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BroepBele  CHHTE3MPOBaH  LCHTPOCHUMMETPHYHBIA  OumsimepHblii  kommiekc — Hutpara  Tymus(ll)
[TM(NO3)3(C11H20N402)(H20)], (1) u  ompenenena ero crpykrypa. Kpucramwisr (I) MOHOKIMHHBIE: TIp. Tp.
P2/c, a=6,4115(3), b=23,2278(10), c=13,7307(6)A98,186(4)°, V=2024,02(16)A d,,,,=2,01 r/em®, Z=2.
KoopaunarmonHoe 4ncino TM paBHO 9, KOOPAMHALMOHHBINA MOIMIAP MPEICTABISET CO0OM 3HAYHTETBHO
MCKaKEHHYIO TPEXIIANOYHYIO TPMIOHAIBHYIO Npu3My. PaccTosnne Tm... Tms kommiekce cocrapnser 9,304,
Knouesvie cnosa: tymwii(lll), Ouuukinueckie OHCMOYEBHHBI, CIUPOKAPOOH, OHSICPHBIA KOMILIEKC,
cTpykTypa, PCA.

BBEAEHUE

ITociennee BpeMs OfHA M3 OMIUKIMYECKMX OHCMOUYEBHH — CIUpokapOoH (SK) mmm
4,4,10,10retpamernn-1,3,7,9terpaazocnupo[5.5]yHmexan-2,8-1H0H BbI3BIBAET HHTEPEC

y HccliefoBaTesel pa3andaeix cdep [1-5]:
O 0]

A<

HN NH

Crmpokap6oH obnamaeT psiaoM IEHHBIX OHONOTHYECKHX CBOMCTB [6—9]: Hu3KMM
ypoBHeM Tokcw4aHOCTH, LDs=3000 Mr/kr mMaccel OeNbIX MBIIIei, MEMOPaHOTPOITHOCTRIO,
CIOCOOHOCTh IPOXO/INTh U HAKATUTMBATHCS B IIUTOILIA3ME JICHKO3HBIX KiIeToK JinHui L1210u
CEM-T4 MbImm 1 4elioBeka COOTBETCTBEHHO, TAKXKE CIIOCOOHOCTBIO MOBBIIIATH KOJIMYECTBA
0eNka W CHKATh KPaxMallUCTOCTh B 3€PHE OBCA, CTHMYJIMPOBATh KaJLTFOCOOOpa3oBaHUE U
KopHeoOpaszoBanue y pacrenuii. B pabore [10] nokazana 3(pQeKTHBHOCTH TpUMEHEHHUS
CUpOKapOOHa KaK CTUMYJIATOPA POCTA M PA3BUTHS B OBLICBOJICTBE.

B nurepartype npuBOASTCS CHHTE3bl KOOPIUHAITMOHHBIX COCJMHEHHUH CITMPOKapOOoHa!
MgCl, Sk, MgSQ'Sk, CaCJSk [11]. Asropamu paborsl [12] wm3y4aeTcs
KOMIUIEKCOOOpa3yromasl CIoCOOHOCTh CHHPOKapOOHA M OMUCAHBI €r0 KOMIUICKCHI:
Lil -Sk'H,O, ZnCk: Sk, NbCk Sk 2H,0-(CH,),CO

Panee HamMu OBUIM TIOMYYEHBI M ONKCaHBl I[IEHTPOCUMMETPUYHBIC OUsICpPHBIC
KOMILJIICKCHI Sk: [Y(N Og)g(HgO)gS k]g(N 03)2 [13] y [La(N03)3(H20)QS k]g [14] y
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[NA(NO5)2(H20):SKJo(NOs)> [15], [Pr(NGy)2(H20)sSk](NOs), [16], [Er(NO;)s(H-0)Skp
[17], [HO(NO;)5(H20) Sk [18].

[losToMy cHHTE3 KOOPAMHALMOHHBIX COCIMHEHUH JAHHOTO JIMTaHIA, KaK KECTKOro
ocHoBanus JIbtouca, MOSCHUT OoJiee TTOTHO XMMH3M B3auMoIecTBHs SKC HoHAMU MeTaslioB
PA3IIMYHBIX TPYII U HOATPYIIT IEPHOANYECKOI CHCTEMBI XUMUYECKHX 3IEMEHTOB.

Lenp HacTosimedl paboOTBl — CHHTE3 KOOPAWHALMOHHOTO COCJMHEHUS] HHUTpaTa
tymus(lll) ¢ cupokapOOHOM U OTpeiesieHNe ero CTPYKTYPHI.

MATEPHUAJIBI 1 METO/IbI

Cunre3 |. Jlna nomydyenust | wucmonmp3oBanu nenrtarunpat Hutpata Tyaus(lll)
Tm(NG3)s'5H,0 («x.u.»), SK,monyuennsiii mo meromuke [19] u ameron («oc.u.»). s
sroro 1,59r (3,6 mmoine) HUTpaTa Tynusi pactBopsti B 20 MIT alieToHa, 3aTeM BHOCHIIU
1,22 r (4,7 mmonb) cnmpokapboHa u 5—10 MMHYT mHepeMelnvBaIM Ha MarHUTHOM
memainke. IlomydeHHBIH pacTBOp (QUIBTPOBANM, W BBAEPKHUBAIN B  HEIUIOTHO
3aKyNOpPEHHOM CTaKaH4yHMKe 10 (GOpMUPOBaHUS KPUCTALIOB. BhIgenuBIINECS KpUCTAIIIBI
OJleIHO-CalaTOBOTO LBETa OT(HIBTPOBHIBAIM, MPOMBIBAIM AaleTOHOM W CYIIMIH Ha
Bo3myxe. Berxon o muranmy ~ 71%.

DJIeMEeHTHBIIl aHaJM3 MPOBEACH Ha sJeMeHTHOM aHanuzatope EA-3000 ¢pupmb
EuroVector ([/ITaJ'II/IH). Jnst [Tm(NOg)g(HgO)(Q1H20N402)]2 naiioeno, % C 21,50; H
3,59; N 15,95biuucneno, %C 21,54; H 3,62; N 15,99.

UK cnexTpbl TUraHia u CHHTE3UpoBaHHOTO | 3anmceiBamm B Tabnetkax KBr na ®ypoe
UK-cnextpodoromerpe SPECTRUM ONE (PerkinElmeg)o6iact 400—4000m™.

PCA. DOxcnepuMeHTANBHBIN MaTepwan Ui Kpuctauia | momydeH  Ha
AaBTOMaTHYECKOM  YETBIPEXKpykHOM nudpakromerpe «Xcalibur  3». Crpykrypa
pacumgppoBaHa TPSAMBIM METOIOM IO Komiuiekcy mporpamm SHELX-97 [20].
ITonoxeHnss aTOMOB BOJIOPO/A PACCUMTAHBI T'€OMETPHYECKH M YTOYHEHBI IO MOJEIHN
Hae3nuuka ¢ U,,,=nU,, Hecymiero atoma (N=1,5 111 Boabl ¥ METHIBHBIX rpymi, N=1,2
JUIS OCTAJIbHBIX aToMoB Bojopona). CTpykTypa yrouHeHa moiaHomaTpuuHbiMv MHK B
AHM30TPOMHOM MPHOTIKEHIN JIs HEBOJOPOIHBIX aTOMOB 110 F*,

OCHOBHBIE XapaKTEPUCTHKH JKCIIEPUMEHTA W MapaMeTpbl JJIEMEHTapHOW SYEHKH
kpuctawia | mpu 293(2K cnemyromue: smmupuyeckas (opmynaa CooHagN14O4Tmy;
M=1226,57; A= 0,71073A (MoKy); KpuCTamIEl MOHOKIHHHBIE, MPOCTPAHCTBEHHAS
rpymma  P2)/c;  a=6,4115(3), b=23,2278(10), c=13,7307(6)A, p=98,186(4)°,
V=2024,02(16)&; z=2; d,.=2,01 r/em’ pu(MoK,)=4,460 mm™"; F(000)=1208;pa3mep
kpuctamia, MM — 0,05x0,05x0,3206macte yriaos 6 — 3,00—32,49°; &,,~=58,00°;
UHTEpBaJBl MHACKCOB oTpaxkeHuit -8<h<7, -31k<29, -13I<17; uncno wu3MepeHHBIX
peduiekcoB — 13511;uncno HezaBucuMbIX pediuexcoB — 4720; Ry = 0,0435;uucno
pedaekco ¢ 1>20(I) — 3712; uucno yrounsembix nepemeHHbx — 285; Reaxrop
(I>20(l)): R;=0,0357, wR=0,0570; Ré¢aktop mo Bcem oTpaxkenusm: R;=0,055,
WR,=0,0623; GOOFi0 F* — 1,055;Apa=0,856eA>; Apmin= , -0,737eA. KoopaunaTs
aTOMOB M JpyTHE IapaMeTpbl CTPYKTypsl | memonupoBansl B KemOpumkckom OaHke
CTPYKTYPHBIX JaHHBIX (CcbcC 925790; deposit@ccdc.cam.ac.uk wiu
http://www.ccdc.cam.ac.uk/data_request/cif).
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P®A. Jlng moATBEpXACHWS YHUCTOTHI CHHTE3MpPOBAaHHOTO oOpasma | mpomeneHO
YTOYHEHHE TI0 METOJy PwuTBenbga MOPONIKOBOW PEHTTEHOTPaMMBbI, JH(PAKTOMETP
Siemens D500, CusiydeHue, rpaduTOBBII MOHOXPOMATOp Ha BTOPHYHOM IYYKE C
HCITOJIb30BAaHUEM PE3yJIbTaTOB MOHOKpHcTambHOTO PCA B KadecTBe MCXOMHOW MOIEITH
s nporpammel FullProf [21]. Jlns sToro obpaser; | mocie pacTupanus MOMEIIANA B
CTCKISIHHYIO KIOBETYy ¢ paboumm obbemom 2x1x0,1 cm® mwis  permcrpamun
UG PAKTOTPAMMBI.

PE3YJIbTATBI 1 OBCYXJIEHUE

B WK-cmektpax coemmberns | um wmomekynm SK HaOmOZarOTCsA  CIEXYIOIIHE
XapaKTePUCTUICCKHUE MTOJIOCHI:

pas cnupokapGona, (7, em™): 3416 (H-O[H); 3335, 3293, 3218 (N-H); 3075,
2991, 2978, 2932C, C—H); 1653 {NH-C=0, amun-1); 1418 (C—NH);

s | (7, em™): 3749 (H-OUH) [22]; 3382, 3362 (N-H); 3008, 2979, 2934, 2888
(C-C, C-H); 1674, 1652-NH-C=0, amuz-l); 1409 (C-NH); 1386, 1256, 1036, 814
[23-25] (NGy); 542 [25] (He—0O=C).

[pu cpaBHeHun BaneHTHBIX Konebanuii v(—-NH—-C=0, amun-1) Sk u | Habmogaetcs
pacIeIUIeHHe CHHIIETa B AyIUIET W CMelleHne Ha 1 ¢’ B JanbHIOI 06IacTh M
cMemenne Ha 21 cM™” B GIIKHIOW OGIACTh M3-32 KOOPIMHMPOBAHHS MOJEKyIbl SK, a
TaKoKe cMelenne B 6mmkHow 061acth V(N—H), vadN—H) ¢ 3335, 32931 3218cm™ 10
3382, 3361cm™, uTO XapaKTEpPHO ISl AMHHOTPYIII [IPH KOOPAMHUPOBAHHOM KapOOHHIIC
MOueBUHHOTO (hparmenTa [26]. Ha cnektpe Habmomaercs mooca moriomieHus mnpu 3749
cM, COOTBETCTBYIOIAs BAICHTHOMY KOJEGAHMIO KOOPAMHHPOBAHHON BOXbL Takske
npucyrerBytor smeMd npu 1386, 1256, 1036, 814m’, KOTOpBIE COOTBETCTBYIOT
KOOPAMHUPOBAHHBIM 10 OMACHTATHO-XEIaTHOMY THITy HUTPaT-aHHOHAM.

Mo mamueiM PCA coemunenme | mpencraBnsier coOodl OMsepHBIE KOMIUICKCHI
cocraBa [TM(NO3)3(C11H20N40,)(H,0)],, KoTOpBIE HaxOmATCSs B KPUCTALIE B YaCTHOM
NOJIOKCHUU Ha IIEHTPE WHBEPCHUH. ATOM TyNUS KOOPAWHHPOBAH JABYMS aTOMaMH
kucnopoma O(1) m O(2) nByx MoOIEKyd JMraHaa, CBA3aHHBIX MEKAy coboii ormepariieis
cummMetpud [1-X, -y, 1-Z], TpeMst OHMIEeHTaHTHBIME HUTPAT-aHHOHAMH U MOJIEKYJION BOIBI.
KoopaunanmonHoe yucio T paBHO 9, KOOPAWHAIIMOHHBIN MOIHAAP MPEACTABISIET COO0M
3HAYUTEIIEHO HMCKAKCHHYIO TPEXIIAOYHYI0 TPUTOHAIBHYI0 TIPU3MY B OCHOBaHUSX
koTopoit mexxat atomelr O(1), O(2), O(12u O(3), O(7), O(9)Yron Mexay OCHOBaHHIMHU
OpU3MBI cocTaBisieT 16°, a MEeKAy CpeIHUMHU IIOCKOCTSAMH OOKOBBIX rpaHei 55—70°.
Paccrostane Tm...Tm B kommiekce coctasiuser 9,30A. IllecTnuennbie TeTepOLMKIBI
HAXOIATCS B KOH(POPMAIK KOHBEPT ¢ oTKIoOHeHHeM atoMoB C(3) u C(9) ot mrockocTei
ocTanbHBIX aTomMoB mukma Ha -0,515(6)A m -0,518(7)A, coorBercrBenno. B Takoii
KOHQOpPMAIM [MKIa BO3ZHUKAIOT YKOPOUYCHHBIE BHYTPHUMOICKYISPHBIC KOHTAKTHI
H(3b)...H(10a) 2,18u H(5a)...H(9a) 2,11A dymma Ban-Iep-BaagbCOBBIX pPamHyCOB
2,32A [27]), puc. 1A, Tabm. 1).

BHytpu  koMIuiekca  oOpa3oBaHa ~ MEXMOJEKYJISpHAas  BOJOPOAHAsS  CBS3b
N(1)-H(1)...0(4) (H...0 2,39A, NH...O 135°). Mexay coGoii KOMIUIEKCHI U
KOOpPJMHUPOBAHHBIC HUTPAT AaHUOHBI CBSA3aHbI B CJIon mapasuienbhbie miockocta (0 1 0)3a
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CYET MHOKECTBEHHBIX MEXMOICKYIAPHBIX BOAOPOAHBIX cBsseil O(12)-H(12a)...0(11)
[i: 1-x, 1-y, 2-z] (H...O 1,98A, GH...O 160°), O(12YH(12b)...O(7§ [ii: 1+x, y, Z]
(H...O 2,08A, O-H...O0 165°), N(2H(2)...0(8) (H...0 2,35A, N-H...O 154°),
N(3)-H(3)...0(5)' (H...O 2,24A, N-H...O 164°)u N(4)-H(4)...0(11} [iii: x, y, -1+2]
(H...0 2,21A, N-H...0 172°) puc. 1B).

Taoauna 1

Jlnnnsl cBsizeii (A) m BanenTHbIE yrael (rpan.) B crpykrype I*

Yroa o, rpax Yroa o, rpax CBs3b ,
O(M)Tm(1)O@3) | 128,50(11) N(6)O(7)Tm(1) 97,7(3) ToMO(1) | 2,224(3)
O(1)Tm(1)0() | 76,63(11) N(7)O(9)Tm(1) 96,9(3) Tm{O(2) | 2,203(3)
O(1)Tm(1)O(6) | 70,84(12) N(7)O(10)Tm(l) 955(3) THHO(3) | 2,393(3)
O(1)Tm(1)O(7) | 100,40(12) CLNLCE)| 126,2(4) Tm@4) | 2,466(3)
O(1)Tm(1)0(9) | 138,31(13) C(1N(2)C(4)| 126,5() Tm@6) | 2,493(4)
O(1)Tm(1)0(10) | 14557(11) C(7N@B)C@)| 127,2() Tm@)7) | 2,434(3)
O(1)Tm(1)0(12) | 7557(11) C(7)N(4)C(8)| 1257() Tm@)9) | 2,433(3)
0@)Tm(1)0(1) | 81,49(12)| O)N(5)O@3)| 116,0(4) Tm(1)-01 2,462(3)
0@)Tm(1)0@3) | 79.20(12)] OBGIN(G)O3)| 121,8(4) Tm(1)-1 2,336(3)
0()Tm(1)0(@) | 76,54(11)| OBGIN(G)O@)| 122.2(4)  O(1)-C(1) 1,261(5)
0(2)Tm(1)0(6) | 151,43(13) O(B)N(B)O(7)| 115,5(1) OR)-Th(| 2,203(3)
0(2)Tm(1)0(7) | 1458211 O(BN(B)O(6)| 123,3(5)  O(2)-C(7) 1,255(5)
0(2)Tm(1)0(9) | 128,73(12) O(B)N()O(7)| 121,3(#) O@3)-N(§ 1,273(4)
0O()Tm(1)0(10) | 77,35(11)] O(10)N(7)O(Q] 116,0() O(4)5N( | 1,267(5)
0(2)Tm(1)0(12) | 85,25(12)] O(LN(7)O(®) 121,5(®) O(5)5N( | 1,218(5)
0(3)Tm(1)0(4) | 52,60(10)] O(L1LN(7)O(1d) 122,5(@) PE(6) | 1,237(5)
O(3)Tm(1)0(6) | 123,77(12) O@)C(UN(L)| 119,6(4) OMI6) | 1,260(5)
0(3)Tm(L)O(7) | 73,06(12) O@)C(LNE@)| 120,7(#) O(8IEN | 1,224(5)
O(3)Tm(1)O(9) | 89,09(13) N()C(N(L)| 119,7(#) OON | 1,256(5)
0O(3)Tm(L)O(10) | 73,49(10) NL)C()C@3)| 107,5@) OMND) | 1,255(5)
O(4)Tm(1)0(6) | 103,02(11) NL)C(2)C(Q)| 107,2(4) ONP) | 1,234(4)
o(7)Tm(1)0(4) | 70,87(11)] NB)C(2N(1)| 106,5(B)  N(1)2EL( | 1,339(5)
O(7)Tm(1)0(6) | 50,73(11)] N(3)C(@)C(@3)| 107,8(%) N(1)-X(d 1,468(5)
O(7)Tm(1)0(10) | 112,37(11) N@B)C(2)C(9)| 1075() NE@J) | 1,307(5)
0(9)Tm(1)0(4) | 132,14(13) C(9)C(2)C(3)| 119,6(4) N(2)-C(4 1,472(5)
0(9)Tm(1)0(6) | 73,02(12) c@)CE)CE@)| 117,2(4) N(3)-C(2)1,450(5)
0(9)Tm(1)O(7) | 71,02(12) N@)C@)C(3)| 107,0) N(3)-L(7 1,346(5)
0(9)Tm(1)O(10) | 51,57(11) N@)C@)C(B)| 108,7(4) N@AZL(| 1,321(5)
O(10)Tm(1)0(4) | 123.23(11) N(2)C(4)C(6) 108,004) N@I8) | 1,458(6)
O(10)Tm(1)O(6) | 122,73(11) C(3)C(4)C(B)| 114,2(4)  C(2)3C(3 1,533(6)
0(12)Tm(1)0(3) | 147,99(11) C(6)C(4)C(3)| 108,3(4)  C(2)3C(9 1,529(6)
0(12)Tm(1)O(4) | 148,64(11) C(6)C(4)C(5)| 110,4(4) C(3)3C(4 1,524(6)
0(12)Tm(1)0(6) | 81,19(11) O()C(7)N3)| 119,1(#) C(4)BL(| 1,525(6)
0(12)Tm(1)O(7) | 12854(11) O()C(TN(4) 121,6(4) CE@l6) | 1,523(6)
0(12)Tm(1)0(9) | 79,06(13) N@ACT)NE)| 119,3)  C(8)9L(| 1,531(6)
0(12)Tm(1)O(10)| 75,89(11)  N(4)C(8)C(9) 108,5() C(8):@( | 1,520(7)
C(1)O()Tm(1) | 150,8(3)| N(4)C(8)C(10) 110,7(5) C(8)-C(1L)1,538(6)
C(7)0@)Tm(1) | 154,4(3) | N(4)C(8)C(11)| 107,5(4)
N(5)0(3)Tm(1) 97,3(3) | C(9)C(8)C(11) 108,4()
N(5)0(4)Tm(1) 93,9(2) | C(10)C(8)C(9) 113,4(4)
N(6)O(6)Tm(1) 95,5(3) | C(10)C(8)C(11) 108,2(#)

*Omneparst cummerpu: i: [1-x, 1-y, 1-7]

~

~
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Puc. 1. Crpoenne coenunenus | mo nanaeim PCA: A — ctpoenue monekynsl |, b -
o0muit BUI CTPYKTYPHI | .

Pesynprartel yrouneHuss coctaBa | ¢ momompbio PDA: monydeHsl ciemyromue
3HaueHusi mapametpoB  pemetkn  (T=29XK): a=6,41727(16), b=23,2289(5),
c=13,7204(3)A, p=98,214(2)°, V=2024,26(8) R Cpenuuii pasmep KpHUCTALINTOB B
MOPOIIKOBOM 00Opasiie coctaisger 90 HM, MUKPOHAIPSKEHUS MPAKTUIECKH OTCYTCTBYIOT.
Bce wnabOnromaeMble JIMHMM Ha PEHTTEHOTpaMME COOTBETCTBYIOT OCHOBHOH (hase,
MPUMECHBIX JIMHUH He HaOmonaeTcs. CoaepkaHne OCHOBHOM (Das3bl B 00pasiie COCTaBIIAET
100+1%.

3AK/IIOYEHUE

1. BrepBble CHHTE3UPOBaH ILEHTPOCUMMETPHUHBIM OUSICPHBIA KOMIUIEKC HHTpara
tymus(lll) ¢ 4,4,10,10retpamerni-1,3,7,9terpaasocnupo[5.5]ynaekan-2,8-1nonom
wnn crimpokap6oroM (SK) ¢ KOOpIUHAIHOHHEIM YHCIoM 9.

2. KoopaMHAIMOHHBIA TONHMAAP B MOJYYCHHOM KOMILUIEKCE IMPEICTaBIsIeT CO0Oi
3HAYUTEIFHO NCKAXCHHYIO TPEXINAIOYHYI0 TPUTOHATBHYIO TIPH3MY.

3. MeToJ0M NPSIMOTO PEHTTCHOCTPYKTYPHOTO aHAIIN3a ONpeJieieHa ero CTPYKTypa.

4. Ha ocuoBanuu MKC u PCA MOXHO cKa3aTh, 9TO 3a CUET OCOOCHHOCTEH CTPOCHUS
CHUPOKAapOOH HMMEET MOCTUKOBYIO (DYHKIMIO JIMTaHAa M CKJIOHEH (OpPMHpPOBATH
OusIIepHBIE KOMILICKCHI, C KoOpauHupoBanueM yepe3 C=0O MOUEBUHHBIX (ParMEHTOB.
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Brepuie cunresosano 6isaepuuit kommueke npaseoaumy(l11) ([Pr(NOz)a(Ci1HagN4O2)(H20)3)] )2 2NO; (1) Ta

BU3Ha4yeHa Horo crpykrypa. Kpucramu (I) moHokminui: mp. rp. P2/n, a = 6.5351(3), b = 15.6937(5), ¢ =

21.8019(6) Ap = 94.744(3)°, V = 2228.32(13)3,5pp03_ = 1,85r/cM®, Z = 2.JoH npa3eoauMy KOOpPAMHOBAHHIL
JIBOMa aTOMaMH KHCHIO [JBOX MOJICKYJ JraHay, HOB'S3aHUX omepaiiero cumerpil [-X,-y +1,-z +1], nBoma
OiJCHTAaHTHUMH HITpaT-aHiOHAMHU 1 TphOMa MoJeKylaMu Boau. OJHa 3 HITPOTPYH CIOIYKH 3HAXOIUTHCS Y
30BHIIIHII kKoopanHAaMilHIH cdepi MeTary. KoopaunaniiiHe gmcio npaseoauMy JOpiBHIOE 9.

Knrouoei cnosa: npazeoqum(lll), criipoxap6ow, GisaepHuii kommieke, cTpykrypa, PCA.
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Hempe6a E.E.

SYNTHESIS AND INVESTIGATION OF MOLECULAR AND CRYSTA L
STRUCTURE OF COORDINATION COMPOUNDS OF THULIUM(III)
NITRATE WITH 4,4,10,10-TETRAMETHYL-1,3,7,9-
TETRAAZOSPIRO[5.5]JUNDECAN-2,8-DION

Netreba Y.

Taurida V.Vernadsky National University, Simferopdllkraine
E-mail: evgtnu@gmail.com

Structure of first synthesized binuclear complex[INOs)3(C11H20N4O.)(H20)], (1), its
structure was determined by means of X-Ray diffoacstudy. Crystals are monoclinic:
sp. gr. P2/c a=6,4115(3), b=23,2278(10), ¢=13,7307(6)A 5=98,186(4)°,
V=2024,02(16)A d.u=2,01 g/lcm, Z=2. Coordination number of thulium is 9, its
coordination polyhedron is a distorted three capgpgdnal prism. The Tm...Tm distance
in binuclear complex is 9,30A. Thulium atom is atioated with two oxygen atoms O (1)
and O (2) two molecules of ligand linked symmetpertion [1-X,-y, 1-z], three bidentate
nitrate anions and water molecules. The angle latwiee base of the prism is 16°, and
between the middle planes of the side faces 55-30&membered heterocycles are
envelope conformation deviation atoms (3) and Cof%he other ring atoms planes at -
0,515(6)A and -0,518(7)A, respectively. Inside tlwenplex is formed by intermolecular
hydrogen bond N(1)-H(1)...0(4) (H...O 2,39A, N-B..135°). Between a coordinated
complexes and nitrate anions bound in layers mdrabh the plane [0 O 1] by
intermolecular hydrogen bonding of multiple O(12§4B#)...0(11)[i:1-x,1-y,2-z] (H...O
1,98A, O-H...0 160°), O(12)-H(12b)...O(Di:1+x,y,z] (H...O 2,08A, O-H... O 165°),
N(2)-H(2)...0(8) (H...O0 2,35A, N-H...O 154°), N(3)-H(3)... O{5}H...0 2,24A, N-
H...O 164°) and N(4)-H(4)...0(1)[iii:x,y,-1+z] (H...O 2,21A, N-H...O 172°). To
confirm the purity of the synthesized samplearried by Rietveld refinement of X-ray
powder:a=6,41727(16), b=23,2289(5), c=13,7204(3)4598,214(2)°, V=2024,26(8)A
The average crystallite size in the particulate @ans 90 nm, almost no microstresses.
All the observed lines correspond to the X-ray malirase impurity lines are observed.
The content of the main phase of the sample was1106.

Keywaords:thulium(lll), bicyclic urea, spirocarbone, binualecomplex, structure, XRD,
Rietveld, XRF.
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