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[ ReO(MPM EP) ( BMPBA) ] [ ReO( MPMEP) ( BMPBA) ]

( 102413)
[ ReO(MRMEP) (BMFBA) ][ ReO(MPMEP) (BMFBA) | , MRMEP = 1- (>
)-& (> ) BMFBA=N,N (2 ) , . X
, , P1, a=0.93604(19) nm, b=1.1044(2) nm, c=1.3823(3)
nm; o =89.19(3)°,B =74.50(3)°,y =75.04(3)°; z=1, V=1.3281(5) mT, U =4.836 mm ', F(000) =677, R=
0.0403, wR =0. 0673. [ ReO(MRMEP) (BMFBA) |

NS S

Synthesisand Crydal Sructure o [ ReRO(MPMEP) ( BMPBA) |-
[ RRO(MPMEP) ( BMPBA)]

LIV, Fei’ HE, YowrFeng  LUO, Zhi-Fu
( Department o Isotope, China Institute o Atomic Energy, Bejing 102413)

Abgract A new rhenium NS S mixed ligand conplex [ReO(MPMEP) (BMPBA) ][ ReO(MPMEP) -
(BMPBA)] [ MPMIEP = 1-( 22methoxyphenyl )- ( 4-mercaptoethyl ) -piperazine, BMPBA = N, N-his(2-
mercgptoethyl) - benzylamine] has been prepared. The snge crysta gructure of the conplex was determined by
X-ray diffraction method. It belongs to triclinic crysa sysem, face goup P1 with a =0.93604(19) nm,
b=1.1044(2) nm, c=1.3823(3) nm; 0 =89.19(3)°,B =74.50(3)°,y =75.04(3)°; z=1, V=
1.3281(5) nm®, J =4.836 mm™ ', F(000) =677, R=0.0403, wR = 0.0673. Both [ ReO (MPMEP)-
(BMPBA) | o the conplex adopt digorted trigpna hipyramidal geometry , with the basal plane defined by the
SS atomsdf the tridentate ligand and the oxo-group. The N of the tridentate ligand and the Sof the monodentate
ligand occupy two apical podtions. lonization of the sulphur atoms leads to a neutral conpound.
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MFMEP 100 mg (0.4 nmnmol) BMFBA 1 niL
3h :
Re B Te , .CHQ, (3x10 )
2 , (5nL) , Nap S0,
18.18pe  9MTe . 5m, [slica gd GFoss(60) ]
/ NS S / I (6/11, VIVIV) R
, 0. 4. , ,
37%. "HNMR (CDA3, 200MHz) 8 : 7.4 7.5
FMTeO[ SNS] [ ] (m,5H) ,6.8 7.0 (m, 4H) , 4.9 (s, 2H) , 3.9 (s,
(31, ,  3H),28 3.0(m,4H) ,3.0 3.1(m,8H),3.2
“3+1" 3.4 (m, 4H); IR (KBr) v : 948.67, 3434.55,
, 3030.17, 2934.54, 2817.52, 1593.48, 1497.62,
B Te (NS 1451.52, 1237.79, 1379.57, 1347.20, 1305.37,
(a1, , FMTCO[ NS] [ S] 1264. 40 , 763.57 , 747.39, 17.92, 701. 09, 1003. 73,
, ReO[ NS] [ S] 1024.33, 641.51, 550.94, 407.38 cm™ *. And. cdcd
57 for CisHesNeSOsRez : C42.41, H5.09, N 6. 10 ; found
, 1 (> C42.00, H5.02, N 6.07.
)-4 (2 ) , N(R)S 1.3
®MTe , 0. 20 mm x 0. 10 mm x 0. 02 mm
5HTia Bruker SMART APEX-CCD X
(81, - (2 : Mo kKt (A =
)-4 (2 ) ., N,N- (2 0. 71073 nm) , Bruke SMART
) Re 293(2) K 2.38 <8 <26.37
h: -11 11, k: - 13 13,1:0 17,
5389 : 5389 (Rin
1 =0.0000) , I >20 (1) 4012 .
SHELXS97 (Sheldrick , 1990) ,
1.1 SHA_XL-97 (Sheldrick , 1997) , Bruker
Nicolet-460 (KBr );200  SANT Lorentz ( )
MHz (Varian )  Heraeus CHNRepid Polarization ( ) , Bruker SADABS
:Bruker SMART APEX- CCD X
: F ,
ng(lpphg)z o] R =0.0403, wR = 0.0673. GOF (good of
(2> V-4 (2 ) fit) =0.794; Fourier
( MEMEP) N (2 ) 1747 e/ nm® - 814 e/ nnv.
(BMFBA) 81, , , P1, a

1.2 [ RRO(MPMEP)( BMPBA)][ ReO(MPMEP)-
( BMPBA)]

340 mg (0.4 mmol)  ReOds (PPhs) 2
350 mg (4 mmol)

130 mg (0. 4 mnol)

20 m
SnmL )

=0.93604(19) nm, b=1.1044(2) nm, c =1.3823(3)
nm; o =89.19(3)°,B =74.50(3)°,y =75.04(3)°;
Z=1,Vv=13281(5) nm*, D;=1.699 g/cn?®, Y =
4.836 mm ', F(000) = 677, R =0.0403, WR =
0. 0673.
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1 (10% ( x10° nnf)
Table 1 Atorric coordinates (10*) and equivalent i otropic diglacement parameters ( x 10° nnt)

Atom X y z U (eg)

c(1) - 2610(40) 14760(30) 9140(30) 76(12)
Cc( - 3190(50) 16000 (50) 9450 (40) 83(13)
c(@3) - 3210(60) 16800 (50) 8720(50) 140(20)
C(4) - 2820(40) 16500(30) 7700(30) 79(11)
C(5) - 2170(30) 15230(30) 7420(30) 72(11)
C(6) - 1950(30) 14250(30) 8190(20) 62(10)
C(7) - 1360(30) 12960(30) 7900(30) 33(7)
Cc(8) 1310(30) 13161 (18) 7260(20) 35(7)
C(9) 1460 (40) 12840(30) 6130(19) 42(7)
C(10) 410(40) 12610(30) 8980(20) 54(10)
C(11) 1970(30) 11880(20) 9157(17) 34(6)
C(12) 3270(40) 7500(30) 7750(20) 50(8)
C(13) 1830(40) 7070(30) 8290(20) 49(9)
C(14) 3040(40) 5280(30) 9010(20) 60(10)
C(15) 3140(50) 4660 (30) 9900(30) 51(10)
C(16) 410(30) 6250(20) 9770(20) 57(8)
Cc(17) 560(30) 5650 (30) 10720(20) 52(9)
C(18) 1650(30) 3760(30) 11380(20) 42(8)
C(19) 2980(60) 3270(40) 11840(40) 113(16)
C(20) 2990(60) 2640 (40) 12600(30) 140(20)
Cc(21) 1680(60) 2360(50) 13000(30) 111(18)
C(22) 300(50) 2660 (40) 12690(30) 88(14)
C(23) 620(50) 3210(30) 11870(30) 68(11)
C(24) - 2310(50) 3420(40) 12000(30) 126(18)
C(25) 9860 (40) - 2280(30) 5500(30) 67(10)
C(26) 10480(50) - 3580(50) 5240 (50) 140(20)
C(27) 11240(30) - 3990(30) 4320(40) 79(16)
C(28) 11380(60) - 3170(60) 3590(50) 97(18)
C(29) 10610(40) - 1850(40) 3800(20) 70(11)
C(30) 9920(30) - 1500(30) 4840(30) 49(9)
C(31) 9020(40) - 50(30) 5130(30) 58(10)
C(32) 6400 (40) - 260(30) 5820(30) 72(11)
C(33) 6300(40) 0(30) 6840(30) 66(10)
C(34) 7460 (40) 180(30) 4040(20) 57(10)
C(35) 6190(40) 880(30) 3840(20) 82(11)
C(36) 4720(40) 5370(30) 5340(30) 55(10)
C(37) 6100(40) 5750(40) 4810(30) 58(10)
C(38) 4740(30) 7660 (30) 4070(20) 54(9)
C(39) 4590(50) 8300 (40) 3050(30) 58(10)
C(40) 7300(40) 6586 (18) 3400(20) 64(9)
C(41) 7270(30) 7230(30) 2380(20) 78(12)
C(42) 6120(50) 9140(30) 1630(30) 82(14)
C(43) 4910(40) 9390(30) 1260(20) 67(10)
C(44) 5150(50) 10080 (40) 310(30) 84(12)
C(45) 6500 (50) 10350(40) - 200(20) 80(10)
C(46) 7560(60) 10090 (40) 250(30) 100(18)
C(47) 7690 (40) 9410(20) 1180(20) 45(8)
C(48) 9970(40) 9500 (40) 1200(30) 93(12)
N(1) 380(20) 12430(20) 7958(14) 36(6)
N(2) 1920(30) 6500 (20) 9140(20) 53(7)
N(3) 1760(40) 4470(30) 10480(20) 51(9)
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1 [ ReO(MPMEP) (BMPBA) ][ ReO(MPMEP) (BMFBA) |
Figure 1 Qydd gructure of the conplex [ ReO(MPAMEP) (BMABA) ][ ReO(MPMEP) (BMFBA) ]
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Atom X y z U (eq)
N (4) 7470(30) 360(20) 5144(19) 57(8)
N(5) 5850(40) 6450(30) 3830(20) 48(8)
N(6) 6170(40) 8470(30) 2520(20) 55(9)
0o(1) - 586(17) 10248(14) 7660(13) 40(5)
0(2) - 690(40) 3600(30) 11440(20) 94(11)
0(3) 8390(20) 2739(19) 5329(14) 81(7)
0(4) 8710(30) 9240(30) 1650(20) 70(8)
Re(1) 6678(1) 2424(1) 5583(1) 39(1)
Re(2) 1197(1) 10438(1) 7408(1) 39(1)
S(1) 5025(12) 4334(7) 6278(7) 58(3)
S(2) 5483(12) 2586(9) 4380(8) 54(3)
S(3) 5778(12) 1731(10) 7138(8) 64(3)
S(4) 2864(10) 8568(8) 6745(6) 48(3)
S(5) 2155(11) 11166(8) 5916(6) 39(2)
S(6) 2394(12) 10330(9) 8683(7) 46(2)
Re(1)
5,
Chiotdllis “3+1" g
[10.1] qug s ‘Re (1) —S
NS N (1) , Re(1) —=S(2) , Re(1) —S(3)
M =0 (syn) (Anti) 0.2312(8) , 0.2220(11) , 0.2288(10) nm; Re(1) —N
(4 Re(1) —O(@3) 0.224(2)
1 2. 0.1670(19) nm. 0(3) —Re(1) —S(2) ,
2. 0(3) —Re(1) —S(3) , S(2) —Re(1) —S(3)
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2 CigHesNs SOsRex (10 nm) °)
Table 2 Sdected Bond lengths (10 nm) and anges (°) for complex CigHssNeSOsRex

C(7) —N(1) 1.60(3) C(17) —N(3) 1.46(4) C(39) —N(6) 1.52(5)
c(8) —N(1) 1.49(3) Cc(23) —O(2) 1.47(5) C(40) —N(5) 1.38(4)
C(8) —C(9) 1.57(4) C(24) —O(2) 1.57(5) C(40) —C(41) 1.57(4)
C(9) —S(5) 1.79(3) C(30) —(31) 1.60(4) C(41) —N(6) 1. 46(4)
C(10) —N(2) 1. 44(4) C(31) —N(4) 1.41(4) C(47) —O(4) 1.27(4)
C(10) —c(11) 1.56(4) C(32) —(33) 1.43(5) C(48) —O(4) 1. 28(4)
c(11) —s(6) 1.75(3) C(32) —N(4) 1.48(4) N(D) —Re(2) 2.21(2)
Cc(12) —c(13) 1.54(4) C(33) —S(3) 1.87(3) N(4) —Re(1) 2.24(2)
Cc(12) —Ss(4) 1.87(3) C(34) —C(35) 1.33(4) 0(1) —Re(2) 1. 679(16)
C(13) —N(2) 1.34(4) C(34) —N(4) 1.55(3) 0(3) —Re(1) 1.670(19)
C(14) —c(15) 1.41(5) C(35) —S(2) 1.92(3) Re(1) —S(2) 2.220(11)
C(14) —N(2) 1.46(4) C(36) —(37) 1.46(5) Re(1) —S(3) 2.288(10)
C(15) —N(3) 1.40(5) C(36) —S(1) 1.75(4) Re(1) —S(1) 2.312(8)
c(16) —€(17) 1.49(4) C(37) —N(5) 1.60(5) Re(2) —S(5) 2.245(7)
C(16) —N(2) 1.54(4) C(38) —N(5) 1. 44(4) Re(2) —S(4) 2.273(8)

C(38) —C(39) 1.60(5) Re(2) —S(6) 2.314(8)
c(6) —€(7) —N(1) 112(3) C(31) —N(4) —Re(1) 107.6(19) 0(1) —Re(2) —N(1) 93.5(7)
N(1) —C(8) —C(9) 112(2) C(32) —N(4) —Re(1) 108.6(19) 0(1) —Re(2) —S(5) 117.9(6)
C(8) —€(9) —s(5) 107.5(17) C(34) —N(4) —Re(1) 108.6(19) N(1) —Re(2) —S(5) 85.2(5)
N(1) —C(10) —C(11)  112(2) C(23) —O(2) —C(24) 122(3) 0(1) —Re(2) —S(4) 107.4(6)
C(10) —C(11) —S(6)  108.2(17) C(47) —O(4) —C(48) 117(3) N(1) —Re(2) —S(4) 159.1(6)
C(13) —€(12) —s(4)  110(2) 0(3) —Re(1) —S(2) 118.8(7) S(5) —Re(2) —S(4)  85.0(3)
N(2) —C(13) —€(12)  114(3) 0(3) —Re(1) —N(4)  99.1(9) 0(1) —Re(2) —S(6) 119.8(6)
C(10) —N (1) —C(8) 112(2) S(2) —Re(1) —N(4)  85.7(6) N(1) —Re(2) —S(6) 81.1(7)
C(10) —N(1) —<(7) 109(2) 0(3) —Re(1) —S(3) 117.3(7) S(5) —Re(2) —S(6) 121.2(4)
c(8) —N(1) —¢(7) 107(2) S(2) —Re(1) —S(3)  123.9(4) S(4) —Re(2) —S(6)  88.4(3)
C(10) —N(1) —Re(2)  112.5(18) N(4) —Re(1) —S(3) 82.6(7) C(36) —S(1) —Re(1) 110.8(10)
Cc(8) —N(1) —Re(2) 108. 7(11) 0(3) —Re(1) —S(1) 101.9(7) C(35) —S(2) —Re(1) 99.6(10)
C(7) —N(1) —Re(2) 108. 3(17) S(2) —Re(1) —S(1) 87.9(4) C(33) —S(3) —Re(1) 100.9(12)
C(31) —N(4) —C(34)  105(3) N(4) —Re(1) —S(1) 158.6(7) C(12) —S(4) —Re(2) 111.2(11)
C(32) —N(4) —(34) 110(2) S(3) —Re(1) —S(1) 84.0(4) C(9) —S(5) —Re(2) 103.8(8)

C(11) —S(6) —Re(2) 105.2(7)

118.8(7)°, 117.3(7)°, 123.9(4)°, 360°.

N(4) —Re(1) —S(1) 158.6(7)°, S(1)

N (4) , S(2,8(3,0(3
Re(1)

Re(2) 5,
‘Re(2) —S(4) , Re(2) —S(5) , Re
(2 —s(6) 0.2273(8) , 0.2245
(7) ,0.2314(8) nm; Re(2) N(1) Re(2) —O(1)
0.221(2) 0.1679(16) nm. N

(1) —Re(2) —S(4) 159.1(6)°: 0O(1) —Re

2 [ ReO (MAMEP) (BMPBA) ] [ ReO (MPRMEP)- (2) —S(5) , 0(1) —Re(2) —S(6) , S(5) —Re(2) —S
(BMFBA) ] (6) 117.9(6)°, 119.8(6)° , 121. 2(4)° ,
Figure 2  Cdl packing o the conplex [ ReO (MPMEP)- 360°. S(4) N(1) s

(BMPBA) ][ ReO(MPRVIEP) (BMFBA) ] (5),S(6) O(1) Re (,2)
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V) . S(4) —C(12) ,S(4) —€(12)
Re(1) N (4) 0.187(3) nm, S(1) —C(306)

1 C(31) —N(4) —Re(1) , C(32) N (4) —Re(1) , 0.175(4) nm.

C(34) —N (4) —Re (1)
108.6(19)°, 108.6(19)°; Re(2)
N (1) 1 C(10) —N (1) —Re
(2, C(8) —N(1) —Re(2) , C(7) —N(1) —Re(2)
112.5(18)°, 108.7(11)°, 108.3(17)°.

107.6 (19)°,

(syn)
Re(1)
,Re(1) —S(2) Re(1) —S(3)
0.2220(11) 0.2288(10) nm,
,Re(1) —s(1)
0.2312(8) nm; Re(2)
,Re(2) —S(5) , Re(2) —S
(6) 0.2245(7) , 0.2314(8) nm,
,Re(2) —s(4)
0.2273(8) nm. Re
(v) . ,Re(1)
, Re
(2)
Re(1) Re(2)
, (P1 :
).
, , (
), ,
, ' , [12]
) , P1
Re(1) , Re(2)
,Re (2) —S(4) 0.2273(8)
nm, Re(1) —S(1) 0.2312(8) nm. Re(2)
S(4) Re(1) S(1) ,
Re(2) —s(4) ,

, Re(2)

,C(25) —C(30) , C(25) —C (26) ,
C(26) —C(27) , C(27) —C(28) , C(28) —C(29) C
(29) —C (30) 0.125(5) , 0.141
(6) ,0.130(7) , 0.135(9) , 0.145(6)  0.142(5) nm,
c—<C C(30) —C(31)
C(31) —N(4) 0.160(4) 0.141
(49 nm, C—C C—N . ,C
(32) —C(33) C(34) —C(35)
0.143(5) nm  0.133(4) nm, C—C
.C(34) —N(4) ,C(35) —S(2) ,C(32) N(4) C

(33) —s(3) 0.148(4) , 0.187(3) , 0.155(3)
0.192(3) hm, C—N C—S
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Sdution Behavior o Huorocar borr modif ied
Pdyacrylamide Copdymers

BU, Hua-Tian; YANG, ZherrZong; ZHANG,
Yurr Xiang
Acta Chimica Sinica 2002, 60(9) , 1707

Viscasity/(mPa - s)

3. T
000 005 010 015 020 025
Co-monomer RFA content (x)

The hydrogen bond grength and hydrophobic asociation of the slutions are re
markably irfluenced by the content and chemicd dructure of the hydrophobic oo
nmoromers. All the experimentd results could be explained by the conpetitive cort
tribution to visoosty from hydrogen interaction and hydrophobic asociation in the
<l utions.

Sudies on Synthesis and Properties of Mg Al-
Nitrate Layered Double Hydroxide

YANG, Qmnzheng; ZHANG, ChurrQuang;
SUN, DeJun; GJO, Pa-zhi ; ZHANG, Jie
Acta Chimica Sinica 2002, 60(9) , 1712

27.08

1326

430

Intensity/arbitrary unit

2 10 20 30 40
20/(°)

A positive Mg Al-nitrate layered double hydroxide (LDH) has been syntheszed.
The basal acing of postive naroparticle may be tailored.

Synthesisand Crygsal Sructure of [ RRO(MP
MEP) (BMPBA)] [ ReO(MPMEP) ( BMPBA)]

LIU, Fe; HE, YouFeng; LUO, Zhi-Fu
Acta Chimica Sinica 2002, 60(9) , 1716

[ ReO(MPRVEP) (BMPBA) ][ ReO(MPMEP) (BMFBA) | has been syntheszed and
characterized by IR, dementd andyds, *H NMR and X-ray diffraction study.




