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Ln (NO; ) 3 CgeHasNqu (Ln La CQ)EA%
B2 B A0 La(NO,); « CyoHyN, O, « CH:CN {98 fhi#y

AT AR O6R 33|
(xR Kk F4F 2 ,4F 1000875) ,
b 231

EHT 24HFHFELEME S Ln(NOy): » CnuHulN:0,(Ln=La,Ce; CpHaulyy=1, 7, 10,
16-P4 -4, 13- RN N - R EF AL, B ARG AR SRR H B
FiEHITRIE . AR ESHUNE T La(N0y ), + CuHyMNy0, « CHLON SR RSN . A=A AR,
PISEOR, BAESE . o=1. 2869(4) om, b=1.5868(6) mn, ¢=10.9147(2) nm; a=101. 89(2)",
A= 105, BB(2)°, py=71.96(3)*; Z=2, dua. =1. 58 g » cm™?, u(MoKa)=13. 26 em~!, LMW F5
TRREPE 4 FEEFH 2 ARRFRA. 3 AT 6 MEATHRS LR 7B Rt
i 2MEEY.

3438 . E4EEH b1 Rk !
N nd k19 %$

AR SSRETHSEREEHRAY. 1,7,10,16-0E-4, 13- ZHRF+ /4R O7
EXHC2HEHFLIEFERL: 1 RSP, YE8P-NH FHFEOHPEREESL L,
7,10,16-04-4,13- ~H&F-N,N-ZHEF /RIS H M (2,2)), ESH LB TITUE
R1:1#4: 3(HFLEF - BEOMKSH. Nicolo SFIETHD 4: 3HEHNHRSYR
RARLEM™, BT EEWRT -NH FR A B FERAEEAN 1,7,10,16-19&-4,13- /4%
N.N-Z¥EF+ AR EN B (2,20 5HF L EFHOMEEA, LI G Pr*r, N, Sm*~ 0
ECtEREFHSY KPR 1 EFRASEREA LM ERFHERFREARCR. FX
REZEMS LG ERTREN 1 1HIn: Be. (2,2DEAYW. FLEF La*
Ce G RRMMAETHERERFREETRA, NS TR S M A&,

1 3CERER4S

1.1 #FRFEE

FEHBEHAFLIEAOBETHBAEGR. TEILEPNO R P.0: EBEEHRTGKILHE.
Be:(2,2) & BB HIE . o A& A . m. p. B0-—81°C , KA Mg otk TR H
gy WY BF Perkin-Elmer 240-C ST ¥ 43 Hr{¢ ,Nicolet 71998 B FT-IR ¥} ,910/750 B FT-
Raman & IR J£E{% , Unity-200 B BE3LiR4Y .
1.2 BEEP La(NO,), « CuHyuN;O (Ln=La Ce)I & 5

WAy F 9. 1998-01-21,  dC#ERCHN H #,1998-03-08,
EF R FES (29671003 BB H M A,
« ERERE AL
F—E.EHTL.8 .42 % AN ARNERSF SRS, AEE2E . HRa.REke.
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+ 248 « EOH O ¥ ¥ Fuk

& H 0.5 mmol & LAERIEA 15 ml ZHEFRFIIA 2 ml KPR —=Z 8. fp£& &P
B9 7K, 38 N (R, I EHL 2 /NS %00 0. 5 mmol Be,(2,2) 44 30 ml Z BB W ILTES 4
MR 2/ RESHNELE. EEAFYE-_FHPEERE . AETHR. BHARELY
AEFELAERRE. REEERATARE . ARSBTIFR.

1.3 H#ah
RS 0. 20 mm X 0. 20 mm X 0. 30 mm @470 50 B 5 7E Rigaku AFCTR [ B4 &4

{ FHSFSNAEENE N Moka-S5T28(A=0. T1069 A ). I 20-0 FHIE F AW 20<50°89
5508 P IMILATESEE . B4R LP f1 DIFABS IR 1E. KA Patterson FEREHEM ., H />3
(189 4837 MR E M KB EHEF LN R ERER FHITSERRR - R i
#%.BEMREE T R=0.032, R«=0.051, /5 % Fourier B FM BB AR 870
e+ nm*, 2HiTEH TEXSAN £F#1T.
L4 JEifRiE
FE Nicolet 7199BFT-1R ¥ #{¥ Li0F S 4000—400 em ™' §Y T #1161 . F1 F§ 910 FT--Ra-
man EFICERES4 3500—100 em 'R & L, 'H NMR £ L DMS0-¢° 75 ] #F Unity-200
TR M EY.

z #R5iTiR

2.1 EEHHFRIE

AN TRAFREF TR 1. MRSYALLIMGENR & ERIERHA L BT5
W R RE TR, ARSI (em ™) I0F :vs(B2) : TOEUR), 710
(R) 1(AL); 734(IR) , 734(R); v (Bi):817(IR),822(R); v2(A,):1044{IR),1045(R); v((B,):
1312¢IR), 1315(RYFI v (A, ) 1485CIR), 1478(R), K FF LAY IRAE IR B »(CH, ). 774 cm ™~ !(IR),
774 em™' (R)F »(CCO) J& »(CCNJZE 1102 em™'{(IR)F1 1102 em ' (R) 4k, y(CH4L# ~ 10
em ™!, v(CCOYFI v(CCNYET B ~28 em ™', X PEAARCHE Be: 2. 2)PH AR TMEEFE S TR
fir. SHAES 4 7% DMSO-2° #R'H NMR ¥4 (ppm) & 7. 15~7. 35(10H,s,~C:H;: ), 3. 63{4H,s,
-CH,), 3. 52(16H,s,-OCH,)#1 2. 64(8H,s,-NCH,), SEHAHRZALE . FREFHEFE .
B IFHAE X R Be. 2, )TN EEFMAKEFEMA G IIRY .. X5 RESH T
BRI RE—IH.

¥ E{BMTESAEE
Table 1 Elemental Analysis Data of the Complexes{There are Calculated Values in Parenthesia)

comphex C(%) H(%) N(¥)
La(NQy J:Be;(2.2) 40. 700 40. 691 5. 04(4. 92} 9. 08(5. 12)
Ce(NO4)sBe2<2.2) 40, 69¢40. 62 5. 3204. 98] 9. 09¢9. 11}

2.2 EEHIISHE

s FEANSMIERELE I H 2. sESETLEMELEREE TRFER
2. WARKMBAREAFES. gl 1 TP LNETS 3 MARIRE 6 MUETF . Be (2,
DE AN EETF 2 MRIE TR ERREUES 12 MRS, X5WMRNS 18-T-6 B
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=2 La(NOy); » CauHul:0: R 00 5 8 MM AL 5 BB R iR s i + 249+

HRESDEU.HFERTH ISR SYRUBERESNESY. B 2 v RAKPEHFER S
F CH.CN, ¥ STk 3 CH.ON FERBRE. A . REETRIETSEINFRE. RN
La
RFEHESREPS SR 3 MHBREMNEA 3 TNTH 0\/\ ?0 SHPEH 1 AR
N
R, a2 MRAEXEN. KFESHFH N0, BM=N%H., TREREDRUIIEHE,2),
Me:(2,2) 8 Be. (2, 2) ENSHF LB FEEH EHRER RN AR . RAKC.2IE5HEME
EFHEER 1 150 BEREB,C.2{I5 L M R 1: 1 REYW. WP RER
HyBe: (2,2)[Ln(NO:); « H.O]% &4  HH-MARF S 5 T BEMN 104 ERFH L 4KS
FHEEFRE EEREEY 11 HRHERTF. ATIHRSHLHNER ESREEEGT,
HE La* . .Ce'* 5 Be, 2, D) EER XL HAERIE. W " UENF LT REFHAREARANE,
X—LRERFUENHATF LIRS, HRERSH P Le-0(NO.) FERIE 0. 2675(4)
nm, La-0(Be; (2, 2)) FHRE ¥ 0. 2710(4) nm, EEWME TRIE . La-N(Be: (2. 2) FHRE K
0.2934(5) nm, La" W F SHRBHPREUHFEFZEAMERS 12-RAUMWARLEE T Ln
(NO» )~ R Ln-O BE R —BAM®], 4 La-0(Bex (2,2 YR EFRESTTH L — A La-0 1<
.2 La-N(Be, (2, 2) ) RE BT SMEASHE —fK La-N @K K, XEAPLERBEFE
b F R Be (2, BRI FRIZE. .

Bl 1 La(NOQy)}CaHaul,0Q; + CHiCN B3> T 554 Bl 2 La(NOy); + CuHaeN:O, - CH,CN i) 5 HEME R B
Fig. | Molecular structure of La {MNOy)+Coq Hu N, « Fig. 2 Packing of La{NO,), » CuHyN.O, «+ CHyCN
CHyCN
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+ 250 - X OB & % % # FEUE
T2 EFRECAMASEHAERF (inm* ¢ 10°)
Table 2 Aiomic Coordinates (< 10*) Equivalent Isotropic Displacement Parameters {nm'> 10}
atom 4 ¥ z By atom z ¥ z .
la 1937.8¢3) 2191, 9¢2)—1371. 3(3Y 30. 72(T) Ce5) 3041) 162516} 310¢2) 142¢57
(oIS b 1332(3) 3668(2) ENETC ] 3B(8) c{6) 757(7) 814(7) 320¢2) 1161 4)
[o13:} 2215¢3)  2482¢2)  1664¢4)  39.1c&) (7 1929¢8) —8314) —1289(B) T3(2)
o) 1604¢4) 3740¢3) 3026(4) 52¢1) [sg.)} 2937010y —2B1(4) —1943(8) §5.2)
o) 3636¢3) 287L12) 14404 42,749 C(9] 3891¢6) 363¢dy  —a073(8) €2y
049) 39B8{(3)  1449(2) 113¢4) 38.8(4) c1d 375706)  1068(4) —4012¢7>  57(2)
016} 517104} 2157(3) 153006} B7 (LY Cel1d 32B205)  2612¢4)  —4064(7) 46cl)
oLuT) 1210(3) 1907(2) —44B9¢4) 42.9(9 col2) 307905 3507¢4) —3083(7) 401>
o g 450¢(3) 1381¢2) —3195(4) 42. 79 C¢13) 109z2(5) 4549¢3Y —1275¢6) 181>
Q9 —12304) 1284¢3) —565214) 5310 Cil4} 221905 5365431 —1744¢6) 40¢1)
o103 2143) 3367¢2) —2478(4) 35.3(H> Ci115) 130606 5982(4) ~—2458¢(6) 46¢1)
oD 3014 2361¢2)  —333(5 49(1) CL16) 1448¢ 82 6736(4) —2869(3) BG{Z)
aild) 2388(4) 504(2) —258EC4> 40.6(10) C(17 24900103 GB77(5)y —Z510(1) Bli3)
o3 3446(3)  1936(2) —3127¢4) 41, 1¢3) Cc(18) 3399(8) 6282(6) —1750(1) BSLI)
N(l) 2054¢4)  3760(3) —2470(4> 33.8(8} C(19) 3271¢6)  551B(4) —1389(9) 62r2)
N(2Y 183404} GBOC3) —66(6) 44(1) cq20) 273543} 465¢3) 1315¢67 39(1)
N(3D 171604)  3303(3) 1784(4) 34.7(L0} C(21) 2797(5) —334(3) 2042¢B) 3801
N(d} 4253(¢4) 2156(DH 626(5) 39¢1» crl2) 3502(5> —1168(4Y 168B3({7} 471>
N¢5) 49404 1518(3) —4484(5) a7 CL23) 3I611(6) —189114) 2417(P) 61¢2)
M¢6Y 5790¢1)  4142¢3)  6940(2) 164157 C(24) 3013¢7y —1771(5» 3520(R) 61¢2)
C(1} 1033(5) 3H45(3Y  —3707(H) 3BC1} C{25) 2277(7Y  ~—056(6) 3BSE(T) 62¢2)
Ce2) —18(5) 4114¢3) —3157(6) 41(1> C(26) Z1BO{6) —230¢4)  3127(B) 5142)
(o1 §: 3] —B83¢5) 3531(4) —1714(6» 4501) CI27) 5982¢9) 4777(9) 681001 961 3)
Cidd —870¢5) 2775(5} —1ZB7¢7) 52(2) cz8) 5140¢1) 558809)  6580¢1) 126(4)
%3 IE@Rk0RA
Table 3 Seiected Bond Lengths and Angles
selected bond lengths (nm)
La—011] 0. 2673(3) La—0(2) 0.2664(3) La—0(4} 0. 2664(4) La—O(5) 0.2651¢4)
La— 017} 0.2744(4) La—0¢8) 0. 2655(4)> La—0¢100 0.2682(3 Le—0(11) 0.2719¢4)
La—010]2) 0. 2717(4) La—O(13) 0.272Z2(4) La—MN{1) 0. 252504} Le—HMN(2} 0.2943¢4)
selected angles (deg. )
G(1)—La—-0(2) 4781 O{8)—La~=0113) 102. 5011
01 —La—0(5) 101. 311} Q(3)—La—N(2} 68. 5(1}
Q(1)—La—0(8}) 121. 7¢1) Qrle)—La—0¢12) 129.9¢1)
Otl1—La—0a(ll) 84, 3¢1} Of10)—La—N(1} 61-3(1»
01)—Lla—0acl3) 124.7(L) C(111—La—0(12) 114. 201}
O{1)—La—N{2} 107. 0{1Y af11)—~La—N(1) 116.7(1)
0t2) —La—0(5) 65. 941> 0¢12)—La—0(13) 61.0¢1
0{2)—La—0(3) 123. 1¢1) Or12}—La=-N¢2) B1. 31D
0(2)—La—0t11) 65. 3(1) QI3 —La—N2) 119. 9¢(1)
Q(Z)—La—0{13) 12%. 5(1) Le—Q(L)—MN(3) 96. 8(3)
O(2)—La—-N(2) 66.5(1> La—0O(4)--N(4) 97. 0(H)
O0(4)—La— 7] 126. 5(1) La—0Q(7)—N(5) 96. 3(3)
a4y —La—0{10) 116, 3(1> La—0O(10)—Ci2) 123.1(3)
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B3m Ln(NOs}s » CorHaeN-O, BLE 980 & M A0 900 & 300 & (254 + 251+
O 4)—La—0O(12) 105. 701} CL2y—00103—Ce 3y 109. 9143
Ov4)y—La—NL]) 64. 2u 00 La—0O(11Y—C(5) 117.914)
Q(5)—La—0OIr7} 124.001) La—o012)—Cig) 121. 814}
O(58y—Lla—aiD) 163. 8C1% C(8)—0(121—Ct92 109, 816}
(51— La—0(12) B4, 8¢1) La—Q¢13)—C(11 118. D(3)
O(5Yy—La—N(i} 106. 613 La—N{}1)—cCI(1) 103, 513}
0¢71—La—0(B) 46, 7¢1) La—N(1)—C(13) 114. 313)
Q(7+—La—0c]1} 102.9(47 CO1I—N{—CC13) 111. 764}
o(Ty—La—0¢13) 62.3¢10 La—N(2)—Cl6} 107. 414>
O{7)—La—N(2) 108. 7¢1) La—N(2Y—C(20) 113. 003>
Qrgy—Lla—0{11> B3, 6712 CtEY—N(2)—C(2D) 105 Bi6>
Q(1}—La—0(4> 66, 8(1) 018)—La—NC(1) 114.311)
011y —1la—Q(7} 128.6¢1) Q(10)—La—0C(11]) 61.1C1)
O(1)—La—0{10> 65. 2{1) O{10)—1la—0[13) 105.5(1)
Qi1 —Lla—o112) 163. 4¢1) O(10)—La—N(2) 11B. 901}
O(1)—La—N(1) 69.6(1) Oilly—-La—0(13) 165.1¢13
Q(2)—La—0c4) 64. 411} Q(11)—La—N(2) 63. 901>
Q(2Y—La—0¢7) 168. 2t 10 O(12)—La—N(1) 121.Br1)
Qi21—La—0(103 106. 6( 1) Q(l13)—La—N(l) 62.411)
02)—La—Q(12) 115. 8¢1> N(1y—Lla—N¢2) 176.3(1)
O(21—La—NI(1) 109, 841} La—0¢2)—N{3) 97.5(3)
Q(41—La—0(5) 47501} La—0O{(5)—Ni4) 97.8¢3)
Q(4y—La—0{8) 170. 8{1) La—O(81—N{(5) 100, 6(3)
Oi41—La—0(1 1) 125.4(1) La—Q{id) —C{ 118.5(3)
04—~ La—0(13) 68.6(1) La—Oci11—Ci{dd 116.103)
O(4)—La—N(2) 1134010 C(4y—0¢11)—C(5) 1128773
Q{5)y—La—0{8) 128.1(1) La—o¢121—C(9) 116. 732
O15)—La—0(t1) 122. 7013 La—0O(13)—C(id 117. 6(4%
O151—La—0t3) 8. 5013 Ci110)—0(13)—Cr1 1) 108.604)
0¢51—~La—N({2) 72. 4017 La—N{11—C412) 108.0¢3)
O(7)—La—0(10) 65. 6010 Cl1}--N(1}—C{12) 111. 2¢4)
O17y—La—oli2y R7. 80} COrZp—mNi1I—C(13) 108. 2¢4)
Qr71—La—N(}) 74.8(1Y La—MN(2)—C(7) 105. 8¢4)
0181 —La—0(1D) 68. 101> ClEV—NIZ)—C(T) 110, 2¢77
Q81 —La—aci2d 66. 9013 CII—N(2r—CL20) 110. 6151
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SYNTHESIS OF Ln(NO,);: + C;sHyyN, Oy (Ln=La, Ce)
AND CRYSTAL STRUCTURE OF La(NO,), *+ C;sH ;3N,0O, + CH,CN
Wang Liva Jin Linpei
( Depariment of Chemastry, Besjing Normal Unwersity, Bejmg 100875)

Two novel rare earth crown ether complexes Ln{NO; )y » CpsHyaN2Oy {Ln=La,Ce; CyeHasN:O,
=1, 7. 10, 16-tetraoxa-4, 13-diaza-N,N'-dibenzylcyclooctadecane) were synthesized and character-
ized by elemental analysis, IR, Raman and ‘H NMR spectrat data. The crystal structure of La{NO; ),

» CoH3eN:O, » CH;CN was determined by X-ray analysis. The crystal crystallizes in triclinic, space
group P 1 with cell dimensions: a=1."2869(4) nm, b= 1, 5868(6) nm, ¢=0.9147¢(2) nm; a=
101. 89¢2)°, f=105.38(2)°, v=71.96(3)° and Z=2. The central ianthahum atom is bonded to 4
oxygen atoms and 2 nitrogen atoms from the crown ether, and G oxygen atoms of the bidentate nitrate

groups, forming a complex with coordination number 12.

Keywords, rare earth complex crown ether crystal siructure
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