D000 http:/iwww.

cgvip.com|

-] X b 2 ¥ " Vol. 19, No. 1
18 CHINESE JOURNAL OF INORGANIC CHEMISTRY Jan., 2003

SHFTHBRGHERRERFERTICE_BRLEY
K& B AN 5T

B R OARme & o WHR!
CHERFERALFERELEERE, &% 210093)
CRREXFHIMALEEAELRELEEE, LT 100871)

REKBFIESRT AT EEFRE =SS REHNIEEMARTE ZE RIS NaxCus(hedp) 2 (pz) (H20) 2(hedp = 1-
BT AR, FMEBTTOERE. X- HREJREUNMFXATRTZAGR, STEBIPL, &ESEH o =6.2435
(17)A, b=7.100(2)A, c=11.998(3) A, o = 84.400(4)°, B=86.060(5)°, y =81.580(4)°, HikE v=522.8(3)A%,Z2=1, %
R RBZLSY T Cu (B 0-P-0 FEEBHRKUMAEER.

X8 Z RS ERR) Bkl BT BT JUig
FAEE. 0611. 4 0614. 121
O gl "%" E%ﬂﬂ:%) [201, CU3(hede)2(4, 4'—bipy) (HzO) 2 * 2H,0

M Cus(hedpH) 2(4, 4'-azpy) (H.0). - 1. 6H.0(4, 4’
-azpy = 4, 4'- {HEMLEE ),
EAXBET -V EEZEEREHOE
LRI 32 W Z 2 — MR 1L & ¥ Na;Cus(hedp).(pz)
(H:0)., it X SR MR L5 8 K= - #i
BT TR R, @ X- FERP RS
WERRIESEH, RRAZENLEYRE 4T HER
g4, b R 2454 B {Cus(hedp) 2 (H.0) | B6TE
X4 T BT i B R E T R, B S5 EXEEE
319 NaOs /\ 4K F1 CuOs VU371 T 20 R = 4k W 45 45
9, FTE[100] Fr A = e — HEFLIB . AN X FLatE AT

22 3 o

M aY, K EQELEEH T HTFEN ;fé; f_’ffﬁ:g{ ;;‘? fgfg*gfg FHC =z
BRELEYHNERME, BEEHRLAGEY

B BEERER RERREHE R LA AR 1 SEERERSY

s o, MRRE WA SUBRALSWORIGE | | e

RSV ® RAIKA S AS BB T8 B R A 2 AL S A S, R —
BRT—FIVREBRRL LA WM (hedpH) 6 goup | 522 40457 2 Perkin-Elmer 240C 78 % 4 471X
BY, W Cudlbedp) 2(pz) (H:0) «(pe =MEHR) ™% 1 sgyom o7 158 2E Nicolet 1705X FT-IR S IX L,
Cus(hedpH:) 2(4, 4"-bpy) 2 - 2H:0(4, 4'-bipy =4, 4~ yp /g ptsegeqa. 224t . 4 i 438 32 TGA-DTA

HTHEBEEBGNHER, FiE—PHERFY
AERREOYBESAERROFVRGB MR, &
3k, RIHH SR HEEZAIOTHEREHH
T/ BV RERREYIRT AMIUTEZN
M@, MERENBRBRILEYEEERN BT
R LR LA SR SR A O 5 U AP B9 Y 7E L AT R
RWAE TRERRRED -,

AR BRESYSEERI SR L
BEHERMAEBERM, ST UAHDNULEEEARS
WHEHMERESEERK. ARARUSFRMER
2RUSHEIMRIEER. BEREE SR

R H #:2002-09-30, HeEBR H #: 2002-10-22,

EH#E ARF 2 E S % B B (No. 20131020, No. 90101028 ML 54 A R FI ¥ %4 W B H (No. BK2002078) ,
* BB & Ao E-mail: Imzheng@ netra. nju. edu. cn

ET—EEB ¥.&.31 %5 WML Ry RERMGLE,



http://www.cqvip.com

+ 50 - X Hl ot ¥ ¥ #

D000 http://iwww.cqvip.com|

B19H

V1. 1B TA Inst 2100 #4rH7 XM E, N A, FHBEHE
¥ S5C - min~!, BEWE 15~600C; XRD 1
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Table 1 Crystallographic Data of Compound 1

CsHi6CusN2Na2016Ps

molecular formula

formula weight 756. 7

crystal system trilinic

space group P1

unit cell dimension a=6.2435(17)A, b=7.100(2)A,
c=11.998(3)A, o =284 400(4)°,
B =86.060(5)°, y=281.580(4)°
V=522.8(3)A°

zZ 1

density 2.403g - cm™?

F{000) 375

uw{MoKa)/cm™' 34,57

goodness-of-fit on F? 1. 012

RywR (I = 20(0)
Ry, w R (all data)
largest diff. peak and hole

(80) g, (Ap)ons(e - A%)
a: Ri=XIIFI-1F(1/X)Fol,
wR=[ T w(Fo? - F2)2/ X w(Fo?)?]"

ER), BERLkew 1, 7 pH HRK (2.3 4AR)
BT 18 34k & ¥ Cus(hedp) 2(pz) 2(H20) '), H 1 7
T=150C, Cu’*:pz:hedp N 1:1:2.5, pH=3.79 f§
RMZGFTHRIAMESY 1 =EBES (51.9%), 3
HYHH 88—, 8RR ATRAE WA Bk i il

AL & Y £ 5F 5648 5 7E 3000 ~ 3500cm !
BEHARTEIE KT BBRAY o-OH UXFE T
B RERR  OH Wy 48 Hk3l, 3020 ~3070cm ' {EE N
I EREENE R S =C-H %k
3, 1650 ~1680cm ™' 1 1440 ~ 1410cm ' JEE A
FERERN NS _REREPF C=CEN=NH
¥R, 1000 ~ 1200cm ™' 7EE N &R POO-H
S FR AR X R AR 45 FR 5, 900cm ! BT B84 K (P-0)
M #1 (P-O) H #f 4 =3l ), Cu() & ASHEE
WK E, BMESEIN T, TZEEHITRIE RSN
i & 14880cm ' AL BR & W i 04 3t B F 2 E, —
2T, TE 15 ~300CIBENRENXE G REN
16.2%, XK EFD FKRKLUKR—4FTHENT S
Lt 15.3% Bk, BT 320C L LR BHATAHI
BERR B 43 %, FIBT SR AR R o
2.2 Na;Cus(hedp):(pz) (H:0).(1) B R LEH

ZESYHWEWMETENERERETS
WE1ME 2, EEY 1 PR THERBMNFRN
Cus(hedp) :(H:0) . &g, XK+ HEBHFLE
AFERHHEIRET, Cu(l) BRFAFHIEFFLNE,

0. 0327, 0. 0867
0. 0354, 0. 0881

0. 578, -0.479
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Table 2 Nonhydrogen Fractional Atomic Coordinates( x 10*) and Equivalence Isotropic
Temperature Factors(A? x 10°) for Compound 1

atom X Y VA Uleq)* atom X Y VA Uleq)*
Cu(1) 0 0 5000 17(1) Cu(2) 4266(1)  -1030(1) 8098(1) 15(1)
Na(1) - 1875(3)  -3984(2) 5889(1) 24(1) P(1) -677(2) -557(1) 7589(1) 15(1)
P(2) 2024(2) 2360(1) 6557(1) 14(1) o(1) -568(5) -1366(4) 6453(2) 23(1)
0(2) 1258(4) - 1325(4) 8289(2) 20(1) 0(3) -2759(5) - 828(4) 8264(2) 23(1)
0(4) 2270(5) 1140(4) 5556(2) 22(1) 0o(5) 3792(4) 1615(4) 7372(2) 17(1)
0(6) 1904(5) 4452(4) 6175(2) 22(1) 0(7) -2217(5) 2771(4) 6486(3) 26(1)
o(1W) 4576(5)  -2750(5) 6444(3) 26(1) N(1) 4751(5)  -3418(5) 9218(3) 16(1)
c(1) -586(6) 2004(6) 7292(3) 17(1) Cc(2) -973(8) 3020(7) 8353(4) 31(1)
c(3) 3579(7) - 4857(6) 9206(4) 21(1) C(4) 3833(7)  -6423(6) 9983(3) 20(1)

a: Uleq) =(1/3) 2.3 Usai * a, * aia;

3 EMINEIERKINER
Table 3 Selected Bond Distances(A) and Bond Angles (°) for Compound 1*

Cu(1)-0(4) 1.919(3) Cu(1)-0(1) 1. 948(3) Cu(2)-0(3B) 1.909(3)
Cu(2)-0(2) 1.916(3) Cu(2)-0(5) 1.982(3) Cu(2)-N(1) 2.057(3)
Cu(2)-0(1W) 2.412(3) Cu(2)-0(1W) 2.412(3) Na(1)-0(1) 2.312(3)
Na(1)-0(1WB) 2.338(4) Na(1)-0(7B) 2.381(3) Na(1)-0(6B) 2.487(3)
Na(1)-0(4A) 2.524(3) Na(1)-0(6A) 2.531(4) P(1)-0(3) 1.511(3)
P(1)-0(1) 1.523(3) P(1)-0(2) 1.523(3) P(1)-C(1) 1. 827(4)
P(2)-0(6) 1.504(3) P{2)-0(5) 1.527(3) P(2)-0(4) 1. 535(3)
P(2)-C(1) 1.837(4) 0(7)-C(1) 1. 463(5) N(1)-C(4B) 1. 334(5)
N(1)-C(3) 1. 343(6) C(1)-C(2) 1.511(6) C(3)-C(4) 1.377(6)
0(4A)-Cu(1)-0(4) 180.0 0(4)-Cu(1)-0(1) 92. 15(12) 0(4)-Cu(1)-0(1A) 87.85(12)
0(3B)-Cu(2)-0(2) 167.21(12) 0(3B)-Cu(2)-0(5) 90. 60(11) 0(2)-Cu(2)-0(5) 95.69(11)
0(3B)-Cu(2)-N(1) 85.72(12) 0(2)-Cu(2)-N(1) 85.39(12) 0(5)-Cu(2)-N(1) 165.26(13)
0(3B)-Cu(2)-0(1W) 100. 52(12) 0(2)-Cu(2)-0(1W) 89.51(12) 0(5)-Cu(2)-0(1W) 98.99(11)
N(1)-Cu(2)-0{1W) 95. 71(13) 0(1)-Na(1)-0(1WB) 91.20(12) 0(1)-Na(1)-0(7B) 141.32(13)
0(1WB)-Na(1)-0(7B) 95.71(13) 0(1)-Na(1)-0(6B) 82.81(11) O(1WB)-Na(1)-0(6B) 155. 63(13)
0(7B)-Na(1)-0(6B) 75.37(10) 0(1)-Na(1)-0(4A) 67.21(10) O(1WB)-Na(1)-0(4A) 83.09(12)
0(7B)-Na(1)-0(4A) 151. 40(13) O(6B)-Na(1)-0(4A) 115.61(11) 0(1)-Na(1)-0(6B) 120. 45(11)
O(1WB)-Na(1)-0(6A) 106.21(12) O(7B)-Na(1)-0(6A) 93.98(11) 0(6B)-Na(1)-0(6A) 97. 11(11)
0(4A)-Na(1)-0(6A) 59. 50(10) P(1)-0(1)-Cu(1) 126. 15(17) P(1)-0(1)-Na(1) 131.75(16)
Cu(1)-0(1)-Na(1) 100. 10(12) P(1)-0(2)-Cu(2) 132.41(16) P{1)-0(3)-Cu(2) 141. 87(19)
P(2)-0(4)-Cu(1) 125. 43(16) P(2)-0(4)-Na{1A) 94.21(14) Cu(1)-0(4)-Na(1A) 93.93(12)
P(2)-0(5)-Cu(2) 124. 35(16) P(2)-0(6)-Na(1A) 94.71(15) C(4B)-N(1)-Cu(2) 121. 9(3)

a: Symmetry code: A: ~x, -y, ~z+1; B: x+1, y, z

1 &Y 1 MaTEmE A2 &Y 1H b AR WE

Fig. 1 View of structure for the unit of compound 1 Fig. 2 One layer of structure 1 viewed along the b-axis
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e, B—1PEET 03) #H—FFHBH=
H 4K Cus(hedp)(H.0) B UERBE R TRMUT
(NH4) .Cus(hedp) . (H.0) VS TE I B 4% . #H
MBI — S BT BREARME S Cu(2) B
ERERAN ZEEREH(ZIE 3)  Na(l) H TR
5\ TER B B3R, 43515 O(1), 0(4A), 0(6B),
0(6A), O(7B) #1 O(1WB) B2, Na(1) -0 WE KA
1L75 B & 2.312(3) ~2.531(4) A, XK
Na;Cuis (hedp)s(OH)(H.O) 2 4 L FE B #EE o NaOs
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Fig. 3 Structure of compound 1 packed along the a-axis
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Fig.4 xwT~ T and yx ~ T plot for compound 1
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Synthesis, Crystal Structure and Magnetic Properties of a Mixed-Ligated
Copper (ID 1-Hydroxyethylidenediphosphonate with an Open Framework Structure

YIN Ping'

ZHENG Li-Min™"'

GAO Song® XIN Xin-Quan'

(" State Key Laboratory of Coordination Chemistry, Nanjing University, Nanjing 210093)
(% State Key Laboratory of Rare Earth Materials and Applications, Peking University, Beijing 100871)

A new copper diphosphonate, Na>Cus(hedp):(pz) (H.0) 2(hedp = 1-hydroxyethylidenediphosphonate), was
synthesized by hydrothermal method, and was characterized by IR, XRD, TGA and EA. The crystal structure of the

compound was determined by X-ray single crystal diffraction. The crystal belongs to triclinic system with space

group P1, a=6.2435(17) A, b=7.100(2) A, ¢=11.998(3) A, a=84.400(4)°, B=86.060(5)°

» Y=

81.580(4)°, V=522.8(3) A’>, Z=1. The study of magnetic property shows that weak antiferromagnetic interac-
tions are mediated between copper (I) ions through O-P-O bridges. CCDC: 195009.

Keywords: Copper (I) diphosphonate

crystal structure

magnetic property pyrazine
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