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MEANGRESHEFESYNHREREIBALHRENXNR, RIEEHYBITER
£ . RITG WAL —NREAEFREYWH RIEZEHD, Rogers SHE T — /N ERE S AR
FHUTRSYH RIKEH ., RINEKLHTERE, &8 T [La(CH,CICO0); (NO;) (phen) (H,0) ],
MAYHBITT HAiEEH.
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1.1 &N

La,0s 4l K F 99. 9%, AN Mo trat.
1.2 ReBas i

FREL La;0; 0. 1405 g, B0 1 ml 6 mol « L~ HNO;,fE 70~80CEEZEF,MA 10 ml Z B ;
FEREL 8- A:mEmk 0. 1728 g, Phen » Hy0 0. 1112 g, B hIA 20% CH,CICOOH 2 ml, 7K 2 ml, Z
M10m, BRA LA -HER. BF 20CHERAEP. —ARWNEKE®Y. HULFERX
La(CH;CICO0);(NO;) (phen) (H:0) , TTE A& R (FE S PRIt HME) :C,32.92(32.79%); H,
2.36(2.41%); N, 7.49(7.17%); La, 24.35(23.70%) . S HX 2 E R IMA 8- Zmshk, T
M A h
1.3 RE&EEHRE

B T B AT . RH A/ 0.20 X 0. 20X 0. 30 mm f#y 2 B #F Rigaku AFC7R i §H{X L B
MoKe 28 (4=0.71069 A )W BATA TR R, B o/20 B AR MEBRE N 20+1C 7 6<
260<50°7 B Py FE U 8B 3003 MRTH 5, A 2791 NI SZATHT & (R = 0. 043) . X 58 B BB 1T 4
¥ \LP FIZBI WU I . 45+ 61 BT Patterson $5H1 Fourier & BUH R MEAT . 7£ 22 {4 Fourier [
LHRBEWEAFET. FARFEAREEE . ARTEERPEREE. B T2EER/N _F

WA A #7.1997-10-13, B A #H.1998-01-18,
» EIRBERA .
E—EE REW, B33 % AR Ry . ReEPRLFRIT.
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%M (La(CH,CIC00):(NO,) (phen) (H:0) 1 i & LA S ik 514 + 419 -

1R AT ATET A K 2700 AN (1>30 (1)), 271 DAY, B G # 2 {8 Fourier [ # &AM
B /NE{E A 0. 59 F1-0. 97e~/ A2, W8t F R=0. 023, Rw=0. 033, FFF i1 5 F Molecular Struc-
ture Corporation [ teXsan gu{kik (443,

2 #R5W®

2.1 IR5UVi#

IR ¥ FA &3 470 (XM E ,KBr R . FE& 4 ~1630 cm ™' 4bF 5 53 i A7 1., (COO) [don
ven WIE K IR, HBSHE], 1430, 1406 cm™~' f 1§ 34 5 (COO) . ve_ofE 1255 cm~'4b, CHE
[3]% B 45 755 cm ' A9 ISR H| it COO~ BAU I Fe 7 69 ¥ 3% (BB , AR &9 To g, 1520

_em™ ' Phen () 6x-u,846.731 cm™ & Gc—n, 1463 cm™ ' Ab K veac. con B ILIE , 420 cm ™' % Phen fY
HIF IR 866 om ' ARG IR B , X L0 55 [ B Phen I LI — BHIGIAS . KW Phen B 5T
Az, 1380 cm™ ' kb T , A T [ B NO,~ , AR NO,~ (g W Wi g H B ZE 1500, 1336.,1300,1025,
820,704 cm™' 4k, 470 cm ' AR Wit Ok Ln— O $R B 4LM)  Nakamoto B B X FEL 7K B 47 F .
1000~800 cm™" &b & 14 3K F W7 ; Khan 1A 950 cm ™' 4b &Y U BT 42 (2533 b 3 M7 B9 38 7 3IE 4R .
AR &YW 940 om ' — MR , S D 137 7K B TR T i

UV # ] %€ F§ Buckman DUS0 {Y, Z B & .

?F!J: UV i Phen. H,0 f§ n—>n . n—n" BRIFIE T
261.5 1 227. 5 nm BL S 47 261. 5.228. 5 nm
AR, FBA La®* 5t Phen B RER
MR ANk, 3 B AR 00 5 A+ AR JE B KL S dE
o RE T,

2.2 DTA-TG i#

F Rigaku 8150 B4 7L 547, 0 4T IR
ERHER700C, HIEH B a-ALO;s, F+
B A 10C /min,82~106 C B kE—{4K,
5 2. 4%, BN 3.1%;161~193 CHT A
KREEHM,RE 4.0%;219~249CHB KK
B,5 0 20.0%;249~349C L B #4349~
440 CE R KKE; 440CLIERBLE. 3
700C, BIERAEN 46. 0%, A K LaCl (i1

. K 42.0%). DTA £, 324 CBf H — B : : ‘
#5,345.6'C 488 C BT — AN Bdhids . ' : -
2.3 Rsg5HEE B 1 MBS Tt

é’é&ﬁ:‘i‘. C.H,,CL,0sN;La, 3 B 586. 11, 36 Fig. 1 Crystal structure of the title complex

EBREE,. =8, ZEB P 1, RSN a=10.533(2) A, b=13.136(3) X, c=7.776(1) A ,

a=96.59(1)°, p=95.76(1)°, y=108. 42(2)°, ¥=1003.3(3) A*, Z=2, Dc= 1. 940 g/cm’,

F(000)=572, u(MoKa)=24.36 cm™', G{k%H I Fig. 1, MU —E REERIR R AR IEL ,NO, -
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ﬁ 2\30 La, O,, Oz, Os, N, Ji‘z—-%zﬁ,os\ O, Cis. Cleu& Oy, 05\ Cis. Cu%ﬁ‘Z—IF‘ﬁan
N;. Ci. Cz. Ci, Ci, G5, Cs, Cr, Cs, Con Cion Ciuiy Ci22y—F1H . La-0Os(CH,CICOO)SRICFIE N
2.462A , A& =1 La-O(CH.CICOO) 88 & £23i , 43 5 7 La-04 2. 4924 , La-05 2. 507 A, La-O;
2.508 A ,La-O(H,0)§& KN 2.564 A . ZERL- &Y [ La(NO;) (H,0),(12-C-4) ]Cl, « CH,CN[¥ep La-
O(H,0) g K X 2.56 A , [La(CCL,CO0) « bipy *« H,0,[*) ¢ La-O(H,0) K 2.550 4 , La-O
(NO, )& K 3% 2. 630 #1 2. 690 A (La-O,, La-0,) , 7ZE[La(NO) (bipy) (H,0),] * (B-15-C-5)®)ch
LaONO; )M K 2. 624 , #E[La(NO;) (H,0)4(12-C-4)]Cl, * CH,CNPIFRIEH3% 2. 60 A, :
7£ [LaCl; (NOy) (12-C-4) LI -1 2. 642 01 2. 556 A — 3, #E [LaCl, (NO») (18-C-6) ] e 3
¥ 2.60A , 7] RARER SHHILa-O.(NO; DB K BESHEM LA REPREKMN. La-N @
KX 2.72A .7 I 34 2.688A , NO; 1 N;-O,, N3-O;, 43518 1. 2504 , N3-O; 2 1. 2394 , |5
F O, M0 258/, Ns-0, (OB K H N:-Os BRI

1 ESEFEFLENAEN

Table 1 Non-hydrogen Positional Parameters and Their Estimated Standard Deviations

atom z ¥ z Ueq atom z ¥ z Ueq

La 0.06191(2)  0.14307(1) —0.24364(2)1.724(6) C(2) 0.4502(4)  0.4725(3) —0.2734(7) 4.6(1
CI(1) 0.3833(1) —0.12675(8) —0.0181(1) 3.46(2) C(3 0.4020(4)  0.5558(3) —0.2825(6) 4.0(1)
C1(2)—0.5184(1) —0.15810(10) —0. 4888(2) 4.05(2) C(4 0.2638(4) 0.5371(3) —0.2775(5) 3.14(9)
o(1) 0.1180(3) 0. 2601(2) 0.0694(3) 3.33(6) C(5) 0.2061(4> 0.6217(3) —0.2838(6) 3.61(9)
0(2) 0.2684(3) 0.1876(2) 0.0176(3) 3.35(6) C(6) 0.0748(4) 0.6030(3) —0.2718(6) 3.9(D)
0(3) 0.2819(3) 0. 2795(3) 0.2744(4) 4.13(7) C(7) —0.0126(4) 0.4979(3) —0.2540(5) 2.86(8)
0(4) 0.0777(2) —0.0320(2) —0.1669(3) 2.38(5) C(8) —0.1471(4) 0.4763(3) —0.2381(6) 3.64(10)
0(5) 0.1332(2) —0.0940(2) 0.0738(3) 2.61(5) C(9) —0.2265(4) 0.3733(3) —0.2260(6) 3.64(10)
0(6) —0.1357(2) 0.0129(2) —0.4375(3) 2.98(6) C(10) —0.1679(4)  0.2918(3) —0.2284(5) 2.96(9)
0(7) —0.2655(2) —0.1271(2) —0.6289(3) 2.69(5) C(I11> 0.0412(4> 0.4119(3) —0.2513(4)> 2.20(7>
0(8) 0.0446(2) 0.1969(2) —0.5496(3) 2.70(5) C(12) 0.1820(3) 0.4322(3) —0.2606(4) 2.19(7)
N(I) 0.2317(3) 0.3487(2) —0.2528(4) 2.40(6) C(13) 0.1554(3) —0.0649(2) —0.0696(4) 1.87(7)
N(2) —0.0386(3) 0.3090(2) —0.2405(4) 2.24(6) C(14) 0.2848(4) —0.0655(3) —0.1392(5) 3.05(8)
N(3) 0.2248(3) 0. 2435(2) 0.1222(4) 2.54(7) C(15) —0.2467(3) —0.0596(3) —0.4941(4) 2.04(7)
C(1) 0.3639(4) 0.3702(3) —0.2584(6) 3.41(9) C(16) —0.3581(4) —0.0649(3) —0.3875(5) 2.92(8)

%2 RG4EHHTIERE
Table 2 Selected Bond Lengths ( A )

La-O(1) 2.630(3) La-0(7)* 2.508(2) CI(2)-C(16) 1.782(4) 0O(5)-C(13) 1.240(4)

La-0(2) 2.690(3) La-0(8) 2.564(2) O(1)-N(3) 1. 25(4) 0(6)-C(15) 1.251(4)

La-0(4) 2.492(2) La-N(D 2.741(3) O(2)-N(d 1.250(4) O(7)-C(15) 1.248(4) .

La-0(5)* 2.507(2) La-N(2) 2.707(3) OQ3)-N(3) 1.239(4)

La-0(6) 2.462(2) CIK(1)-C(14) 1.765(4) O(4)-C(13) 1. 266(4)

* symmetry code: -X, -y, -Z
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%3 RGZSHNHIRRA
* Table 3 Selected Bond Angles (°)

0(1)-La-0(2) 47.38(8)  0O(1)-La-N(2) 69.12(8)  La-0(6)-C(15) 163.2(2)
O(1)-La-0(5)* 67.74(8) 0O(2)-La-0(5)* 99.81(8) La-O(7)*-C(15) 118.0(2)
0(1)-La-0(7)* 114.18(8) 0O(2)-La-0O(7)* 71.22(8) La-N(1)-C(D) 122.0(2)
O(1)-La-N(1) 69.79(9) 0O(2)-La-N(1) 72.94(8) La-N(1)-C(12) 120.5(2)
0(2)-La-0(4) 71.65(8) 0O(4)-La-0(5)* 81.13(8) La-N(2)-C(10) 120.2(2)
0(2)-La-0(6) 150.74(8) O(4)-La-O(7)* 76.50(8) La-N(2)-C(11) 121.5(2)
0(2)-La-0(8) 133.14(8) 0O(4)-La-N(1) 138.42(8) O(1)-N(3)-0(2) 117.5(3)
0(2)-La-N(2) 110.75(8) "0O(5)*-La-O(6) © 0 71.40(8)  O(1)-N(3)-0(3) 120. 3(3)
0(4)-La-0(6) 79.34(8) 0O(5)*-La-0(8) 123.54(8)  0(2)-N(3)-0(3) 122.1(3)
0(4)-La-0(8) 127.30(8) O(5)*-La-N(2) 74.44(8)  0(4)-C(13)-0(5) 124.9(3)
0(4)-La-N(2) 155.52(8) 0(6)-La-0(8) 69.09(7) 0O(4)-C(13)-C(14) 115.0(3)
0(5)*-La-O(7)* 157.54(8) 0(6)-La-N(2) 94.07(8) 0O(5)-C(13)-C(14) 120. 1(3)
O(5) " -La-N(1) 126.18(8) O(7)*-La-N(1) 72.00(8) CI(1)-C(14)-C(13) 115.1(2)
0(6)-La-0O(7) " 106.03(8) O(8)-La-N(D) 67.60(8) 0O(6)-C(15)-0(7) 123.4(3)
0(6)-La-N(1) 135.14(8) N(1)-La-N(2) 60.41(8) O(6)-C(15)-C(16) 116. 3(3)
0(7)*-La-0(8) 73.33(8) La-0O(1)-N(3) 99. 0(2) 0(7)-C(15)-C(16) 120. 3(3)
0(1)-La-0(4) 100.34(8) La-O(2)-N(3) 96.0(2) C1(2)-C(16)-C(15) 114.0(3)
0(1)-La-0(6) 138.61(8) La-0(4)-C(13) 138.6(2)

0(1)-La-0(8) 131.25(8) La-0(5)*-C(13) 137.8(2)

* symmetry code; -x, -y, -z
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SYNTHESIS AND CRYSTAL STRUCTURE OF LANTHANIDE
[La(CH,CICO0),(NO;) (phen) (H,0) ],

Zhu Longguan Xie Xuepeng Yu Qingsen
(Department of Chenustry, Zhejimg University, Hangzhou 310027)

We synthesized new mixed anion complex of lanthanide [ La (CH,CICOO),(NO;) (phen) (H;0) ],
and characterized by elemental anlysis, IR, DTA-TG and UV. The crystal structure of the title com-
plex was determined by X-ray single crystal diffraction method and the crystal parameters are as fol-
lows; triclinic, space group P1, a=10.533(2) A, 5=13.136(3) A, ¢=7.776(1) A , a=96. 59
(1)°, p=95.76(1)°,y=108.42(2)°, V=1003.3(3)A*, Z=2, Dc=1.940 g/cm*®, F(000) =
572, u(MoKa)=24. 36 cm™"'.

Keywords ; mixed anion complex crystal structure
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