XUMHS TETEPOLIMKJIMYECKUX COEJUHEHUMA. — 2014. — Ne 5. — C. 782—787

E. B. Paxumosa'*, P. A. Ucmarumios’, E. C. Memepm«osal,
P. A. Baiinyumnn’, JI. M. Xammnos', A. I'. U6parumos’, V. M. :xemusies'

CHUHTE3 N-THJAPOKCHUAJIKNJI-1,5,3-IUTUA3EITAHOB
HA OCHOBE AMUHOCIIUPTOB

Pa3paboTaHbl KaTATUTHYECKUE METOJIBI CUHTE3a N-TUIPOKCHATKWI-1,5,3-TuTHa3emaHoB
penmkmm3anuen 1-okca-3,6-IUTHAIMKIIOTENTAHA ¢ AMHHOCIIIPTAMHA H MEXMOJICKYJISIPHON
MUKIA3anuei 1,2-3TaHAnTHONA C METOKCHMETIIIAMHUHOCTTHPTAMH.

KiroueBble ciioBa: aMuHOCIIUPTHL, N-TUAPOKCHANKWI-1,5,3-1uTHAa3enaHbl, METOKCH-
METHIIAMHHOCTIUPTEI, 1,2-3TaHIANTHOIN, TETEPOIUKIN3AINS, KaTallN3, PEIHKIN3aIU.

CoracHo maHHBIM paboTHI [1], OOHMM W3 METOIOB CHHTEe3a N-3aMEMIEHHBIX
1,5,3-nuTnazenaHoB SBIAETCS TPEXKOMIIOHEHTHAs KOHICHCAIMS MEPBHYHBIX
aMrHOB ¢ (opmanprmerugoM W 1,2-3TaHautHonoM. Jlpyroid MeToj OCHOBaH Ha
KaTaIUTUYECKON peuukiu3anuu 1,3,5-tpuazun-2-oxa ¢ 1,2-3TaHauTrnonoMm [2] unu
1-okca-3,6-quTHalMKIoOrenTaHa ¢ MEPBUYHBIMM aMHUHAMH, a TaKXX€ Ha IpUMeE-
HEHUH PeaKlyu ITepeaMUHUpOBaHus N-ankui-1,5,3-1muTiHa3enanoB MpOu3BOIHBIMU
aHwimHa [3] win anudatuieckuMu o,®-auaMmuHamu [4]. CBelleHUs O MOyYeHUH
N-runpokcuankun-1,5,3-nuTuazenanoB B JUTEpaType OTCYTCTBYIOT. WHTepec
K JAHHOMY KJIACCY TETePOIMKINYECKHX COCIUHEHUN BBI3BAH BO3MOXHOCTBIO WX
WCTIOJIh30BaHUA B KauecTBe (DyHTUIIUIHBIX Ipernaparos [5, 6].

C uenpro pa3paboTku 3(PPEKTHBHOrO KATAIMTUYECKOTO METOAa CHHTE3a
N-runpokcuankui-1,5,3-1uTua3enanoB Mbl HM3YyYMIM PELUKIN3ald0 1-okca-
3,6-nmutnanukinorentana (1) ¢ amuHOCTIpTamu. [IpeaBapuTEN HBIMU SKCIIEPUMEH-
TaM{ Mbl YCTAaHOBHWJIM, YTO HEKATATUTHUECKOE B3aUMOJCUCTBUE 2-aMUHO-2-METHII-
nponas-1,3-a1ona ¢ 3KBUMOJISPHBIM KOJIMYECTBOM 1-0Kca-3,6-AUTHAIIMKIOTeIITaHa
(1) B cmecu pactBopureneit EEOH-CHCI; npu koMHaTHOM Temmeparype B TEUEHHE
3 4 npuBoaUT K oOpazosanuto 2-(1,5,3-muTHazenan-3-mn)-2-mMeTunmnponan-1,3-1u-
ona (2) c BerxogoMm He Oomee 20%. [lns onmTuMHU3anUM BHIXOJA TETEPOLUKIA 2
penmkim3anuio 1-okca-3,6-aurnanukiorentada (1) ¢ aMHHOCIMPTOM TPOBENN C
y4acTHEM KaTalu3aTOpOB Ha OCHOBe colell mepexomubix Merammo (Cu, Pd, Co,
Ni, Zr, Ti) u penxo3emenbHbix smementoB (Eu, Er, Yb, La, Sm), mokazaBmmx
BBICOKYI0 AaKTHBHOCTh B peakuusAx rerepouukinuzanmu [7, 8]. Haubonburyro
aKTUBHOCTh B JAHHOH peakiuu TMPOSBWIN KaTallM3aTOPhl HAa OCHOBE COJEH
pEeNKO3eMEeIbHBIX JJIEMEHTOB, MpH JToM BbIXox 2-(1,5,3-nutmazenan-3-un)-
2-Metunponas-1,3-auona (2) yBenn4yuBaics B CIEIyIOIIEM Py KaTalu3aTopoB
(5 momb. %): EuCl;-6H,0 (45%), Er(NO;);-6H,0 (49%), YbF; (58%), LaCl;-6H,0
(63%), Sm(NO;);-6H,O (63%), SmCl;-6H,O (67%). M3 uyucna WCHBITAHHBIX B
JAHHOW pEeaKIM TEeTePOTeHHBIX KaTalli3aTOpOB HauOoJjee aKTUBHBIM OKa3ajcs
SmCl;-6H,0, HaHecéHHBII Ha CHIMKAreib, KOTOPBIA MPEABAPUTENILHO MOABEPIIIN
TepMonapoBoii 00padoTke [9]. [Ipu ucnonszoBanuu 10 macc. % SmCl;-H,0/Si0O,
BBIXOJ] reTepouukia 2 coctaBui ~70%.

B pazpabotannbix yenosusx (5 moib. % SmCls-6H,0, EtOH-CHCl;, 20 °C, 3 1)
anmudarnyeckre aMHHOCITHPTHI B3aUMOJICHCTBYIOT C SKBUMOJISIPHBIM KOJIMYECTBOM

782



okcamuTHanukiorentada 1 ¢ obpazoBanmeM N-TUapoKcHankwmi-1,5,3-auTHasemna-
HOB 2—4 ¢ BeIxogamu 64—77%. 1,3-/IluamuHOMIpoIIaH-2-011 B T€X Ke yCIOBUSIX B3aUMO-
JIEHCTBYET C coemuHeHrneM 1 B MOJTBHOM COOTHOIIIEHUH 1:2 ¢ CeTeKTUBHBIM 00pa3oBa-
HueMm Ouc-1,5,3-auTnazenana S ¢ Berxogom 55%. Cnemgyer OTMETHTD, YTO 2-aMHHO-
2-(ruIpoKCHMETIIT)Iponan-1,3-11on oTinuyaeTcs HU3KOM PEeakIMOHHOW Crocod-
HOCTBIO M B YCIIOBUSAX JaHHOHM peakmuu oOpa3zyeT COOTBETCTBYOImiA 1,5,3-murna-
3emnaH 6 B CJICIOBBIX KOJIMYECTBAX, MICHTH(DUIMPOBAHHBIA MAaCC-CIIEKTPOMETPHUESCKH.
™

N OH S
1 9,< r j7

> R 2 N
5 moins. % SmCl;-6H,0, 6
EtOH-CHCI,, koMH. T., 3 4

1

Y

5 monb. % SmCl;-6H,0,
EtOH-CHCI,, xoMH. T., 3 4

/\(\
OH
2N/\(\NH2 1 (2 7kB.) o
OH

5 monb. % SmCl;-6H,0,
EtOH-CHCI,, kxoMH. T., 3 4

1

5 moinsb. % SmCl;-6H,0,
EtOH-CHCI,, xoMH. T., 3 4

B criektpax IMP 'H coemmnennii 2—5 XapaKTepHCTHUCCKUMH SBIISIOTCS CHTHA-
JIBI paBHOW MHTeHCHBHOCTU B obmactu 3.02-3.11 u 4.17—4.45 M. &1., oTHOCSIIHECS
K METHJICHOBBIM MpoToHaM 1,5,3-autnazenanoBoro uukia. Jns cnexkrpos SAMP Bc
COEIMHEHUN 2—5 XapaKTepHO HAJIMYUE CUTHANOB mpHu 35.9-36.6 u 54.4-60.1 m. 1.,
KOTOpBbIE OTBEYAIOT YIJIEPOJHBIM aTOMaM, PACIOJIOKECHHBIM MEXIY IBYMS aTOMaMH
Cepbl U aTOMaMH CEpPbl M a30Ta COOTBETCTBEHHO. OTHECEHHE OCTAJIbHBIX CUTHAJIOB
NPOBENICHO Ha OCHOBaHMHU AByMepHbIX romMo- (COSY, NOESY) u rereposaepHbIx
(HSQC, HMBC) skcnepumentos SIMP. [lpemioskeHHble CTPYKTYpbl HOATBEPK-
JIAI0TCSl pEerucTpanuell MOJEKYJISPHBIX MUKOB B MAacC-CIEKTpax MOJIOKUTENBHBIX
MOHOB, TOJyYEHHBIX HOHU3ALMEH C MOMOILBIO JIa3epHON I1eCOpPOLMH U3 MaTPHILIbI,
C perucrpanued uX BpeMeHH mposéTa B oTpakareidbHOM pexume (MALDI
TOF/TOF, paszpemenue 0.001 a. e.).

CornacHo panHeiM PCA (pHUCYHOK), COEOMHEHHE 5 KPHCTAJUIM3YeTCs B MOHO-
KJIMHHOW KPHUCTAJUIMYECKOH CHCTEME M COOTBETCTBYET IIPOCTPAHCTBEHHOM IpYyIIIE
P2,/n. JluTnazenaHoBele (GparMeHTHl MOJIEKYJIbl NPUHUMAIOT KOH(GOPMALUIO
"TBUCT-BaHHA" ¢ BbIXO#aMu atoMoB cepbl S(1) m S(2) cooTBeTCTBEeHHO Ha
—0.583 u —0.825 A u3 mnockoctu, npoxoasmeii yepes atomsl N(1), C(7), C(10),
C(14) u C(13) B mepBoM Koubile. Bo BTopoM Kosblle OTKIOHeHHE aToMOB S(3) u
S(4) ot mmockoctH, npoxoasmeit yepe3 atoMmel N(2), C(9), C(11), C(12) u C(6),
cocrapisier cootBercTBeHHo 0.591 u 0.762 A. YkazaHHble MIOCKOCTH pacmoJio-
JKEHBI OTHOCHUTENBHO JIPYT JIpyra moj yriom 122.97°.
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Puc. 1. MonexynspHas CTpyKTypa COCAUHEHUS 5 B [IPEJCTAaBICHUH aTOMOB
3JUIUIICONIAMH TEIUIOBBIX KosebaHui ¢ 50% BeposTHOCTEIO

B nponomkenne mpoBOAMMBIX HCCIIEIOBAHHA B 00IACTH CHHTE3a HACKHIIIEHHBIX
S,N-rerepouuknos [10], a Tarke pa3paOOTKH HOBOIO METOAA CHHTE3a N-TUAPOKCH-
ankui-1,5,3-muTHa3enaHoB Mbl HM3YYWIA TETEPOIMKIN3AIUI0 METOKCHUMETHII-
npo3BoaHbIX [11-13] amuuocmupToB ¢ 1,2-3TaHAUTHONIOM. YCTaHOBWIM, YTO
peaxius NOIy4eHHOTO in situ [12] 2-[0uc(MEeTOKCUMETHI)aMUHO |-2-MEeTUIIIPOIIaH-
1,3-nuona c 1,2-3TaHANTHONIOM B OTCyTCTBUE Katanu3aropa mpu 40 °C 3a 3 4 npu-
BOJUT K oOpazoBanuto 1,5,3-mutnazenana 2 ¢ BerxogoM ~10%. C 1enbro noBklie-
HUS BBIXOZAa TETEPOIMKIa 2 pPEeakIuio ONC(METOKCUMETH)-2-aMUHO-2-MeTHII-
npomnas-1,3-auona ¢ 1,2-3TaHAUTHOIOM MPOBENIU MO ACUCTBHEM KaTalu3aTOPOB
Ha OCHOBE colieil d- u f-ameMeHTOB. M3 ynciia uCIbITaHHBIX KaTaJu3aTOPOB HAHOO-
Jee BBICOKYIO aKTHBHOCTh B JaHHOW peakuuu mnokaszan SmCls-6H,O. B mpucyrt-
ctBum 5 Moib. % SmCly-6H,O MexmonexkynspHas OuKIu3anus 1,2-3TaHIuTHONa
C METOKCUMETIJIAMHHOCITUPTAMH B Pa3pa0OTaHHBIX YCIOBUAX (PacTBOPHUTENH
MeOH-CHCl;, 20 °C, 3 4) mpoXOAHWT C CeJIeKTHBHBIM oOpa3zoBaHueMm 1,5,3-mu-
THaszenaHoB 2—5 c¢ BeIxogamu 42-65%. IIpoBeneHue peakuuu B TPUCYTCTBUU
10 monb. % katanuzaropa SmCly6H,O He mpUBOIUT K CYIIECTBEHHOMY yBeJIHYe-
HUIO BBIXOJIOB T€TEPOLIMKIOB 2—5.

rOMe HS
0, .
RN . j 5 woms. % SmCIL6H,0_

_ MeOH_CHCI,
OMe HS KOMH. T., 3 1

MeO\\ //OMe HS
N/\(\N . 2 j 5 moxb. % SmCl3-6H20> 5

J \ MeOH-CHCI,,
MeO OH OMe HS KOMH. T., 3 4

R = MeC(CH,OH),, HC(CH,OH),, CH,CH(OH)CH,0H

CornacHO nuTepaTypHbIM JaHHBIM [14-18], MOXHO NPEANON0KUTH, YTO
B yCJIOBUSIX KaTaJUTHYECKOH peuukiau3auuu 1-okca-3,6-murtnanukinorentana (1)
C TUAPOKCHATIKMIIAMUHAMU WM peakMi METOKCUMETUIAMUHOCIIUPTOB C 1,2-3TaH-
JUTHOJIOM TNPOMCXOJUT KOOPJMHALIMSA aTOMa KHUCIOpOAa K HOHY LEHTPajIbHOIo
aToMa Karanausaropa, nocieqyioniee HykiIeo(uIibHOe TPUCOSINHEHNE aMUHA HITH
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JUTHONIa K 00pa30BaBIIeMyCsl KapOKaTUOHY MPUBOJIUT K IMKIIM3ALUU ¢ HPOPMHUPO-
BaHHUEM IIeIeBBIX 1,5,3-muTHa3emanoB.

Takum o0pazom, pa3paOoTaHbl METOABl CHHTE3a HOBBIX N-THIPOKCHAIIKHII-
1,5,3-muTHa3zenanoB penukiIm3anueii 1-okca-3,6-IuTHAIMKIOTENTaHa C aMHHO-
CIUPTAaMHU U MEXMOJIEKYIAPHON MUKIN3anuei 1,2-3TaHauTrona ¢ METOKCUMETHII-
AMUHOCIIUPTAMU C yYaCTHEM B KaUECTBE KaTajau3aTopa XJOpHaa camapusi.

IKCIIEPUMEHTAJIBHASI YACTb

Onuomepubie criektpsl IMP 'H u °C, a taxke asymeprsie romo- (COSY, NOESY) u
rereposiiepusie (HSQC, HMBC) cnekTpsl 3aperiuctpupoBaHbl Ha crekrpomerpe Bruker
Avance 400 (400 MI'y most simep IH, 100 MI'u st simep 13C) B CDCIl; mo cranmapTHBIM
MetogukaMm ¢upmbel Bruker, BHyTpenHmii ctanmapt TMC. Bpems cmemmBanusg mis
skcriepumentoB NOESY — 0.3 c¢. Macc-cniektpst MALDI TOF/TOF monoxurtensHbIX
MOHOB (MaTpuna 2,5-AMrHIpOKCHOEH301Has KHCIIOTA) 3alKiCcaHbl Ha Macc-CIHEKTPOMETpE
Bruker Autoflex™ III Smartbeam. IIpoGomoaroToBka st pEeruCTPaIli MacC-CIIEKTPOB
MpOBEICHA M0 METOoAMKe 'cyXas Kamisi': B OTACIbHON MpOOHpKE CMEMINBAIOT PacTBOPHI
MaTpUYHOTO M aHanu3upyemoro BemecTB (50:1 — 100:1), mocie »Toro Kamio pacTBopa
HAHOCSAT Ha MUILIEHb ¥ BHICYIIMBAIOT MMOTOKOM TEMIOro Bo3ayxa. Ilpody ¢ mumienu mnepe-
BOJST B Ta30BYIO (a3y ¢ MOMOIIBIO Ja3epHBIX HMITYIhCOB (200 ummynbcoB ¢ yactoToit 100
I'm). B xauecTBe HCTOYHMKA JTa3€pHOTO W3IYUYCHUS IPUMEHSIOT TBEPAOTENbHEINH YD mazep
C JUIMHOM BOJHBI M3iy4deHUs 355 HM. DJEMEHTHBI aHanu3 o0pa3loB NpPOBEAECH Ha
ananmzarope ¢upmsl Carlo Erba 1106. TemnepaTyps! 1uaBieHus onpeeseHbl Ha Ipruoope
PHMK 80/2617. Kontpoms 3a Xxo10M peaknuii ocymecTBi¢H MmetogoM TCX Ha mmacTuHax
Sorbfil (IITCX-A®-B), nposiBneHue napamMu uona. st KOJOHOYHOW HCIOJIb30BaH CHIIH-
kareasr KCK (100-200 mxm). DmroeHt miist xpomarorpadguu PhMe-EtOAc—Me,CO, 1:1:1.
1-Oxkca-3,6-gutnanuknorentad (1) moiydeH mo MeTOIuKe, MPUBEAEHHON B pabdote [3].

Pemuxsmsamust 1-okca-3,6-muTnanukiaorentana (1) ¢ ammHocmupramu (oOrias
metoauka A). Cmech 0.136 wru 0.272 1 (1.00 wm 2.00 Mmmonb) 1-okca-3,6-TUTHAUKIO-
renrana (1) 8 10 mx CHCI; u 0.018 1 (0.05 mmoias) SmCly'6H,0 nepeMernnBarT B T€4e-
Hue 30 MUH B aTMOcdepe aproHa npu KOMHaTHOM TeMIlepaType, 3aTeM J100aBIIsIoT Mo Karl-
1M 1.00 mmons cootBercTByromero amuuocnupra B 10 min EtOH. Peaknmonnyro cmechk
MEPEMEIINBAIOT B TE€UEHHE 3 U IPH KOMHATHOH Temmeparype. 3aTeM I0OaBISIOT 2 MII
BOJIBI, TepemernmBaroT emé B TedenHne 30 muH u skerparupyioT 20 min CHCl;. Opraangeckwuit
9KCTPaKT yIMapHBalOT, OCTATOK XpoMarorpadupyroT Ha KojioHke ¢ SiO,, BbLIENsS YHCTbIE
rerepormkibl 2—5. CoemHeHNS 2 1 4 TIPEACTABIAIOT cO00 OeCIBETHBIC Macya, COSANHEHHS 3
U 5 uMeroT BuJT OSCIIBETHRIX KpUCTA/LIOB (nepekpucTamin3oBanbl u3 CHCL,).

Ferepouukim3amus 1,2-3TaHIUTHONA ¢ METOKCHMETHJIAMHHOCHHPTAMH (0OmIas
metoguka b). Cmecp 1.00 MMONB COOTBETCTBYIOLIETO METOKCHMETHIAMHUHOCIIHPTA,
nosiyaeHHoro in situ mo meronuke [10], B 10 ma1 MeOH u 0.018 r (0.05 mmons)
SmCl;-6H,0 mepememmBaror B Teuenne 30 MHH B aTMocdepe aproHa Mpu KOMHATHOM
temneparype, 3areM nobaBmmor 0.085 mm wmmm 0.170 mur (1.00 mmm 2.00 mMmomnb)
1,2-3rannuTtrona B 10 i CHCI;. PeakinoHHyto cMech NIepeMEIInBalOT B TeUSHHE 3 4 MpU
~20 °C u ynapuBaroT, OCTaTOK XpoMarorpadupyroT Ha KoJIoHKe ¢ SiO,, BBIIEISS YHCTHIE
TeTEePOIUKIEI 2—-5.

2-(1,5,3-Iutnazenan-3-uwn)-2-meruanponan-1,3-muoa (2). Bexox 0.15 r (67%,
meton A), 0.14 r (65%, meron B), Ry 0.35. Cnextp SIMP 'H (CDCls), 8, m. x.: 1.33 (3H,
yur ¢, 8-CHj); 3.11 (4H, ym. c, 6,7-CH,); 4.45 (4H, ym. c, 2,4-CH,); 4.49 (4H, ym. c,
9,9'-CH,). Criextp SIMP C, &, m. 1.: 22.3 (C-10); 36.4 (C-6,7); 54.4 (C-2,4); 66.4 (C-8);
88.4 (C-9,9"). Macc-cniektp, m/z (Iym, %): 222 [M-H]" (12), 130 [M-HSCH,CH,SH+H]"
(100). Haiineno, %: C 42.93; H 7.60; N 6.15; S 28.75. CgH7NO,S,. Brerancneno, %:
C43.02; H7.67; N 6.27; S 28.71.

2-(1,5,3-Intnazenan-3-wn)nponan-1,3-mmox (3). Bexox 0.15 r (72%, merom A),
0.12 r (58%, metoxn B), T. 1. 59-60 °C (CHCI3), R; 0.30. Cniextp SIMP 'H, §, m. 1.: 2.79
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(2H, ym. ¢, OH); 3.09-3.14 (5H, ™, 6,7-CH,, 8-CH); 3.71 (4H, ym. ¢, 9,9'-CHy); 4.39 (4H, ym.
¢, 2,4-CH,). Criextp SIMP C, §, m. 1.: 36.6 (C-6,7); 57.0 (C-2,4); 60.5 (C-9,9"); 64.6 (C-8).
Macc-criektp, m/z (I, %): 210 [M+H]" (6), 208 [M-H]" (89), 116 [M-HSCH,CH,SH+H]"
(100). Haiineno, %: C 40.05; H 7.15; N 6.57; S 31.05. C;H,5NO,S,. Brruucineno, %:
C40.16; H 7.22; N 6.69; S 30.63.

3-(1,5,3-Intuazenan-3-wn)nponad-1,2-quoa (4). Beixon 0.16 v (77%, meron A),
0.11 r (55%, meton B), R; 0.30. Cnextp SIMP 'H, 8, M. 1. (/, T'm): 2.60 (1H, n. 7, 2J=13.2,
3J=9.2)n2.89 (1H, 1. n, ’J = 13.2, °J = 3.6, 8-CH,); 3.02 (4H, yur. ¢, 6,7-CH,); 3.38 (2H,
ym. ¢, OH); 3.48 (1H, x. 1, 27 = 11.6, °J = 6.0) u 3.68 (1H, 1. 1, 2J = 11.6, °J = 3.2,
10-CH,); 3.76-3.80 (1H, m, 9-CH); 4.17 QH, 1, ’J = 14.4) u 4.19 QH, 1, ’J = 14.4, 2,4-CH,).
Crextp SIMP °C, §, m. 1.: 35.9 (C-6,7); 53.8 (C-8); 59.7 (C-2,4); 64.6 (C-10); 68.3 (C-9).
Macc-cniektp, m/z (I, %): 210 [M+H]" (54), 208 [M-H]" (100), 116 [M-HSCH,CH,SH+H]"
(13). Haiineno, %: C 40.04; H 7.13; N 6.54; S 30.81. C;H;5NO,S,. Bwraucneno, %:
C40.16; H 7.22; N 6.69; S 30.63.

1,3-buc(1,5,3-qruTnazenan-3-wia)nponan-2-oa (5). Beixox 0.18 1t (55%, meron A),
0.14 r (42%, merox B), 1. r. 122-123 °C (CHCly), R; 0.30. Crextp SIMP 'H, 8, m. 1.
(J,Tw): 2.55 H, 1. 1, °J=13.6,°7=9.2) u 2.94 (2H, 1. 1, ’J = 13.6, °J = 3.2, 8,8'-CH,);
2.89 (1H, ym. ¢, OH); 3.05 (8H, ym. c, 6,6',7,7-CH,); 3.81 (1H, M, 9-CH); 4.20 (4H, n,
2J=14.4) u 422 (4H, n, °J = 14.4, 2,2' 4 4-CH,). Cnextp IMP “C, &, m. n.: 35.9
(C-6,6',7,7"; 55.3 (C-8,8"; 60.1 (C-2,2'4,4"; 65.3 (C-9). Macc-criextp, m/z (I, %): 349
[MJrNa]+ (100). Haiineno, %: C 40.29; H 6.63; N 8.46; S 39.65. C;;H»,N,0S,. Boruucieno, %:
C 40.46; H 6.79; N 8.58; S 39.27.

2-(1,5,3-IuTnazenan-3-un)-2-(ruapokcumMerua)nponan-1,3-nuoa (6). Macc-criextp,
m/z (Lyry, %): 238 [M=H]" (10), 146 [M—HSCH,CH,SH+H]" (100).

PeHTreHOCTPYKTYypHOE HccIeT0BaHHe coeAnHeHHsi 5. Kpucramisl MOHOKIMHHEIC
(C1\H»uN,0Sy, M 326.57) npu 2002 K: a 9.4390(4), b 8.7446(3), c 18.2575(8) A;
B 101.971(4)°; ¥V 1474.21(10) A’; npocrpanctennas rpymma P2,/n; Dy, 1.839 r/em’.
WuaTtercuBHOCTH 7788 OoTpaxkeHuit (4222 HE3aBHUCUMBIX OTpakeHHH, R;, 0.0159) cobpans
Ha pgudpaktomerpe XCalibur Eos (rpadutoBeni moHOxpomarop, MoKa-nzmydenne,
1 0.71073 A, w-ckanuposanue, 20, 62°). R, 0.0280, wR, 0.0667 (10 OTpaKeHUAM C
1>206(I)). C6op u 06paGoTKa JAHHBIX IPOBEICHBI C MOMONIBK mporpammbl CrysAlis™
Oxford Diffraction Ltd., Bepcus 1.171.36.20. CtpykTypsI pacimudpoBaHbl IPSIMBIM METO-
JOM W yTouyHeHbl momHoMaTpuyHbiM MHK B aHM30TponmHOM mpuOMIDKEHWH I He-
BOJIOPOAHBIX aTOMOB. ATOMBI BOJIOpPOJa JIOKAJIM30BaHbl B Pa3HOCTHOM (ypbe-CHHTE3E U
BKJIIOUCHBI B YTOYHEHHE C (PUKCMPOBAHHBIMU TEMIICPATYPHBIMH M MO3MIMOHHBIMU Iapa-
Metpamu. Pacuérel Bemonnensr B mporpamme SHELX97 [19]. Kpucrammorpadudeckue
JaHHbIC, KOOPJAWHATbl aTOMOB M I'€COMCTPUYCCKUC MMapaMCTPbl COCIANMHCHUA 5 JCTIOHUPO-
BaHbl B KeMOpumkckoMm OaHke CTpYKTYpHBIX JaHHBIX (nenoHenT CCDC 986433).

Paboma evinonnena npu Qurancosot noddepicke Poccuiickoeo ¢onoa
dynoamenmanvHvix uccnedosanuii (epanmot 13-03-12027 ogpu_m, 14-03-00240-a,
14-03-97023-p nosonsicve a) u HIII-2136.2014.3.

Aemopul gvipadicarom 61a200apHOCMb COMPYOHUK)Y 1aDOPAmopuu npucomos-
nenuss kamanuzamopos UHK PAH B. A. Beknosy 3a npedocmagiiennvle 2emepo-
2eHHblE KAMAIU3AMOPBbL.
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