N. S.;
Karpov, Yu. A.; Dal'nova, O. A. Russ. J. Appl. Chem. 2008,
81, 1933. [PKypH. npuxa. xumuu 2008, 81, 1816.]

Akhmetova, V. R.; Anpilogova, G. R.; Khabibullina, G. R.;
Akhmadiev, N. S.; Ibragimov, A. G. Russ. J. Appl. Chem.
2014, 87, 585. [PKypn. npukn. xumuu 2014, 87, 595.]
Anpilogova, G. R.; Akhmadiev, N. S.; Khabibullina, G. R.;
Akhmetova, V. R. Russ. J. Appl. Chem. 2011, 84, 786.
[2Kypn. npuxn. xumuu 2011, 84, 756.]

Khabibullina, G. R.; Akhmetova, V. R.; Abdullin, M. F.;
Tyumkina, T. V.; Khalilov, L. M.; Ibragimov, A. G.;
Dzhemilev, U. M. Tetrahedron 2014, 70, 3502.

Khairullina, R. R.; Akmanov, B. F.; Tyumkina, T. V.
Talipova, R. R.; Ibragimov, A. G.; Dzhemilev, U. M.
Macroheterocycles 20185, 8, 89.

(a) Murzakova, N. N.; Prokofev, K. I.; Tyumkina, T. V.;
Ibragimov, A. G. Russ. J. Org. Chem. 2012, 48, 588. [JKypn.
opean. xumuu 2012, 48, 590.] (b) Makhmudiyarova, N. N.;
Mudarisova, L. V.; Meshcheryakova, E. S.; Ibragimov, A. G.;
Dzhemilev, U. M. Tetrahedron 2015, 71, 259.

Dmitrieva, S. N.; Sidorenko, N. I.; Kurchavov, N. A
Vedernikov, A. 1.; Freidzon, A. Ya.; Kuz'mina, L. G
Buryak, A. K.; Buslaeva, T. M.; Bagatur'yants, A. A.;
Strelenko, Yu. A.; Howard, J. A. K.; Gromov, S. P. Inorg.
Chem. 2011, 50, 7500.

munr, B. C.; Mexos, O. A.; Pyoucos, B. H.; Tpostrockwii, J1. B.;
opoxos, H. A. Paduoxumus 1986, 28, 345.

Schoniger, W. Mikrochim. Acta 1956, 869.

Bepumnus, A. J1.; Hlesuenxo, B. U.; Urymuos, B. C. Ilatent
P® 2242429, 20.12.2004.

I'ma3oypr, C. WU.; Esepckas, H. A.; IlpoxodweBa, 1. B.;
®denopenko, H. B.; Illnenckas, B. W.; benbckuit, H. K.
Ananumuveckas xumus naamuHoevlx memainos; Hayka:
Mocksa, 1972, c. 321.

[Iaraunxuit, U. B.; Cyxan, B. B. Ananumuyecxas xumusa
cepebpa; Hayka: Mocksa, 1975, c. 78.

CrysAlis PRO; Agilent Technologies: Oxfordshire, Yarnton, 2012.
Sheldrick, G. M. SHELX, Program for the Refinement of
Crystal Structure; Gottingen University: Gottingen, 2008.



