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PEHM2EHOCMPYKMYPHbLIE aHAAU3

OcywecTeneH cuHTes ruapoxiopvaa (2-puatnnamnroaTun)-amuga 1-annun-4-rugpokcm-2-

0KkcOo-1,2-4urnapoxunonnH-3-Kap6oHoBOs kncnoTel. lposeaeHo PEHTreHOCTPYKTYPHOe uccrie-

A0BaHue CUHTEe3UPOBAHHOIro coennHeHus. N3y4yeHbl JHIOMUHECLUEHTHbIe CBOWCTBA KOMIIEKCa
- groro nuraHpa c repbéuem (lll) B pacrsope.

LANTHANIDE COMPLEXES OF HYDROCHLORIDE 1-ALLYL-4-HYDROXY-2-OXO-QUINOLINE-3-
CARBOXYLIC ACID (2-DIETHYLAMINOETHYL)-AMIDE

A.V.Yegorova, Yu.V.Skripinets, V.P.Antonovich, 1.V.Ukrainets, L.V.Sidorenko, V.B.Rybakov,
V.V.Chernyshev

The synthesis of 1-allyl-4-hydroxy-2-oxo-quinoline-3-carboxylic acid (2-diethylaminoethyl)-ami-
de hydrochloride is carried out. The X-ray diffraction research of the compound synthesized has
been performed. The luminescence properties of the complex this ligand with terbium (lll) have
been studied in solution.

KOMIVIEKCHI CITOJIYKA JIAHTAHIAIB 3 TAPOXJIOPUAOM (2-4IETUJIAMIHOETWIT)-AMIAY
1-ANlIN-4-TIQPOKCH-2-0KCO-1,2-ANrAPOXIHOJIIH-3-KAPBOHOBOT KUCNOTH

A.B.€roposa, 10.B.Cxpunureus, B.I1.AHroHoBuY, I.B.Ykpaineus, J1.B.Cugoperko, B.b. Pubakos,
B.B.YepHuunwos

3airicHeHo cuHTe3 rigpoxnopuay (2-aiernnaminoerun)-amigy 1-anin-4-rigpoxcun-2-okco-1,2-
AUNriapoxiHoniH-3-kapGoHOBOT KMCNoTH. NPOBEREHO PEHTreHOCTPYKTYPHE AOCHIAKEHHSI CUHTE-
30BaHoOI cronyku. Bus4eri MOMIHeCLEHTHI BTaCTUBOCTI KOMNIEKCY UbOro AiraHay 3 Tep6iem (n)

Y PO3YnHi.

Honbl nanranunoB (Ln) B pacTBOpax MpOCTHIX
coneit 06JagaT NIOMUHECIIEHTHBIMM CBOMCTBAMHU,
O0YCJIOBNIEHHBIMY MEPEXO[AMYU 3EKTPOHOB BHYTPH
4f- nmubo 4f-5d obonouxu. llupoxoe npuMeHeHwe B
adayM3e Hauud f-f mepexompl, OTBETCTBEHHEIE 32
Y3KOIIOJIOCHBIE CTIEKTPHI JITOMUHECLICHIIMH HOHOB JIaH-
tanunos: Tb(11I), Dy(111), Eu(I11) u Sm(III) B Buau-
MOH obnacTu criekTpa. OIHAKO, BCIEICTBUAE HEGOb-
WUX 3HAYEHUHA MOMSAPHBIX KO3(PHUIIMEHTOB MOINI0-
uieHud (ot 1 go 10) uHTeHCUBHOCTD 4f-TIOMHUHECTIEH -
LIMH HEBENKKA. B CBSI3M C 5THIM HCITOJIB3YIOT SIBJICHUE
CEHCHOMIM3aLMY JIIOMHHECIIEHIIMM, HAaOIIoAaeMoe B
KOMILUTEKCHBIX COeUHEHUSIX Ln ¢ opraHmyeckumu
JIMI'aHIaMi, KOTOphle, 001axas BRICOKMMM 3HAYEHMUSI-
MU MOJIAPHBIX KO3hdUIMEeHTOB noromenus, 3¢ dek-
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THUBHO IOTNIOLIAIOT SHEPruio Bo30yxkaeHus. Ecnu npu
STOM HEPI'Us TPUILIETHOTO COCTOSTHUST JINTAH/IA PaB-
Ha WK Gonblie Pe30HAHCHOTO YPOBHA MOHa Ln, To
OHa MOXeT nepenaBaTbest emy. MoH mnepexomur B
BO36YKAEHHOE COCTOSTHME M 3aT€M BHICBEYMBAET, BbI-
JeJisisl KBaHT cBeTa. MHTEHCHBHOCTD JIIOMUHECLIEH-
UMY OTAEJIbHBIX NAHTAHUIOB IIPU 3TOM MOXET 3Ha-
YUTEBHO BO3PACTAaTh, HHOTAA Ha HECKOJILKO MOPSII-
KOB BEJIMYIMHBL,

TToMrMO TeOpeTHYeCKOro MHTepeca, UCCAenoBa-
HUEe XeIaTHHIX coefuHeHMit L.n ¢ opraHuyecKuMmMm
JIUTaHJaMH IIPEACTABISIET U CYIIECTBEHHOE TIPaKTHU-
YECKOE 3Ha4YeHUe, MOCKONBbKY CEHCHOWIH3NPOBaH-
HYIO 4f-TIOMHUHECHEHITNIO B TAKUX KOMITIEKCAX MOX-
HO 3(h()EKTUBHO UCTIONB30BaTh HE TONLKO JUIS JIIO-
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MUHECLIEHTHOTO OIIpe/e/IeHUs] CaMMX JIAHTAHWIOB,
HO M B KaYeCTBEHHOM W KOJHYECTBEHHOM aHaJIM3e
COOTBETCTBYIOLUMX JIMTAHIOB, KOTOPHIMU MOTYT OBITh
pa3sMyHble OMOJIOTUYECKHM AKTUBHEIE -BEINECTBA, B
TOM YMCJI¢ M JIEKapCTBEHHBIE IIPENaparbl (C LIEIbIO
M3y4eHHS MX HapMaKOKMHETHKH M TepaIleBTHYECKO-
ro MoHuropuura) [1-2]. Xopomo 3apekoMeHmoBaI
ceOsl TaHHBI METOX M B ONpPENENCHUU PANTUYHBIX
6roo6bekToB, B yactHoctu, JHK [3-4], B mMmyHO-
aHaygu3e [5] v npyrux o6mactax [6]. -

lpomomkaa Haiy UCCIETOBAHUS MO ITOMCKY Bbi-
COKO3(GEKTUBHBIX JIMTAHIOB B PSOY IPOM3BOIHbIX
2-0Kc0o-4-ruaIpoKcUxuHONMMHa [7], BaHHOE coobure-
HHUE MOCBALICHO M3YYEHHIO KOMIUIEKCOOOpa3oBaHuUs
H CHEKTPaIbHO-TIOMUHECLIEHTHBIX CBOHCTB KOMII-
nekcoB noHoB Ln(III) (Sm, Eu, Tb u Dy) ¢ rugpo-
XJIOPUAOM (2-AUSTWIAMUHOSTIN)-aMuaa 1-amnun-4-
TWIAPOKCH-2-0KCO- 1,2~ THIriIpOXNHOIIH-3-KapGoHO-
BOH KMCHOTHL (2) (cxema).

Kak okasarnocs, nomydeHHbLi aMUIUPOBAHNEM ITH-
n0BOro 3dupa 1-aumun-4-rugpoxcu-2-okco-1,2-mm-
TUAPOXUHONNH-3-Kap6oHoBoi KucioThl (1) auaTwi-
AMMHO3THJIAMHHOM aMull 2 00pa3yeTr KOMIUIEKCHbIE
coemHeHus ¢ woHamu Tb(Ill), Dy(III), Eu(IIl) u
Sm(III), B KOTOpPBIX 32 CYET BHYTPUMONEKYISIPHOI'O
MIEpeHOCa 3HEPIrU BO3OYXICHUS] OT MOJIEKYNIb JIH-
ranga Ha noH Ln(I1l) meiicTBuTensHO Habmomaercs
CeHCUOMMM3aLMs JIOMMHECLIEHIMHM, TIPUBONSAINAST K
CYIIECTBEHHOMY NOBBLILIEHUIO MHTEHCUBHOCTH 4{-1110-
MUHECUEHIMH JTaHTAHHIOB.

HccnenoBanne ONTHYECKMX XapaKTEPHUCTHK JIH-
FaH/Ia IOKa3ajio, Y10 B YP-0651acTH CHEKTPa eCTh [Be

TIOJIOCE! TIOTTIOLIEHMS ¢ MAKCHMMyMaMu pu 238 Hwm
€=6,91-10% 5~ moms™ - cm™l) 1 290 rm (6=2,58 - 10 1 -
* MOJIb™ 'CM_I). brnarogapst asToMy Bo3moxHa mepe-
Jla4a HEepruu BO3OYXIEHHUSI Ha MOHBI JIAHTAHUIOR.
TpurieTHeI YpOBEHD JNUIaHOA, PACCYMTAHHBI U3
CHeKTpoB ¢GocopecHEHUUN KOMIIEKCOB Ln{III) c
amuzom 2 mpu 77K, cocrasister 22150 cm™l, gro
3HAYUTENIPHO TMPEBBILAET SHEPTHH NEPBbIX BO3OYXK-
AenHbIX YposHeii (ET) monos To(I1I), Dy(I1I), Eu(III)
1 Sm(IIT) (1a6n. 1). OTHOCHUTEILHBIE MHTEHCUBHOCTH
moMunecteHnd (Iuom) Mostoc, OTBeYalOIIuUX CBepX-

- 4yBCTBUTENIBHBIM IepexonaM (CUIT), npeacraBneHst

B Tabu. 1.

YcraHoBneHo, 4to HauGosee MHTEHCUBHYIO TO-
MUHECHEHIMIO NIPOSIBNIAET HOH Tepous. CoekTp Jo-
muHeceHunn Th(III) B komItekce ¢ amumom 2 (puc.
1) cocTonT U3 Tpex monoc, HauGonee UHTEHCHBHOM
U3 KOTOPBIX ABJIAETCSA IIOJIOCA C MAKCHMyMOM NIpH
546 um (riepexon 5D4—>7F5). Cnextp B030yXueHUS
KOMIUICKCA IPEACTaBleH Ha puc. 2. OnruMuzaius
YCIIOBHI TIOTy4eHVsT TIOMHUHECHIEHTHOTO CUTHATA TIPO-
BelleHa ¢ ucnomnb3oBaneM Tb (TI1).

Jlromunecuenuus kommekca To(II) ¢ amugom 2
HaOI07aeTcsl B MIMPOKOM HMHTEPBaJie KUCAOTHOCTH
(pH 3,5-12,5, puc. 3) ¢ makcumymom npu pH 9,0-
11,0, uro gocTHraeTcsi BBEXEHHMEM aleTaTHO-aMMU-
ayHoro Oy¢epHoro pacrsopa (pH 10).

JUI IOCTIDKEHUS MAaKCHMAbHOH MHTEHCUBHOCTH
JmoMuHeCHeHUMH (Lnom) HEOOX0MM 10-KpaTHBII 13-
OBITOK peareHTa 1o OTHOLIEHHIO K MOHY JIaHTAHW/A.
Meronom orpaHmyeHHOTO TOrapudMUpPOBaHUS yCTa-
HOBJICHO COOTHOIEHNE KOMIOHEHTOB B KOMIUIEKCE

Tabnuua 1

[fapameTpbl CNekTpos NIOMUHeCLEeHUMM NoHoB NanTaHnaos (Tb, Dy, Eu 1 Sm)

B KOMMNeKcax ¢ amuaom 2 (CLn=1+10" Monb /71; Camag 2=1+10"% Morib /)

VoH naHTaHuAa Nepexofbl A, HM Er, oM’ Iriom., % (ronocel CYIM)
Da—Fs 490
Th(Il) Da—>"Fs 546 20500 100,00
Da>'F4 590
4 6
Fo/2> Hi2 480 1000 5,80
DydIln) 4F9/2—>6H11/z 570 2 !
>Do—"Fo 580 '
Eu(Hl) >Do—>"F1 590 17300 6,80
*Do>'F 612
4GS/2—>6H5/2 562
Sm(i) 4Gs/2->%H2 595 17900 0,28
Gs/2—>"Hgy2 640 :
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7 7 lnow, OTH.EAO.

550 ' 600
InnHa BOMHBI, HM

Puc. 1. CnekTp niomuHecyeHuyuy Th(lll) B8 komnnekce
C aMuaom 2 (SCTbB+=1-1O'6 MOnb /1,
Ca'MMJJ 2=110" MOﬂb/}'I,' }\,5036,=34O HM).
Th:amun 2=1:3. IIpu onpeneneHuy KBAHTOBOTO BbI-
xona moMuHecueHumu (Q=0,32) HCIONB3OBAH Me-
TOIMKY, ONKCaHHYIO B pabore [8], B KadecTBe craH-
Japrta npuMeHsu cynabdar xuauHa (Q=0,546 8 1 M
H2S04).. , 7
Haubonpuias Iom TepOust HAGMIOHAETCS B BOTHOM
pacTBOpe KOMIUIEKCA, B TO BpeMs KaK BBEICHHE B
cucremy 50% 06. opraHHYeCKMX pacTBOPUTEIIEH (9Ta-
HONA, MET3HOJIA, [pomaHoina-2, aueroHa, JAM®A
wi IMCO) npiBOIMT K €€ 3aMETHOMY CHIDKEHHIO.
H3BecTHO, 9TO MHTEHCUBHOCTD JIOMHHECLEHIIMH
JTAHTaHU/I0B, KaK TIPaBUJIO, YBEIIMYUBAETCS B IIPUCYT-
crBun [IAB wim nOHOpHO-aKTHBHBIX BEHIECTB, Ha-
nipuMep, TpuokTHidochunokcuna (TODO). B ceasu
€ 5TUM OBUIO PACCMOTPEHO BIMSHME HEKOTOPEIX I[TAB
u TOPO Ha Iuom Tb B KOMITIIEKCE ¢ ammaoM 2. TIpu
3TOM YCTaHOBJIEHO, 4TO npucyTcTBue IIAB wm
TODO He3HAYUTENBHO TacuUT WIH HE BIMAET Ha
WHTEHCUBHOCTb JIOMUHECLECHUMU TepOUs B KOMII-
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LnHa BOAHLL, HM
Puc. 2. CnekTp BO30DYXfeHMa koMnnekca Th(amuma 2)3

(Crb3+=1-10 monb /51; Camun 2=1-10'5 Monb/1;
)\,3MV|(;.=545 HM).
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lriom: OTH.EA,.

0 r v 11 1
2 4 6 8 10 12 pH
Puc. 3. 3aBucnmMocTb Inpw koMnnekca Th{amung, 2)3 ot pH
pactsopa (Crp3¥=1410" Monb /1, Camug 2=1410"" Monb/A;
}\,5036,=340 HM, kaMmc,z 545 HM).
JeKce ¢ aMuaoM 2. DTOT HETPUBUAIBHBLA (BakT Tpe-
OyeT CHeLUaTbHOIO U3YYEeHHUS CTPYKTYPHI KOMILTEKCA.
IIpoBeneHo u3yyeHHe MITAPKOBCKHUX KOMIIOHEHT
Do Tj (5=0,1,2) mepexoioB B CHEKTPax JIOMUHE-
cuenuun xomrutekca Eu(IIl) ¢ ammmom 2 (puc. 4).
W3seectHO, uro MoHH Eu(Ill) MMEIOT OTHOCHTENBLHO
NPOCTYIO KapTuHy paciuervienust ~“Do—'Fj yposreii B
T10)I€ JIUTaHJI0B, YTO MO3BOJIIET UCIOIB30BaTh JaHHEIE
JIOMUHECUEHLIVH JUIST OTTUCAHUS CTPOCHUS M CITEKT-
PAJIBHBIX CBOWMCTB ITOMYYEHHBIX coemguHenwmit. Kak
BUIHO M3 pUC. 4, UHTEHCUBHOCTh TQJIOCH], COOTBETCT-
BYIOLUEH MarHUTHO~IHIIOIBHOMY Do—'Fy repexo-
Iy, Ha TIOPSIOK HIDKE MHTEHCUBHOCTH TTOJIOCH “CRepX-
YYBCTBUTEJNBHOT0” 3JICKTPOAUIIONBHOIO Iepexona
Do—"Fa. Ha nocnensmii mpUXoaNTCst OCHOBHAA [0~
Jis1 DHEPTUM U3NYYeHUs], CPaBHUMAs ¢ THTEHCHBHOC-
THIO MOJIOCHI, COOTBETCTBYIOHIEH >Do—>'Fo nepexony.
Ilo xapakTepy CIeKTpOB JHOMHMHECLEHIHH MOXHO
MIPEATIONOXUTh BBICOKYI0 CHUMMETPHIO KOMILIEKCA.
59 laom, OTH.EA.

i
620 640
LnnHa BONHbI, HM
Puc. 4. Cnextp niomurecueHumm Eu (1Y) B komnnekce ¢
amuziom 2 (Ce3"=1410" Morb /n; Cammg 2=1410"* monb/1;
A036.=340 HM).
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Tabnuua 2 Ta6bnuua 3
OnuHbt ceasen | (A) B cTpykType ammnaa 2 BaneHTHble yrnbl o (rpap.) B cTpykType amuvpa 2
CoAzb . I Ceasb I BaneHTHble yrnbi ) BaneHTHble yrab ®
N-Ci2) 1,3802(10) Cis)-Crs) 1,3987(10) Cy-Nm-Cpoy 122,91(4) Ce)-Cis)-Cay 122,22(4)
N-Cao) 1,4100(10) Cle)-C) 1,3538(11) C-Nwy-Con | 116,97(4) CnCie)-Cs) 121,50(4)
Ny-Can 1,4702(10) Cn-Cs) 1,3903(10) Co)-Ny-Cmy 120,11(6) Cie)-Ci7y-Ca) 119,58(4)
C(2)-O(21) 1,2451(10) Ca)-C(9) 1,3808(11) 0en-C)-Nmy 18,19(4) C(9)-CUs)-C(ny 120,79(6)
C2)-C3) 1,4284(10) C9)-Crroy 1,3929(11) O@n-C2)-C(3) | 123,34(6) C(8)-C(9)-Cri0) 119,76(4)
C(3)-Ca) 1,3863(10) Cm-Ca) 1,4824(11) Nm-C)-C3) 118,46(4) N-Ci0)-Cro) 121.84(4)
C(3)-C31) 1,4761(11) Ca2)-Caz) 1,2953(8) Ca)-C3)-Caany 118,514) N@)-C10)-Cis) 118,63(6)
C31-O3) 1,2565(9) C(35)-Ng3s) 1,4639(11) Ga-C3)-C 119,65(6) C9)-C10)-C(s) 119,53(4)
Ci3-N@a2) 1,3159(10) N@6)-Ciz) 1,4590(11) Can-Ce)-Cy | 121,83(4) Ca-Can-Ny 113,49(4)
N(32)-C(34) 1,4559(11) Ne)-Cian 1,4717(10) 0@3)-Can-N@2) | 121,0006) | Cpz)-Can-Com 127,60(4)
C34)-Ca3s) 1,4601(10) N(z6)-H(36) 0,962(3) O@3)-Can-Cay | 19,14) | Nie)-Cas)-Caay | 15,58(6)
C(4)-C(41) 1.3236(9) Cian-Ci3s) 1,2704(9) NE2)-Cisn-Ciz) | 119,87(4) | C3s)-Ne3sy-C(39) 111,93(5)
C(a)-C(s) 1,4271(11) C(39)-C(40) 1,3343(10) Can-N@2)-Czay | 121,83(4) | C35)-Nzs)-Ciany | 109,88(5)
Ci5)-Crio) 1,4050(9) Nez2)-He2) 0,824(3) C35)-C34)-N@2) | 111,96(6) | C39)-Nese)-Cany | 107,47(7)
Oan-Hiay 0,856(3) Owa)-Cra)-C3) | 122,16(6) C(35)-N@36)-Hize) | 114,09(15)
Own-Car-Csy | 16,56(4) | Cz9)-Ngze)-Heey | - 110,60(16)
mp%ﬁ??&ﬁé&iﬁ?&ﬁ?&%ﬁﬁﬁgoKmopt{nl;{[ae;;a—l Ce)-Ca-Ces) | 121,28(4) | Can-Niey-Hasy | 102,26(13)
Ha 1-amnun-4-runpokcu-2-0Kco- 1,2-AMriIpOXHHOMH- C10)-C5)-Cey | 118,80(6) | Cizs)-C3n-N@sy | 129,87(5)
3-kapOOHOBOH KHUCIOTHI, €ro YCTONYUBOCTD U BBICO- Co1-Ces)-Cray | 118,98(4) | Cra0)-Czo)-Nie) | 126,79(6)
KW KBAHTOBBIH BBIXO/ H}OMHHCCHCHH}II/I OTKPBIBAIOT Can-Ni@2-Heo | 14,99018) | Caay-Naea-Hez | 123,18(18)
MEPCIEKTHBY MCIIONB30OBAHUS ‘TAHHON aHaJIMTUYEC- Clay-Oten-Hian | 106,90(19)

KO# (hOpMBI 17151 YYBCTBUTE/IBHOTO OIPEesIeH s Tep-
Ou4 B €ro COeJMHEHMsIX, a TAKXE B KAYeCTBE 30HAA B
OHOJIOTYECKOM AHAIH3E.

3KcneplllMEHTaanaﬂ YacTb

Crrextp IMP 'y amuga 2 3anucaH Ha npubope
Varian Mercury-VX-200 B pacrsope JIMCO-Ds, pa-
Gouas yacrora 199,97 MT'u, BHyTpeHHHII CTaHIapT
— TMC. B pabore uConb30BaIH HCXOAHBIE PACTBO-
pot (1- 1072 MOJIb/JT) XJIOPUAOB TepOMs, AUCIIPO3Hs,
€BpONM M CamapHsi, KOTOPHIC TOTOBHIM PacTBOpE-
HUEM COOTBETCTBYIOIIHX_OKCHIOB BHICOKOM YaCTOTHI.
Pactsop amuza 2 (1 10™ Monb/mn) rOTOBWIH PacTBO-
PeHHEM TOYHOIl HaBeCKW Hpemnapara B MUCTHILUINPO-
BaHHOM Bozae. 3Havenust pH pacTBOpoB ycraHaBiM-
BaJlM C [TOMOLUBIO alieTaTHO-aMMHAaYHbIX 6ydepoB U
M3MEPSUIM CTEKISTHHBIM 3JIeKTponoM Ha pH-merpe
OP-211/1 (Radelkis). B paGore MCIIONB30BaHE TAKKE
BOJHBIEC PACTBOPEI IOBEPXHOCTHO-AKTHBHEIX BEIECTB
(TIAB) 1 3TaHQIBHBIN PAaCTBOP TPHOKTHAPOCHUHOK-
cuga (1,19510"2 MOJIb/NT). JIIOMUHECIIEHIIHIO BO36YXK-
Jany U3NyYeHHeM PTYTHO-KBaplieBoii mammnl CB]I-
120A co cerodunbTpoM YPC-2, CIEKTPHI IIOMHHE -
CUEHLMU perucTpupoBanu B obnactu 400-640 uM ¢
nomoinsio crniekrporpaca MCII-51 ¢ dorosnexpu-
yeckoit mpuctaskoit PIIT-1. CrriekTpbl BO36YKIeHMs
W JIIOMUHECHEHLIMY PETUCTPAPOBATH TaKXe Ha CIIEKT-
podayopumerpe Aminco-Bowman Series 2 (Roches-
ter/NY, USA).. CiekTphl TOTJIOICHHS PETHCTPHPO-
By Ha cnekTpodoroMerpe Lambda-9 (Perkin El-

mer), ucronb3osaay 10 MM KBapueByio KioBery. Tpu-
TUTETHHIE YPOBHM JIMraHna u3Mepsuid mpu 77K.

Tuapoxnopun (2-amoTHAAMHHOITRN)-amMupa 1-an-
UN-4-rUAPOKCH-2-0KC0- 1,2 - THMMIPOXMHOMH-3-Kap-
Gonosoii kucaorsi (2). K pactsopy 2,73 r (0,01 Mons)
3TwiIosoro s¢upa 1-ammun-4-rugpokcu-2-okco-1,2-
JUTHAPOXHUHONMH-3-Kap60oHOBoi Kucnorhl (1) B 30 mi
3TaHoMa pubasisuoT 1,56 M (0,011 Mojb) nusTivi-
AMUHOSTWIAMMHA ¥ KMIATAT ¢ 0OPATHBIM XOJIOIWIb-
HUKOM B TedeHHe 4 v. Oxuaxpmaior, npuGaBisioOT
HAacCBIIEHHH ra3oobpasHsiMm HCl stanon gpo pH
PEaKIIMOHHOi cMeCH 3 M OCTaBIISIIOT Ha HECKOJBKO
yacosB 1pu TeMreparype -5-0°C. Boigenusimiica oca-
JOK aMH[1a 2 OTIIBTPOBbLIBAIOT, TIPOMBIBAYOT OXJIAXK-
JEHHBIM CHUPTOM, cymar. Beixox — 3,49 r (92%).
T — 215-217°C (atanon). Cnextp TIMP: 16,72
(1H, c, OH); 10,80 (1H, c, HN+); 10,47 (1H, T,
CONH); 8,08 (1H, o, H-5); 7,78 (1H, 1, H-7); 7,62
(1H, n, H-8); 7,35 (1H, T, H-6); 5,88 (1H, M, CH);
5,07 (2H, n, NCHp2); 4,78 (2H, n, =CHby); 3,77 (2H,
Kk, NHCHb»); 3,12 (6H, M, CH2N(CH2)2); 1,14 m.n.
(6H, T, CH3 x 2).

PenTresocTpykTypHOE HCCIEAOBAHAE aMAA 2 TIPO-
BEeJEHO Ha aBToMaTHdecKoM nudpakromerpe CAD4
[9] na uamygsenn MoKa (rpaduroBbiii MOHOXpOMa-
TOp, ®-CKanupopaHue). Ilapamerps aneMeHTapHoit
STIEHKH OTIPENEISUTH U YTOYHSLUIU 1o 25 pedpriekcaM B
uHTepBaie yrioB 14°<6<15°. Kpucrtaursl H3ydeHHOTO
COCMUHEHMSI OTHOCSTCA K TPUKIAMHHONW CHHIOHMH
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MexXMONeKynfpHbIE KOHTaKTbl B CTPYKTYpe MCC/IeloBaHHOMO amnaa 2*

Tabnuua 4

D-H d (D-H) d (H..A) d (D..A) ® (DHA) A (Cg“rfg‘;;ﬁ::f“a"
Con-Hua) 0,97 2,644 2,264(2) 102,19 O@ (x, v, 2)
C(13)-H3a) 0,93 2,877 2,561(2) 100,28 Ng) (%, y, 2)
N@32)-H3) 0,824(3) 2,652(2) 1,962(3) 140,7(3) O (X, v, 2)
C4)-H(z4a) 0,97 2,736 2,467(1) 95,47 O@s) (X, ¥, 2)
C(35)-H(35A) 0,97 3,301 2,835(2) 110,44 O@3) (%, Y, )
N36)-H(36) 0,962(2) 3,100(2) 2,143(3) 173.2(2) Clgy (x, v, 2)
Ci38)-H(380) 0,96 3,762 2,946(2) 143,57 Cwy (x, y, 2)
O(a1)-Hian 0,856(3) 2,457(2) 1,675(3) 150,7(3) O@E3) (X, ¥, 2)

Cie)-Hie) 0,93 2,765 2,461(2) 99,12 Owy (x, y, 2)
Cimy-Huia) 0,97 3,256 2,560(2) 128,70 Oy (-x, 1-y, 1-2)
Can-Hng) 0,97 3,71 2,888(2) 143,28 Clgy (x-1, y+1, 2)
Cig)-H(9) 0,93 3,883 2,971(2) 167,08 Cly (x-1, y+1, 2)
C3)-Hia) 0,93 3,361 2,563(2) 144,14 Oqany {-x, 1-y, 2-2)
C34)-H(3ag) 0,97 3,765 2.996(2) 137,11 Clay (1-x, -y.
C(38)-H(388) 0,96 3,414 2,773(2) 124,94 O {-x, -y, 1-2)

* D - aToM-foHOp; A - aToM-akuenTop; H - aTom Boaopofa; d - paccTosHue 8 A, ® = yron 8 rpap.
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Puc. 5. PacnonoxeHue atoMoB B Mosiekyne ammuaa 2 n ux
HyMepaLma. DNUNCoMabl TENNOBLIX KonebGaHuiA NpeacTas-
fieHBl € BepoATHOCTHIo 30%.

(nmpoctpaHcTBeHHas rpynmna P-1) ¢ mapamerpamu
aneMeHTapHol sueiiku: a=7,138(5), b=12,003(10),
c=12,047(10) A°, a=107,75(2), B=103,59(2) vy=
=85,61(2)°, V=955,5(13) A°3, Z=2, dppu.=1,320 r/cM3,
p=0,224 mm . TlepBuyHas 06paboTKa MUdPaKUUOH-
HBIX JAHHEIX [TPOBOAWIACH C MCIIONB30BAHHEM IIPO-
rpammHoro komiviekca WinGX [10]. Crpykrypa pe-
HIEHA [PSIMBIMU METOAMH M YyTOUHEHA B aHU30TPOII -
HOM IPUOMKEHIH IS TETUIOBBIX MapaMETPOB HEBO-
JOPOAHBIX aroMoB. ITo3MIMM aTOMOB BOAOPOAA B
STWIBHBIX TPYIIax M B -XMHOJIOHOBOM (parMeHTe
MOJIEKYJIBI PACCYMTAHBI U3 TEOMETPHYECKHX COO0pa-
XEHMI M YTOUHEHHBI B paMKaX MOIEIH “aroMa-Haesl-
Huka”. B KauecTBe M30TPONMHOM TEIUIOBOM IONPaBKU
Unso(H) ucrons3oBanach vHAMBUAYaTbHAS TEIUIOBASA
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TIOTpaBKa cOOTBETCTBYIONIEro atoma yiiepona Uska(C).
Pacuer nposoamics o dopmyine: Uuso(H)=1,5(1,2) -
* Usks(C). ATOMBI BOIOpOZA THIAPOKCHIBHON Y aMMI-
HO¥ TPYIII JIOKATW30BaHB OOBEKTMBHO M3 PA3HOCT-
HOTO CHMHTE3a MEKTPOHHOM IUIOTHOCTU M YTOYHEHHI B
M30TPOINHOM IpHOTIDKEHHY MHANBUAYaIbHO. Peure-
HUE U YTOYHEHHE KPUCTAUTMYECKON CTPYKTYPHI ITPO-
BODWIOCH 1O IporpammHomy Komiuiekcy SHELX97
[11] mo R1=0,0451 (wR2=0,0704) o 4153 He3aBUCH-
MbIM peduiekcam ¢ I1>2c(]) u exaluM B MHTEpBAIE
yros 1,62°<0<25,97° (Rint=0,0677) ipn 249 yTo4Hs-
eMbIx napamerpax. OcraroqHas 97€KTPOHHAs IUIOT-
HOCTb cocTaBua Dpmaxc / Dpmun=0,304/-0,164 ¢ - A”
3 Tlonnas Kkpucraorpadugeckast THGoOpMauus ae-
nonuposana B Kem6pumkckoM banke CTpyKTypHbIX
Hannwpix (neroHent NeCCDC 240145). MexaroM-
HBIE PACCTOSHHUSI ¥ BAJEHTHBIC YIJIbI MPEACTABICHBI
B Tabn. 2-3. [TpocTpaHCTBEHHOE PaClONOXEeHHE aTo-
MOB B MOJIEKY/IE M MX HyMepaLus IIPeICTaBJIcHbI Ha
PHC. 5, BBIIOJHEHHOM C MPHUBJICYEHHUEM TIPOrPaMM-
Horo xoMmriuiekca ORTEP-3 [12]. MexaTOMHBIE KOH-
taxthl ¢ yqactueM atomoB C, N, O, Cl u H [13]
CHCTEMATU3UPOBaHbI B Tabi. 4.

B cTpykrype amuna 2 10-wi1eHHBIH XMHOIOHOBBIA
v N)...C(10) rwiockii ¢ TounocTsio 40 0,0348(2) A’
AwmnmnsHenii dparment C(11)...C(13) obpasyer ¢ HUM
IByrpaHHbIil yron 86,92(5)°. Aromel O(21), O@1) u
C(31) fiexar B IUTOCKOCTH TeTepobuumkiia (Makcu-
MaibHOe oTKIoHeHHe cocrapisier 0,0749(3) A° s
atoma O¢41). CWIbHas aHH30TPONHMSL TEMJIOBBIX KOJIE-
6aunii atoMoB C(35), C(37) — C(40) (puC. 5) IPUBOAUT
K 3aHMXEHHBIM 3HAUEHMSIM MEXATOMHBIX PaccTosi-
Huit cesaseit C(34)-C35), C37-C3s) 1 C39)-C40)
1,460(1), 1,2704(9) u 1,334(1) A° (tabun. 2). C yueTom
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Koppexuuu no belosunry u Jlesu [14] Hexoppempo-
BaHHOTO KOAeOaHUsI UICTHHHOE 3HAYEHUE JUTMH 3THX
cBssei coctammster 1,595, 1,584 11 1,606 A°, coorserct-
BeHHO. B Monekyie otMeueHs! 1Be BHYI‘pI/IMO)IeKYIIHp-
Heie H-casu Ow1)-Ha1)...0(33) 1 N32)-H(32).. 0@,
I1apaMeTpbl KOTOPBIX IIPEACTABICHHI B Ta6i. 4. Kpome
TOI0, MOCKOABKY COeJUHEHHE 2 SIBIIIETCS XJIIOPHCTO-
BOJIOPOIHOM COJBIO, TO IIPEACTABIIET HECOMHEHHBII
HHTEPEC MECTO MIPUCOEIVHEHMSI [IPOTOHA. DKCITEPH-
MEHT OIHO3Ha4YHO MOKAa3al, YTO MPOTOH pPacrono-
XeH 'y aroma N(36). CBUIETENBCTBOM 3TOTO SABJISETCS,
BO-TIEPBbIX, OOBEKTUBHASL JIOKAM3aUusl atoma H y
N(36), BO-BTOPBIX, TETPa3APUYECKOE OKPYXEHUE aTO-
mMa N@36) (tabn. 3) m, B TpeThMX, camMoe KOpOTKOe
paccrosiHue aHuoHa ClI” go atoMa N(36) opranmnyec-
KOro KaTuoHa (tabim. 4).
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