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CUHTE3 U CTPOEHUE HOBOM MOJIMJIEHTATHOM
8-T'UIPOKCUXUHOJIUHOBOM JINTAHIHOM CUCTEMBI
C 1,3-TPOIIOJIOHOBBIM ®PATMEHTOM
B NOJIO’)KEHHMH 2 XUHOJIMHOBOI'O KOJIBLA

Pazpabotran OpUrHHAIBHBIN TPEXCTATUNUHBIA METOJ CHHTE3a HOBOW MOJMJIEHTATHON
JIUTAHTHOW CHUCTEMBI HA OCHOBE S-THIIPOKCUXHHOJUHA C 1,3-TPONOJIOHOBBEIM (PparMEeHTOM
B MIOJIOXKCHUN 2 XHHOMUHOBOTO Koibla. Meromamu PCA, cnexrpockonmu SIMP IH, B¢
1 KBAHTOBOM XMMMH YCTaHOBJIEHO, YTO JAHHBIM Juranj Haxomurcs B NH-tayromepHoit
dhopme ¢ HeHOTBHBIM THAPOKCUIIOM B 9K30-TI0JI0KCHUU XUHOJIMHOBOTO KOJIbIIA.

KnioueBble cioBa: 1,2-06H30XMHOH, 8-TUIPOKCH-2-METHUIIXUHONHUH, 1,3-TPOMOIIOH,
BHYTPHUMOJIEKYJIApHAsT BOXOPOAHAS CBSA3b, pEAKLIMS PACIIUPEHUS LIUKJIIA.

B mocnexaHee BpeMsl reTepOLMKINYECKHE JIMTaHIHBIE CHUCTEMBI C XelaTHpy-
OIMM (parMeHToM, COAEpXalldM aTOM a30Ta M (DEHOJBHBIH KHCIOPOJ, CTalu
MIPUBJIEKATH MIPUCTATBHOE BHUMAHHE B CBSI3U C WX IIHPOKUM HCIOIB30BAaHUEM IPHU
MOJIYICHUH M3JIydJalolmuX B Toay0o0il obnacTu cmekTpa opranwmdeckmx [1, 2] u
METAJUIOKOMIUIEKCHBIX [3, 4] MoMHHO(OPOB, a TaKkKe NEKTPOHHO-TPAHCIIOPTHBIX
MaTepHaJIoOB IJIsi OPTaHUYECKUX cBeTom3mydarommx auonoB (OLEDs) [5]. Cpemu
TeTePOLMKINYECKUX JHTaHAOB 0CO00€ MECTO 3aHHMAIOT S-THAPOKCHUXWHOJIMH U
€ro TMPOW3BOJHBIC, TMPHUMEHAIONIMECS B KadeCTBE XEIATHPYIOUIUX JIUTaHJIHBIX
CHCTEM JUIS TONyYeHHs Pa3HOOOpasHbIX (OTO- M AIEKTPOIOMUHECIECHTHBIX
METaNTIOKOMILIEKCOB [5—7], BBICOKOCETIEKTUBHBIX (DIIyOpECIIEHTHBIX XEMOCEHCOPOB
[8], a Takke TpOSBIAIONINE BBICOKYIO OHMOJIOTHYECKYI0 aKTUBHOCTH [9]. B
YaCTHOCTH, §-THAPOKCUXWHOJIWHAT QIIOMHUHHUS, ONarogaps CBOMM XOPOIIUM
3JIEKTPOHONPOBOIAIINM CBOWCTBAM W HWHTCHCHBHOW JFOMHHECLEHIUH, IIHPOKO
ucrone3yercs B OLEDs [10], a ero xmmmueckass MomudUKars TO3BOJISIET
OCYILECTBIIAITh TOHKOE PEryJIMpPOBaHHS ONTHYECKUX IIapaMeTpoB, a TaKxKe
3JMEKTPOHHBIX U ABIPOYHBIX TPAHCIOPTHBIX CBOICTB COOTBETCTBYIOIIMX OpraHU-
YECKUX M METAIJIOKOMIUIEKCHBIX MOIynpoBoIHUKOB [11]. BBenenue 3amectureneit
B 8-THAPOKCUXWHOIWHOBBIN JINTaH/I YaCTO MPUBOJUT K YBEIHUYCHHIO TEPMUIECKOM
CTaOMIBPHOCTH €r0 METAJUIOKOMIUIEKCOB M TOBBIIICHHIO HX PAacTBOPUMOCTH B
oprannyeckux cpemax [12]. Oto nmeeT OoJbIIoe 3HAYEHHWE NPU TPOU3BOJICTBE
OLEDs, Tak Kak IMO3BOJISIET 3aMEHUTH KECTKHUI METO/ BAKyyMHOTO HAITbUICHHS Ha
TEXHOJIOTHH TIOKPBITHS METOJOM IeHTpudyrupoBanus (spin-coating) WU
cTpyiiHoii mewatn (ink-jet printing) [13], TpeOyomue pacTBOPUMBIX B
OpPraHWYECKUX CPeJax METAJUIOKOMILIEKCHBIX JIIOMUHO(OPOB.

B Hacrosmiel pabote C 1eNbI0 MOTYYSHUST HOBOHM IMOJIMIEHTATHOW JINTAaHIHON
CHCTEMBI MBI BBEIIM TI0 paHee OOHApY>KEHHONW HaMH PeaklUWu 2-MEeTHIXHHOJIHHOB
c 1,2-6emzoxunonamu  [14] 1,3-TpomonoHOBEI  (hparMEHT B  TIONOXKEHHE 2
8-TUIPOKCUXUHONINHA. [|aHHBIE TeTEePOIMKIMYECKUE JMTaHAbl BAXHBI HE TOJBKO
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KaK MPEeKypCOpbl HOBBIX METAIJIOKOMIUIEKCHBIX JitoMuHOGopoB st OLEDs [5-7],
HO U MOTYT IIPEJICTaBIATh HHTEPEC MPH MOITYUSHUN MIPErapaToB ¢ BHICOKOW OHOIIO0-
TUYECKO aKTUBHOCTBIO, IIUPOKHUM CIIEKTPOM KOTOPOH 00Ja/1at0T KaK TPOIIOJIOH U
ero Ommkaimme CTPYKTypHBIE aHaoru [15], Tak W 8-THAPOKCHXHHOIMHOBBIC
coenunaenus [9, 16]. Hamu 00HApYXE€HO, 9TO B TO BPEMS KaK 2-METHII-8-METOKCH-
XUHONMMH (3a) B3aUMOJACUCTBYeT ¢ 3,5-mu-mpem-0yTui-1,2-0eH30XuHOHOM (2)
¢ 00pa3oBaHMEM METOKCUXHHOJIHMHTPOIIOJIOHA 4a, 3Ta Xe KHUCIOTHO-KaTallu3u-
pyeMas peakius ¢ 8-THAPOKCH-2-METHIXUHOIUMHOM (1) IPUBOAUT JIHIIL K OCMOJIE-
HUIO HCXOJHBIX peareHToB. llomyuyuTh IeneBOi THUIAPOKCUXMHOIUHTPOMIOIOH 5
yna€res MpH 3alluTe TUAPOKCHIIA HCXOTHOTO MeTWwixuHoNMHa 1 apuicyibdo-
HUJIBHOW TPYNIIOM M €€ MOCIEOyIoleM YAAJICHUM ILIEIOYHBIM THAPOJIM30M U3
XUHOJIMHTPOIIOIOHOB 4b,c, 00pa3yromuxcs B peakliii pacuIupeHusi O-XMHOHOBOTO
nukna ¢ xuHonmmHamu 3b,c. Huskwe BeIxoasl coeamHenuit 4a—c (12-26%)
00yCJIOBJIEHBI CIIOXHBIM MEXaHH3MOM PEaKIUH 2-METHIXUHOIUHOB C 1,2-OeH30-
XUHOHAMH, 94TO 00CYKIaIock B pabotax [14, 17].
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CrpoeHue THIPOKCHXWHOJIMHTPOIONOHA 5 ObUIO ycTaHOBIEHO MeromoM PCA,
a ero MeTwiIbHOTO (coemuHeHne 4a) U CynbQOHWIBHBIX (coenuHeHus 4b,c) apupos —
cniektpockormeit IMP 'H, °C, MIK n macc-cextpomerpueii. Kak cienyer n3
manaeix PCA (pume. 1), coenmHeHWe 5 cymiecTByeT B BuAe E-u3oMepa 10
otHomeHuto K cBsa3u C(2)-C(8), uro obecneunBaeT 00pa3oBaHNE UCKIFOYUTEITHHO
YCTOMYMBOH BHYTPUMOJIEKYIApHOH Bomopoanoi cesizu (BBC) N(1)-H(1)---O(2).
ATOM BOOpOJa B COSAMHEHHMH 5 JoKann3oBaH Ha arome a3oTa N(1) (paccrosiHue
N(1)-H(1) 0.967(18) A, H(1)--O(2) 1.644(19) A, yron N(1)-H(1)-O(2) 158.5(1)°),
npu 3tom paccrosiare N(1)--O(2) (2.505(4) A) Gomee wem Ha 0.5 A kopoue
COOTBETCTBYIOIIETO BaHJEpPBaalbCcOBA KOHTAKTa M SBISETCS HanOOIee KOPOTKUM
JUIS BceX M3BECTHHIX cucteM ¢ BBC mannoro tuma. [Ipotonsr N—H, o6pa3yrorme
BBC B coeaunenusax 4a—c, 5, CUIbHO JI€339KPaHUPOBAHbI U MPOSBIAIOTCA B CIEKT-
pax SIMP 'H (8 CDCly) B upesBbdaiino cmabom mome — 18.30-19.32 . n.
Iectrnunennpt mukn BBC, xwHOmmHOBBEIM ¢parmeHT u arombl C(1)-C(4)
TPOIIOJIOHOBOTO KOJIBITA JIGKAT B OOIIECH TUIOCKOCTH (¢ HEOONBIINM OTKJIOHCHHEM
ot Heé atoma C(4)), a TpomoaoHOBOEe KOIbI0 u3orHyTO Mo Juannd C(1)-C(4) (mu-
sapanbHbIi yron Mexay miockocTaMu C(1)-C(2)-C(3)-C(4) u C(4)-C(5)-C(6)-C(7)

898



Puc. 1. MonekyJsipHasi CTPYKTypa COCTUHEHHSI 5 B IPEACTaBICHUN aTOMOB
JJITUIICOUIaMH TETUTOBBIX Kojiebanuii ¢ 50% BEpOSTHOCTHIO.

Paccrosnue O(2)---N(1) 2.505(4) A. Hexoropsie mmuubl caseit (A): O(1)-C(1)
1.229(2), O(2)-C(3) 1.291(2), N(1)-H(1) 0.967(18), N(1)-C(8) 1.348(2), C(1)-C(2)
1.472(2), C(1)-C(7) 1.501(2), C(2)-C(3) 1.426(2), C(2)-C(8) 1.444(2), C(3)-C(4)
1.459(2), C(4)-C(5) 1.344(2), C(5)-C(6) 1.461(2), C(6)-C(7) 1.345(2), C(8)—-C(9)
1.432(2). Hexoropsie BanentHele yrisl (°): C(3)-O(2)-H 101.51(15), C(8)-N(1)-H(1)
111.1(12), O(1)-C(1)-C(2) 122.07(14), C(3)-C(2)-C(1) 121.12(15), C(3)-C(2)-C(8)
120.07(15), O(2)-C(3)-C(2) 121.95(16), N(1)-C(8)-C(2) 118.31(13)

paseH 36.5°). B kpuctainieckoi pemérke COeqMHEHNs S MPUCYTCTBYET MOJIEKYJIa
pacTBopuTens (3TaHOIA), KOTOpas CTaOWIM3UPYET 9K30-KOH(PHUTYypaIuio (peHOIb-
HOTO THUAPOKCHIA 3a CU4€T 00pa30BaHUs C HHUM IPOYHOW BOJOPOJHOHN CBSI3U
0(3)-H(3)--O(4) (paccrosune O(3)-H(3) 0.98(2) A, H(3)--O(4) 1.675(2) A,
0(3)--0(4) 2.646(3) A, yron O(3)-H(3)-O(4) 169.5(2)°), uTo cka3bIBaeTCs Ha
nmapaMeTpax MeCTUWICHHOTO MuKiIa, oopazyemoro BBC. Tak, B oTiimuue oT paHee
OTIpeNeTIEHHON HaMH CTPYKTYPHI (2F)-4,6-mu(mpem-6ytin)-2-(4-mopdommHo-8-MeTHI-
xuHonmH-2(1 H)-umanen)-1,3-tpomonona (6) (puc. 2) [14] ¢ OHM3KUM 110 CTPOSHUTO
C COEIMHEHHEM 5 IIECTHWICHHBIM XEJaTHBIM y3JI0M, B XHHOJHHOTPOIIONIOHE 5
c rpynmnoii OH B monoxeHnn 8 BO3HWKACT MOMOIHHUTENbHAs ciadas BOAOPOIHAS
CBs3p Mexny (eHombHBIM KucnopogoM u mporoHoMm NH (O(3)--H(1)-N(1):
0(3)--H(1) 2.376(8) A, H(1)-N(1) 0.967(18) A, O(3)--N(1) 2.662(9) A, yron
O(3)-H-N(1) 96.4(8)°), B To Bpems kak B coeamHeHuu 6 rpymma CH; B mosno-
JKEHMH 8 pacroioxkeHa nanbine oT xematsHoro ysma (C(17)--H(1) 2.558(10) A),
yem rpynna OH B coenuHennu S u He B3auMojAeHCTBYeT ¢ HUM. KOCBeHHO Takoe
B3aMMO/JICHCTBUE MTOATBEPKIACTCS CPABHEHUEM [TAPAMETPOB XEIATHBIX y3JI0B ITHX
COCIMHEHUI: B CTpYKType 5 pacctosame O(2)---N(1), a taxoke yrast H(1)-N(1)-C(8)
H(1)-O(2)-C(3) 6onbure uem B coemuHernn 6 Ha 0.04 A, 3.31° u 1.42° coorBer-
ctBeHHO, a yribel C(16)-N(1)-H(1) u N(1)-H(1)-O(2) — na 3.99° u 6.22° meHbIIIE.
CymectBennoe ymensinenne yrira N(1)-H(1)-O(2), a Takxe xapakTep H3MEHEHHUS
JIPYTHX ITapamMeTpoB XeJIaTHOTO y3Jia B COCIWHEHHUH S5, CBUICTENBCTBYIOT O 3aMeT-
HoM ocnabneann BBC B HEM, 1O CpaBHEHHIO ¢ COeqUHEHHEM 6, B pe3ysbrare
obpazosanus cimaborr BBC O(3)---H(1)-N(1), xotopas "orrsruBaer” mporon NH
Ha ce0s, menmas ero Oonee "KWCHBIM', a IIECTUYICHHBIH XeJaTHBIM y3en Oolee
"PBIXJIBIM", 9TO TOJHDKHO CIIOCOOCTBOBATH KOMILIIEKCO0Opa3zoBaHui0. CIBUT CHTHATIA
nporona H-1 (8 18.47 m. 1) B Gosee cuibHoe mone B crektpax SIMP 'H (8 CDCls)
JUTaHa 5, 0 CpaBHEHUIO ¢ XUHONMUHTpomonoHaMu 4a (19.32 m. 1) u 6 (19.15 m. 11.),
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Puc. 2. MonekynsipHast CTpyKTypa coeiuHeHus 6 [14] B mpecTaBICHUN aTOMOB
JJUIATICOUIAMH TEIUIOBBIX KoebaHuit ¢ 50% BeposITHOCTHIO.

Paccrosuue O(2)---N(1) 2.446(6)A. Otnenbuble amunbl ceaseit (A): O(1)-C(1) 1.231(4),

0(2)-C(3) 1.305(4), N(1)-H 0.972(4), N(1)-C(8) 1.339(4), C(1)-C(2) 1.465(5),

C(1)-C(7) 1.483(4), C(2)-C(3) 1.427(4), C(2)-C(8) 1.418(4), C(3)-C(4) 1.438(4), C(4)—

C(5) 1.326(4), C(5)-C(6) 1.467(5), C(6)-C(7) 1.332(4), C(8)—C(9) 1.422(4). OtnensHble

BanreHTHBIe yrisl (°): C(3)-O(2)-H 100.29(2), C(8)-N(1)-H 107.76(2), O(1)-C(1)-C(2)

121.69(3), C(3)-C(2)-C(1) 119.56(3), C(3)-C(2)-C(8) 120.98(3),
0O(2)-C(3)-C(2) 120.37(3), N(1)-C(8)-C(2) 118.15(3)

Take cpuerenbcTByeT 00 ociadbmernu BBC O(3)---H(1)-N(1) B HEM 1o TeM ke
npuurHaM. Kpome Toro, cam ()eHONBHBIN TMAPOKCHI B COSOUHEHHH S, o0pasys c
IICCTUWICHHBIM XEJIaTHBIM Y3JI0M TPHUACHTATHYIO JIMTAHIHYIO CHCTEMY, MOXKET
y4acTBOBaTh B (POPMUPOBAHUH METAIOLEHTPA C ATbTEPHATUBHON MM COBMECTHOM
KOOp/MHALMEH, YTO MO3BOJIMT MOJy4YaTh Ha OCHOBE 3TOTO JIMTaHAa PazHOOOpasHbIE
METaJUIOKOMILIEKCHL. ClieayeT OTMETHTb, YTO MPEANPHHATHIEC paHee OMBITKH HOJTyde-
HUS METaJUIOKOMIUICKCOB HAa OCHOBE XWHOJHMHTPOIOJIOHOB 0e€3 (heHOIBHOro
ruapokcuna [14, 17] He yBEHYaNHCh YCHEXOM, OYEBUIHO, H3-3a YPE3BBIYANHO
npouHoii BBC B ux xenatHoM ya3rne.

[Tockonpky B auMranje 5 MpHUCYTCTBYIOT JIBa KOHKYPUPYIOIIMX MEXIY c0o00ii
XeJIaTHBIX LEHTPa, KOOPAMHHUPYIOLIass CIIOCOOHOCTh KOTOPHIX CHJIBHO 3aBUCHT OT
MOJIOKEHHUS] TAYyTOMEPHOTO0 U KOH()OPMAaIlMOHHOTO PaBHOBECHUH, BBIICHEHHE Oolee
NPEANOYTHTENBHOH (DOPMBI 3TOr0 COEAMHEHHS B PACTBOPAX SBISETCS BaXKHOM
3a/lauei, peleHrue KOTOpPOH MO3BOJUT IIEJICHANPAaBIEHHO MOIy4aTh €ro METao-
KOMIIJICKCHI 3aJaHHOTO CTPOCHHUSL.

Hnst coenunenus S sndo-popmel C u D MeHee BeposATHBI, YeM 9k30-A u B n3-3a
N0BOJILHO Gonbmioro pacctostaus O(2)--0(3) (3.453(5) A) nns obpasosanus cra-
omnusupytomeit ux BBC O(3)-H(3)--O(2), a nmist coenuHeHus 4a — wu3-3a
CO3/1aBa€MBIX 2HOO-METOKCHIIBHON TpyNIONH CTEPUUYECKUX 3aTPyIJHEHHH B HX
xenaTtHeIX HeHTpax. CoriacHo KBaHTOBO-xuMmHuueckuM pacuéram DFT B3LYP/6-
311++G(d,p), B ra3oBoii (aze u B mpucyrctBun xjopodopma (PCM) crpykrypa
9k30-A', a TaKKe 9K30- U 9HOO-CTPYKTypbl A—D st MOJeKynsl 5 OTBedaroT
MUHAMYMaM Ha MOBEPXHOCTH moTeHIanbHoi sueprun (I1119). Jlns Monexysr 4a
Ha [1I1D Jokanm30BaHBI TOJIBKO 9K30-CTPYKTYPhl OCHOBHOTO cocTosiHUS A', A u B.
CtpykTypsl A' coennHeHuil 4a, 5 sHepreTHYecKH MeHee BBITOJHBI [0 CPAaBHEHHIO

900



¢ popmamu A. Ctpyktypsl A—D s coenunaenus 5 u A, B mis coenunenus 4a
JIOCTaTOYHO OJM3KHM 0 YCTOHYMBOCTH Kak B ra3oBoil (aze, Tak u B CHCIl;. Ilpn
3TOM B Ta30Bo# (aze sndo-OH-TayromepHas dopma C i coennHEHHS 5 U 9x30-
OH dopma B mis coenmuHeHus 4a SBIAIOTCS TJIOOATFHBIMH MUHAMyMaMHd Ha
cootBercTBytomux III13. HamporuB, B CHCI; sk30-NH-bopmber A Kak mis
COEMMHEHHSA S5, Tak W AN COenWHEHUs 4a SBIAIOTCS YHEPTeTHYeCKH Hawmboiee
MPEAMOYTHTEIHLHBIME (Ta0. 1).

Jns ycTaHOBIEHUS CTpOEHUA COeqWHEeHMH 4a W 5, a TakkKe BBISABICHUA
npeobIagaomux B pactBope hopM Obumn 3amucansl ux crekrpel IMP 'H, PC u
MIPOBEZICHO TIOJTHOE OTHECEHHE CHWTHAJIOB Ha OCHOBAHWW XapaKTEPHUCTUIECKUX
3HAYEHUH XUMUYECKHX CABHTOB M aHAJIN3a KPOCC-TMKOB B JIBYMEPHBIX CIEKTPax
"H-"H xoppemsimit COSY u NOESY [18] (prc. 3).

Tabnuma 1

IHoansble (E,) U oTHOCHTEbHbIE (EZpr) JHEPrUM CTPYKTYP OCHOBHOIO cOCTOsIHUA A'y, A—D
coeqnHeHui 4a u 5, paccuutannbie MeTogoMm B3LYP/6-311++G(d,p)
B razoBoii ¢a3e u B npucyrcTBuu xjaopopopma (PCM)

AEzpg (ras), AEzpg (CHCl3),

CtpykTypa E\ (ra3), a. e.* | kkan/momp**, | E, (CHCly), a. e.* KKaJ/MOJNp**,

(o, CMfl)*** (o, CMfl)***
4a, sx30-A'(NH) —1250.8667 1.8 (19) —1250.8731 1.7 (17)
4a, sx30-A(NH) —1250.8689 0.4 (19) —1250.8758 0.0 (20)
4a, sx30-B(OH) —1250.8695 0.0 (19) —1250.8749 0.4 (17)
5, sx30-A'(NH) -1211.5562 3.8 (20) —1211.5652 1.7 (18)
5, sx30-A(NH) —1211.5583 2.4 (22) —1211.5678 0.0 (22)
5, ax30-B(OH) —1211.5596 1.6 (21) —1211.5672 0.2 (19)
5, sn00-C(OH) —1211.5628 0.0 (16) —1211.5672 0.5 (14)
5, snoo-D(NH) —1211.5587 1.6 (24) —1211.5638 1.9 (25)

*1a.e. =627.5095 kkan/mMonb.

** OTHOCHTENbHAST DHEPrHs C YYETOM DHEPIUM HYJIEBBIX TapMOHHMYECKHX  KOJEOaHWMIA.
Ezpg = —1211.1057 (coemunenmue S, C, raz); —1211.1116 (coemunenue 5, A, CHCls); —1250.3848
(coemunenue 4a, B, raz); —1250.3912 (coenunenue 4a, A, CHCl;) a. e.

*** HanmeHbliee 3HaUCHNE FAPMOHUYECKON KOIe0aTeIbHON YaCTOTHI.
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Puc. 3. Koppensiuu B cextpax COSY 'H-'H u NOESY coenuuenuii 5 u 4a
(XuMHYECKHe CIBUTH MMPOTOHOB COeNHEHNUS 4a naHbl B ckoOkax. PactBoputens — CDCly)

B cnektpax NOESY coenuHeHmit 4a 1 5 MPUCYTCTBYIOT KPOCC-TTHKU MEKIY
CUTHAJIOM METOKCH- WJIM TUAPOKCUTPYIIBl U IpoToHOM H-7' XMHOJIMHOBOTO
nuKiIa, Mexay nporoHamu H-4')5') 3aHuMaromumMu nepu-noyioXKeHus B XUHOIU-
HOBOM (hparmMeHTe, a TakkKe MEXAy mpem-O0yTUIbHBIME TPYITIaMU B TPOTOHAMHU
H-5,7 TpomomnonoBoro mukia. IlockoabKy CUTHANBI mpem-OyTUIBLHOW TPYIIIHI,
HaOmromaeMple B Oosiee ciraboM mose, KoppenupyroT ¢ mpotoHoM H-3' xwHO-
JUHOBOTO IMKJIA, UX YJAIOCh OTHECTH K ITOJIOXKEHHUIO 4 TPOIOJIOHOBOTO ITUKJIA.
DTO yKa3plBaeT Ha HaXOXJICHWE COEOWHCHHWHA 4a, 5 B pacTBOpax INpeUMyIIe-
CTBEHHO B E-KOH(oOpMAaIMu, Tak Kak MOBOPOT TPOIOJIOHOBOrO ImMkia Ha 180°
BOKpyT cBsi3u C(2)=C(2') momkeH NMpUBECTH K Z-KOH(MOPMEPY C OTCYTCTBHEM
npocTpaHcTBeHHBIX 'H—'H-B3anMonecTBHil MeXLy mpem-GyTHIBHON IPYIIIOil
u npotoHoMm H-3'. OrcyrctBue B crektpax NOESY coemunenwmii 4a, 5 kpocc-
nukoB Mexay nporoHamu Tpymmbel OCH; (OH) u mporonoMm NH ykaspiBaeT Ha
MPEAOYTHTENHFHOCTE hopM A u B ¢ ax30-kordurypanueit rpymnmn OCH; (OH) mo
cpaBaeHuio ¢ ¢popmamMu C um D, B KOTOPHIX 3TH TPYNIBI HAXOMITCA B 3HOO-
KOH(pOpPMAITHH.

IoHoe oTHeceHHe curHanoB B criektpax IMP °C coennuennii 4a, 5 (puc. 4,
Tab. 2) OBUTO MIPOBEACHO C YIETOM OTHECEHHUsS CHUTHANOB B uX 1D m 2D cmekrpax
SIMP 'H, ¢ momombio rereposiaepsix koppemsimii 'H—"C HMQC un HMBC,
a TaKKe XapaKTePHCTHIECKUX 3HAYCHHIT XMMIYECKHX CABUros curaanos C [18],
YTO TIO3BOJIMIIO ONPEIENIUTh UX CTPOCHUE B PACTBOPAX.

Puc. 4. HanbGouee 3HaunmMbie koppeusituu B criektpax HMBC "H-'*C coenunennii 4a, 5 8 CDCls

902



Tabnuma 2

Koopaunatsl kpocc-nukoB B ciekTpax HMQC u HMBC coeannennii 4a u 5 B CDCl,
H OTHeCeHHe XHMUYeCKHX cABHroB Ha ocHoBannn 'H-"H (COSY, NOESY)
n "H-"C (HMQC, HMBC) koppeasiunii*

Coenu- Criektp Cnextp SIMP '3C, o, M. 1.
nenne | SIMP 'H, §, M. 1. HMQC HMBC
4a 19.32 (N-H---0O) - 114.5 (C-2)
8.17 (H-3" 121.0 (C-3" 126.1 (C-4a'); 154.2 (C-2")
8.01 (H-4") 138.0 (C-4") 119.2 (C-5"; 130.4 (C-8a"); 154.2 (C-2")
7.38 (H-6" 126.2 (C-6") 109.9 (C-7"); 126.1 (C-4a'); 150.8 (C-8")
7.29 (H-5" 119.2 (C5") 109.9 (C-7"); 126.2 (C-6"); 130.4 (C-8a'); 138.0 (C-4")
7.07 (H-7" 109.9 (C-7") |119.2 (C-5"); 126.2 (C-6"); 130.4 (C-8a'); 150.8 (C-8")
6.65 (H-5) 127.2 (C-5) 122.4 (C-7); 155.2 (C-4); 196.0 (1-CO);
38.6 (4-C(CHs)y)
6.62 (H-7) 122.4 (C-5) 114.5 (C-2); 127.2 (C-5); 152.9 (C-6);
37.2 (6-C(CHs)3)
4.10 (OCH;) 56.6 (OCHs) 150.8 (C-8")
1.35 (4-C(CHjs)3) |31.5 (4-C(CH3)3) 155.2 (C-4); 38.6 (4-C(CHs)3)
1.22 (6-C(CHjs)3) [30.3 (6-C(CH3)3) 152.9 (C-6); 37.2 (6-C(CH,);)
5 18.45 (N-H---O) - 114.3 (C-2)
11.11 (OH) - -
8.08 (H-3" 120.7 (C-3" 126.3 (C-4a'); 153.3 (C-2")
8.02 (H-4") 138.9 (C-4") 118.1 (C-5"); 129.2 (C-8a"); 153.3 (C-2")
7.24 (H-6" 126.3 (C-6") 115.0 (C-7"); 126.3 (C-4a'); 148.2 (C-8")
7.18 (H-5" 118.1 (C-5") [115.0 (C-7"); 126.3 (C-6"); 129.2 (C-8a'); 138.9 (C-4")
7.16 (H-7" 115.0 (C-7") |118.1 (C-5"); 126.3 (C-6"); 129.2 (C-8a'); 148.2 (C-8")
6.66 (H-5) 127.5 (C-5) 126.8 (C-7); 155.6 (C-4); 196.2 (3-CO);
38.6 (4-C(CH;);)
6.58 (H-7) 126.8 (C-7) 114.3 (C-2); 127.5 (C-5); 153.0 (C-6);
37.2 (6-C(CHs)3)
1.34 (4-C(CHs)3) |31.5 (4-C(CH3)3) 155.6 (C-4); 38.6 (4-C(CH;);)
1.20 (6-C(CHjs)3) |30.3 (6-C(CH3)3) 153.0 (C-6); 37.2 (6-C(CHjs)3)

* Curnan yrinepoaa 1-CO (176.6 u 180.2 m. a. i coequHeHuit 4a U 5 COOTBETCTBEHHO) OTHECEH
HA OCHOBAaHMM XapaKTCPUCTHUCCKHX 3HAUCHWI XMMHUUYECKHX CIBHIOB CHrHAIOB “C, TMOCKOIBKY Y
Hero B ciekTpax HMQC u HMBC oTCyTCTBYIOT KpOCC-ITUKH.

B cnextpax HMBC coenuHeHnii 4a, 5 TPHCYTCTBYIOT KPOCC-TTUKH MEXIY
nporonoM NH u yriepomom C-2, mporonom H-4' n yriepomom C-2', a CUTHAJBI
TponosioHoBoro mnpotona H-5 xoppenupyror ¢ atomamu yriaepoaa C-3,4,7, uto
cormacyercsi ¢ ux NH-(A)-bopmamu. B 2D crmexrpax SIMP 'H u C amsrep-
HatuBHEIX OH-(B)-popM coemunenuii 4a U 5 MOJDKHBI TIPUCYTCTBOBATH KPOCC-
MMAKA MEXIY BXOJAIICH B IIECTHWICHHBIH XenmaTHBIA y3en rpynmoid OH wu mpo-
toHoM H-7 (NOESY), yriepomom C-1 (HMQC), a Takxe yriepogom C-7 (HMBC)
COOTBETCTBEHHO, HYTO OKCIEPUMEHTAIFHO He Habmomaercsa. XOTs XHHOJWH-
TpOTOIOHE 00bIYHO HaxomsaTcss B NH-(A)-bopme [14], 4,6-mu(mpem-0yTnn)-
2-(8-MeTHI-4-XJIOPOXUHOIUH-2-11)- | -THaApOKCUTPOTIoH-3 10 maHHeIM PCA cymie-
ctByeT B OH-popme truma B [17], uTo Hapsamy ¢ KBAaHTOBO-XHMHYECKUMHU pacué-
TaMU YKa3blBaeT Ha HEOONBIIYIO pa3HUIly B JHEPTUSAX WM HEBBICOKWI Oapbep
B3aMMOTIpeBpameHus: 3Tux (HopM. AHaTU3 MYJIBTHILIETHOCTH CHUTHAJOB aTOMOB
yriaepoaa (1’3J13C1H #0,a 2’4J13C1H = 0) [18], BXOAAIINX B MICCTUWICHHBIN XEIaTHBIN
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ukn (C-1,2,2"), n 6mmxaimux Kk Hemy atoMoB yriaepona (C-3,7,3"), o0ycnoBieH-
HOM MaJbHAM CITMH-CIIMHOBBIM B3aumozeiictueM (JICCB) mexmy sapamu °C u
'H B cnextpax MoHOpe3oHaHca ~C coelMHEHHil 4a, 5, 3aIHCAHHBIX IO H TOCIE
JIeiTepupoBaHusl HCCIelyeMbIX 00paslloB, TAaKKe yKa3blBaeT Ha MX CYIIECTBO-
Banue B NH-(A)-popme. Tak, uz-3a JJICCB aroma yriepoga C-2 ¢ nporonamu NH
n H-7 m Omm3kux mo 3Hadenuio KCCB »tux mporoHoB ¢ HuM, curHan C-2
MIPOSIBIISIETCS B BHUJE TPUIUIETA B PE3yJbTaTe HAIOXKEHHUS JIByX €r0 IIEHTPATbHBIX
curHanoB jayonera ny6meroB. CurHan atoma C-2' mposiBnsieTcsi B Buje ayoOrnera,
cur"an C-1 — B Bune cunriera, C-3 — myonera, a curHaibl C-7 u C-3' — KaXIbIil B
Buje nyoOnera nyOneroB. Ilpu peliTepupoBaHuM coenMHEHWH 4a, 5 MyJbTH-
mieTHocTh curnanos C-2,3' yMeHbInaercs B pesyibrare ncuesnosernss KCCB *J
¢ npotoHoM NH, U KaXJIplif U3 HUX MpeBpalaercsa B IyOseT, 4To COrfacyercs ¢ ux
NH-crpoennem. st ansrepHaruBHON OH-dopmbl coenunenuit 4a, 5 B cekrpax
MOHOpe3oHaHca C 0XKMIaeTcsl Apyras MyJIbTHILIETHOCTh curHanos C-1,7,3', u eé
W3MEHEHHE TIPH ISHTEePUPOBAHUH JOJKHO IPOUCXOIUTH TOJBKO T curHanos C-1,7.

Takum o6pazom, MmosydyeHa HOBasi CTPYKTYPHO U KOH(POPMALIMOHHO HEXECTKAS
TpHUJIEHTAaTHAs JUTaHAHAsA cucTeMa ¢ 1,3-TpOmMOJIOHOBBIM (hparMeHTOM B TIOJIOXKE-
HAU 2 8-THAPOKCUXMHOJIMHOBOTO muKIA. [loka3aHo, 9TO B KPHCTAUIMIECKOM
COCTOSIHMU M B pacTBOpax MpeANouTUTENIbHON A1 He€ siBisieTca NH-tayTomepHas
¢opma ¢ (peHONBHBIM THAPOKCHIIOM B IK30-TIOJIOKEHWH, CTAOMIM3AIs KOTOPO
OCYIIECTBIsIETCA 32 CUET BOSHUKHOBEHHS JOTIOJIHUTENEHON BHYTPUMOJIEKYISPHOM
BOJIOPOAHOM CBA3M MEXIy (DEHOIBHBIM KHCIOPOAOM W IIECTHUICHHBIM XEJIaTHBIM
y3710M, 00pa30BaHHBIM MUPUIMHOBBIM U TPOTIOJIOHOBBIM ()parMeHTaMHU.

IKCIIEPUMEHTAJIBHASI YACTb

UK cmektpsl 3aperucTpupoBaHbl Ha crnekrpoMerpe Varian Excalibur 3100 FT-IR
B ToHKOM cyioe. Criektpsl IMP 'H u 13C saperncrpupoans Ha mpuGope Bruker DPX-250
(250 m 63 MI'u coorBerctBenHo) B CDCl;, BHYTpeHHHH CTaHAApT — CHUTHAJIBI
pactBopurens (7.27 M. 1. IS siaep lH, 77.0 M. A. s saep 13 C). Macc-crieKTphl 3aIiUCaHbI
Ha criektpoMeTpe Finnigan MAT INCOS 50 (wonmsanus Y, 70 5B). DneMeHTHBIN aHaIH3
npoBenéH Ha CHN-amammsatrope KOVO. TemmnepaTypsl IDIaBIeHHS ONIpEAEICHBI Ha
HarpeBaTelbHOM cToiiMke Boetius. XpomarorpadupoBaHue NpPOBEACHO Ha KOJOHKaxX C
Al,O; (II-1II crenens aktuBHOCTH 110 Bpokmany) wim cuimkaresnem 60 (0.063—0.200 mer).

B KkadecTBe MCXOIHBIX COCJUHEHHH HCIIOJIH30BAaHBI KOMMEPYECKH JIOCTYITHBIC
8-runpokcu-2-metmiixunonu (1) u  3,5-nu(mpem-0ytun)-1,2-0eH3oxuHoH  (2)  QupMBI
Aldrich. 2-Mertmn-8-merokcuxuaonuH (3a) [19] u 2-metun-8-peHnncy s OHNITOKCHXHHO-
s (3b) [20] moxy4eHsl MO yKa3aHHBIM METOJUKAM.

2-Metuni-8-(4-xaoppennicyabponmnokcu)xunonaun (3c¢). K 20 mn 6eH30MBbHOTO
pactBopa 2.39 r (15 MMons) 8-ruapokcu-2-mermnaxunonuna (1) u 3.5 mia (25 mmoins) Et;N
[0 KalysiM TIpH HepeMelnBaHud B TedyeHue 10 muH noGasnstor pactBop 1.9 mi (15
MMOJB) 4-xmopOeHsoncynspoxmopuna B 15 mm abc. PhH. Peakumonnyio cmech
BBIJICP)KUBAIOT B TEUCHUE | 9 MPH KOMHATHON TEMIEpaType, 3aTeM KHIIATAT Ha BOASHOU
OaHe B KoJIOE C OOpaTHBIM XOJIOJMIBHUKOM B TedeHHe 1.5 u, mocje 4ero OTrOHSIOT BECh
pactBopuTenb. B oxnakaéHHy0 KOOy ¢ MaciiooOpa3HBIM MPOAYKTOM nomemaror ~50 r
KOJIOTOTO JIbJja, OOpa30BaBLIMKCS OCANOK OT(QMIBTPOBBIBAIOT, IMPOMBIBAIOT XOJOJHOH
Bomoil (3 x 10 Mmu), BBICYIIMBAIOT Ha BO3AyXe M NepeKpHCTaLIM30BbBaroT u3 EtOH.
Boixox 3.64 r (81%). Becusernsie kpuctamist. T. i 153-155 °C. UK crektp, v, cM ':
1188 (SO,), 1314, 1376 (SO,), 1504, 1583, 1606, 1625, 1646 (C=N). Cnektp SIMP 'H, 3,
M. 1. (J, I'm): 2.49 (3H, ¢, CH3); 7.20 (1H, 1, J = 8.5, H-7); 7.38 (2H, n, /= 9.0, H-3,5 Ar);
7.46 (1H, n. o, J= 8.0, J="7.7, H-6); 7.63-7.70 (2H, m, H-4,5); 7.89 (2H, 1, J = 9.0, H-2,6
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Ar); 7.97 (1H, 1, J = 8.5, H-3). Ciextp SIMP °C, &, m. 11.: 25.6 (CH3); 123.1; 123.8; 125.6;
127.4; 128.3; 129.2 (2C); 130.8 (2C); 135.4; 136.2; 140.8; 141.1; 145.2; 160.1. Haiineno,
%: C 57.63; H 3.54; N 4.38. C;csH;,CINO;S. Brruncieno, %: C 57.57; H 3.62; N 4.20.
(2E)-4,6-Au(mpem-6yTii)-2-(8-merokcuxunond-2(1 H)-nanaeH) (uKkiaorenta-4,6-
nueH-1,3-quon (4a). Cmech 0.87 t (5 MMoib) 2-MeTHiI-8-MeToKcMXuHONMHA (3a), 2.20 T
(10 mmonb) 3,5-nu-mpem-0yTnn-1,2-6en3oxunoHa (2) B 5 M AcOH BbigepXuBatoT mnpu
65—67 °C B Teuenue 30 4 (koHTposb TCX). ITo OkOHUAHUM pEeaKIUN OXIaXAEHHYIO peak-
IMOHHYIO cMech pazbaBistor 250 M1 xonmomHo# Bomsl M dkcrparupyior CH,Cl, (3 x 30
). Opranmueckyro ¢pakuuto cymar Hag Na,SO, u ymapuBaroT. [IpoayKT BBIAEHSIOT
KOJIOHOYHO# Xpomarorpadueii Ha kojonke ¢ Al,O; (amoent rekcan—CH,Cly, 1:1) u
cobuparor xéntyto ¢paknuio ¢ Ry 0.50-0.65. Ilocne OTrOHKM pacTBOPUTENS MPOIYKT
nepekpuctamn3oBsBaioT u3 2-PrOH. Bexon 0.23 1 (12%). Xenteie kpucraymsl. T. .
176-177 °C. UK cnextp, v, cM : 1391, 1442, 1459, 1475, 1509, 1568, 1607, 1617 (C=0),
1643 (C=0), 3015-3110 (N-H). Cexrp SIMP 'H, §, m. a. (J, Tw): 1.22 (9H, ¢, 6-C(CH3)5);
1.35 (9H, c, 4-C(CH;);); 4.10 (3H, ¢, OCHj); 6.62 (1H, n, J = 3.1, H-7); 6.65 (1H, n,
J=3.1, H-5); 7.07 (1H, n, J = 0.8, H-7"); 7.29-7.38 (2H, m, H-5',6"); 8.01 (1H, 1, J = 9.4,
H-4"); 8.17 (1H, o, J= 8.7, H-3"); 19.32 (1H, c, NH). Cnextp SIMP Bc MpUBEAEH B TaOI. 2.
Macc-cniektp, m/z (Iym, %): 391 [M]" (3), 373 [M—CO]" (25), 320 (15), 306 (11), 292 (5),
234 (4), 140 (6), 91 (16), 57 (72), 41 (100). Haiineno, %: C 76.25; H 7.38; N 3.55.
C,5sHyoNOj3. Breruncneno, %: C 76.70; H 7.47; N 3.58.
(2E)-4,6-Au(mpem-6yTun)-2-(8-penucyibGounaokcuxunoauH-2(1H)-unuaen)-
nuKIiorenta-4,6-nuen-1,3-quon (4b) nonydaror u3 2-metHi-8-heHUICYIHPOHUIOKCH-
xuomrHa (3b) w 3,5-mu-mpem-OyTtmn-1,2-6eH30xnHOHA (2) AHANOTHYHO METOIUKE
MOJIy4eHHUsl XUHOJTUHTponooHa 4a. Beixon 0.69 1 (26%). XKénteie kpuctamnsl. T. . 174—
176 °C. YIK cnextp, v, cM ': 1188 (SO,), 1227, 1318, 1338, 1353 (SO,), 1390, 1459, 1595,
1560, 1604, 1624 (C=0), 1642 (C=0), 3020-3115 (N-H). Cnekrp SIMP 'H, &, m. x.
(/, Tm): 1.26 (9H, c, 6-C(CHj;)3); 1.36 (9H, c, 4-C(CH;);); 6.74 (1H, n, J = 1.7, H-7); 6.78
(1H, n, J = 1.7, H-5); 7.18 (1H, n, J = 8.5, H-7"); 7.37-7.45 (3H, m, H Ph, H Het); 7.51—
7.65 (3H, m, H Ph, H Het); 7.93-8.08 (3H, M, H Ph, H Het); 18.31 (1H, ¢, NH). Cuektp
AMP C, 5, m. n.: 30.4 (3C, C(CHs)); 31.6 (3C, C(CHs);); 37.6 (C(CHs)s); 38.8
(C(CHj3)3); 115.5 (C-2); 121.4; 123.6; 123.7; 125.1; 125.8; 126.7; 127.5; 129.2; 129.3;
129.4; 129.6; 134.8; 135.5; 135.6; 137.2; 142.2; 154.7; 155.7; 157.2; 173.2 (1-CO); 195.2
(3-CO). Macc-cniektp, m/z (Iym, %): 517 [M]™ (2), 489 [M—CO]" (14), 474 (7), 318 (14),
292 (13), 236 (5), 186 (4), 91 (13), 77 (100), 57 (36), 41 (35). Hatineno, %: C 70.02;
H 5.98; N 2.69. C30H3;NOsS. Beraucneno, %: C 69.61; H 6.04; N 2.71.
(2E)-4,6-Au(mpem-6ytun)-2-[8-(4-xaopdenuicyibponunokcu)xunoann-2(1H)-
WinAeH|uuKiIorenta-4,6-quen-1,3-qmuon (4¢) mnosyyaror u3 2-metmi-8-(4-xmopdenun-
cynbonmnokcH)xuaonuHa (3¢) u 3,5-au-mpem-06ytnn-1,2-6eH30XuHOHA (2) aHAIOTHYHO
METO/IMKE TOJIy4YeHHsI XHHONMMHTponooHa 4a. Beixox 0.39 1 (14%). XKéntbie kpuctamisl.
T. mn. 195-196 °C. UK cmexkrp, v, eM : 1191 (SO,), 1234, 1281, 1319, 1360 (SO,), 1390,
1438, 1478, 1506, 1564, 1586, 1604, 1621 (C=0), 1638 (C=0), 3025-3120 (N-H).
Cnextp SIMP 'H, 8, m. 1. (J, Tw): 1.26 (9H, ¢, 6-C(CHs)3); 1.37 (9H, ¢, 4-C(CH)5); 6.65
(1H, n, J=1.9, H-7); 6.76 (1H, n, J = 1.9, H-5); 7.37-7.42 (3H, m, H-3,5 Ar, H Het); 7.58
(1H, o, J= 7.9, H Het); 7.66 (1H, n, J = 8.2, H Het); 7.92 (2H, &, J = 8.8, H-2,6 Ar); 8.02
(1H, 1, J=9.2, H Het); 8.07 (1H, 1, J = 9.2, H Het); 18.30 (1H, ¢, NH). Cniextp SIMP "°C,
o, M. a.: 30.0 (3C, C(CHjs)3); 31.6 (3C, C(CHs)s); 37.6 (C(CHs)3); 38.8 (C(CHs)s); 115.5
(C-2); 121.7; 123.6; 123.7; 124.8; 125.8; 126.8; 127.6; 129.7 (2C); 130.8 (2C); 134.2;
135.7; 137.2; 141.6; 142.1; 154.8; 155.8; 157.4; 172.8 (1-CO); 195.3 (3-CO). Macc-
ciektp, m/z (Iom, %): 552 [M]" (5), 524 [M—CO]" (28), 508 (10), 376 (4), 332 (26), 292
(24), 248 (12), 111 (100), 91 (10), 75 (17), 57 (26). Haiineno, %: C 65.48; H 5.41; N 2.51.
C30H3oCINOsS. Beruncineno, %: C 65.27; H 5.48; N 2.54.
(2E)-4,6-Au(mpem-oyTna)-2-(8-ruapoxcuxunoaun-2(1H)-unuaeH) HuKIorenTa-
4,6-nuen-1,3-quoH (5). K pacteopy 0.5 r coeaunenust 4b nim 4¢ B 5 min EtOH no6Gasisror
2.8 M1 1 M pacrBopa KOH u kumatsaT Ha BOASHOH OaHe B KojOe ¢ 0OpaTHBIM
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XOJIOJMIBHUKOM B TeueHHe 14 nnn 5 4 (B ciry4ae coeauHeHus 4b miu 4¢ COOTBETCTBEHHO).
PeakimoHHYI0 CMECh OXJIAXKIAIOT JI0 KOMHATHON Temreparypsl, pasdasisiror 30 ma H,0,
MOJKHUCIIAIOT 10 HeWTpanbHOi peakumu 0.1 M pacrtBopom HCI, BemaBmmii ocanok
OT()UIBTPOBEIBAIOT, IMPOMBIBAIOT BoJOM (3 X 30 M) M mepeKprUCTaIUTH30BEIBaOT 13 PhMe.
Boeixon 0.20 r (53%, u3 coenunenus 4b) u 0.26 v (77%, u3 coenunenus 4c). Kénteie
kpuctael. T. mn. 257-258 °C. UK cnekrp, v, oM 1216, 1241, 1286, 1303, 1331, 1362,
1387, 1397, 1432, 1474, 1524, 1575, 1587, 1622 (C=0), 1635 (C=0), 3010-3160 (N-H),
3165-3205 (O-H). Criextp SIMP 'H, 8, m. 1. (J, Tm): 1.20 (9H, ¢, 6-C(CHs);); 1.34 (9H, c,
4-C(CHs)3); 6.58 (1H, n, J = 1.7, H-7); 6.66 (1H, n, J = 1.7, H-5); 7.16-7.24 (3H, M,
H-5',6',7"); 8.02 (1H, n, J = 9.4, H-4"); 8.08 (1H, 1, J = 9.4, H-3"); 11.11 (1H, ym. ¢, OH);
18.45 (1H, c, NH). Cunexrp AMP Bc npuBeneH B Ta0n. 2. Macc-cuiextp, m/z (1o, %): 377
[M]" (8), 349 [M—CO]" (50), 318 (10), 306 (33), 278 (9), 234 (7), 186 (7), 91 (16), 57 (77),
41 (100). Haiineno, %: C 76.83; H 7.18; N 3.74. CyH,7NOs. Boruucneno, %: C 76.36;
H7.21; N 3.71. Iogxomsamme mis PCA KpuCTammsl XHHOJIWHTPOIIONOHA 5 yHanochk
MOJYYHUTh TOJBKO NpH KpucTayumzanun u3 EtOH. JKénteie kpucrammer. T. mr. 264-265 °C.
C,4sH»7NO;5-C,HgO. Haiineno, %: C 74.01; H 7.58; N 3.44. C,4;H,;NO5'C,HO. Brrumcneno, %:
C73.73; H7.85; N 3.31.

PenTreHocTpykTypHoe HcciaegoBaHue coeguHenus S. [lapameTpsl sieMeHTapHOM
SYEHKN KpHUCTaIa U TPEXMEPHBIH HAOOp MHTEHCHBHOCTEH UISI COCNMHEHUS 5 TOydYCHBI
Ha aBromudpakromerpe Xcalibur Eos (MoKa-nu3nydenne, rpaduTOBBIE MOHOXpPOMATOP,
150 K). JKéntele MOHOKIMHHBIE KpHCTaLiel; OpyTrro-dopmyna C,4Hy;NOyC,HeO;
M 423.53; a 18.5951(5), b 7.30789(14), ¢ 18.1514(4) A; B 108.417(3)°; V 2340.29(10) A’;
Z4; dyy 1.202 F/CM3, npocrpaHcTBeHHas rpymnna P2/c. UnurencuBHocTu 15232 pedaexcor
H3MepeHsl B nHTepBajie yrios (20 < 60°) metonoM o-ckaHupoBauwus. [locie ycpenHeHus
MHTEHCHBHOCTEH SKBUBANCHTHBIX pedIekcoB paloumii MaccuB m3MepeHHbIX F (hkl) n
o(F?) cocraBunm 7399 HesaBHCHMBIX peduiekcoB, u3 KoTOpeix 4143 ¢ F2> 4o(FP).
Crpykrypa paciiugpoBaHa NpsSMBIM METOJOM W yTOYHEHa mnoiHoMaTpuunbiM MHK
OTHOCHTENBHO F° B aHH30TPONHOM HPUOIMKEHHH JUIl HEBOJOPOIHBIX ~ATOMOB
(BOOpOHBIE aTOMBI YTOYHEHBI M30TPOIMHO) ¢ Hcronb3oBaHueM nporpammbl SHELXTL
[21]. KoHeunble mapamerpbl yTouHeHHs s coequHeHus 5: Ry 0.061 mo HaOmogaeMbiM
pedaexcam ¢ [ > 20(/) n Ry 0.111 no Bcem cobpanusM pediaexcam, GOOF 1.000.

[TonHbIE TAONMMIBI AaTOMHBIX KOOPIWMHAT, JUIMH CBSI3€H, YITIOB CBA3EH M TEPMHUYECKHE
napameTpbl COeJMHEHHs 5 AenoHpoBaHbl B KeMOpupkckoM OaHKe CTPYKTYPHBIX AaHHBIX
(memonent CCDC 1002737).

KBaHTOBO-XMMHYecKHe Pacy€Tbl BBITIOJIHEHBI METOJOM TeOopuu (yHKIHOHATIA
mwiotHocTH (DFT) ¢ Tpéxmapamerpuueckum norennuaioM B3LYP B BaneHTHo-paciien-
néunoMm Oazuce B3LYP/6-311++G(d,p) [22] ¢ ucmonb3oBaHUEM MPOTPaMMHOTO TTaKeTa
Gaussian-03. VnenTndukanys Bcex CTAMOHAPHBIX TOYEK OCYIIECTBIEHA IyTEM pacueTa
matpuusl ['ecce. 3apsaapl Ha aTOMax pacCYUTAaHbI IO cXxeMe MauKeHa.

Paboma evinoanena npu @uuancosoii nodoepicke PODPU (epanm 12-03-
00179a), Ilpoecpammer omoenenus XHM PAH (OX-1) u Cosema no epanmam
Ilpezudenma PD (epanm HIII-274.2014.3).
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