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¥ 1. 52 g, 10 mmol R4REFEEE 5 0. 75 g, 10 mmol FFRERLIR & F 30 m! ZBES, I [E
i 30 min, B ES A 3.6 8,10 mmol B RERGR , SKEEHEHE 30 PP INA 1 ! = Z Rk, 4k
SEPEFE 2 /BT BRI EANE W FHRBW P IA 1. 6 g, 20 mmol F FER Y /KIFW 3 ml. 5
1 NETE TIE CRE BRI B, PR 80 %,

TTESHT(%)E{H.C52.7, H5.45, N 7. 44; 3 #{H. C52. 1, H 5. 28, N 7.93,

4T R (em 1) ; 3500(s) . 3400(m), 3250(s), 3000(w), 2920(m), 2860(w), 2840(2),
2080(s), 1618(s), 1600(s). 1545(m), 1465(s), 1450(s), 1440(s), 1390(m), 1360(w),
1330 (w). 1300(s), 1250(s), 1225(s), 1195(m), 1160(m), 1105(w), 1080(s), 1060(s),
1045(s), 1025(w), 970(m), 950(w), 910(m), 860(s), 815(w), 780(m), 740(s), 650(m),
635(m), 580(w), 530(w), 470(m), 460(w)
1.2 X-SH4hanh

SRR W1 BB A I B R TE Enraf-Nonius CAD-4 B ATHY LT, AGRRELMN
MoKa SR o-20 R ERBERIE . FUEF 4872 PMTH H (20<<52°) , Ko 4446 A
S E TS 2 PTWRI A A7 5 K 3073 AN[I>30(D ], ENB A RHITEMBEIE, H2 Lo KIE
MR RIKIE. 58 8T R A Patterson 3 33T Fourier S8, S{K%BIENE 1.

#& 1 &% [Mn(Hvanpe),(NCS) 8 RS M T
Table 1 Crystal Structure Parameters for [ Mn(Hvanpa),(NCS) ]

formula C23H26N306SMn
molecular weight 529.5
crystal system monoclinic
space group P2,/c
aCA)D 8.565(1>
b(AD 21.814(2>
c(AD 12.787(2)
£ 92.80(1)
V(A® 2386. 4(8)
z 4

Deale. (g » em™3) 1.474
F(000) 1112
u(em=1) 6. 57
temperature 293

No. observations (/)>30(I) 3073

No. variables 307

R 0. 037

Rw 0.039
goodness of fit indicator 1. 362
max. shift in final cycle (4/0) 0.03
largest peak in final diffelence map (e A —3) 0. 343

2 HR5HR

2.1 4I5hKik
% FHCE Y TE 2920 cm™', 2860 em ™' A i B LI & 9 I B R B ven SR B UK . 1618 em '
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JRFBE AL X — MR e H B SR 3BT NCS™ B RUR 7 B A8 2 8 IR F BT A
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Schiff P HEAZEEREF . EHMmMEFFR.
SEFHE R Mn-O £ K4 1.87A ,Mn-N ¥
Bk 2. 044, EHELE. ATFEERY
B F ) BB 4 & 4E Jahn-Teller BAE , ff g K
B +7 &, Mn-N3 (NCS) 2 2.194°C, Mn-03
(-OH) Ky 2. 324 A .8 1 Mn-N3-C 23=170. 3°,
H---S-C 23=199. 9(3)°, 7E NCS™ f ,N-C &2 &
% 1.151A4 ,C-S 425 1. 638 4 .NCS™ 42
AR 179. 1°, XRPAR S PHI NCS FEH F ,NC
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Fig. 1 Molecular structure for complex

[Mn(Hvanpa).(NCS) ]

EREP.S FFSHES FRRANZEIERAR. SRNFEIERRI—FE S
FEFARKMARE,. B - T HERERALE A FHR o EHEBL TP LOEREF. AW E
BRAELFAFRKY B IREBHMS FFZHFENHELFAEBREKR. SETFE
BEARNREERAEZFREILIAY. EREP. 2 FZREIXIMEAREAER — &K
2. WA 2, M RERRK TR RITMER IR REIET Okawa AR B #y#EW .
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W2 EavnaRERSHAE
Fig. 2 One dimensional H-bonding structure for complex [Mn(Hvanpa).(NCS) ]
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Table 2 Bond Distances in Angstroms ( A )
atoms distances atoms distances
Mn-N1 2.033(3) C2-C3 1.376(5)
Mn-N2 2.050(2) Cc2-c7 1. 413¢4)
Mn-N3 2.194(3) C3-C4 1. 400(5)
Mn-02 1. 865(2) C4-C5 1. 353(5)
Mn-03 2.324(2) C5-C6 1. 416(4)
Mn-05 1.883(2) C6-C7 1. 402(4)
N1-C8 1. 278(4) C6-C8 1. 440(4)
N1-C9 1. 481(4) C9-C10 1. 534(5)
N2-C19 1. 280(4) C10-Cl1 1.516(5) .
N2-C20 1. 488(4) C13-C14 1.372(5)
N3-C23 1. 151¢(4) c13-Cc18 1. 414(4)
02-C7 1. 325(3) C14-C15 1. 397(6)
03-Cl1 1. 442(D C15-C16 1. 369(5)
05-C18 1.328(4) C16-C17 1. 401(5)
01-Cl 1.423(4) C17-C18 1. 401(4)
01-C2 1.371(4) C17-C19 1. 447(D)
04-C12 1. 424 C€20-C21 1.516(5)
04-C13 1.361(4) C21-C22 1. 505(4)
06-C22 1. 418(4) Ha-03 1. 062(3)
S-C23 1.638(3) Ha-S 2.134(1)
%3 Espnhan
Table 3 Bond Angles for Complex [Mn(Hvanpa),(NCS) ] in Degrees (°)
atoms angles atoms angles
N1-Mn-N2 165. 5(1) C3-C2-C7 120. 8(3)
N1-Mn-N3 93. 5(1) C2-C3-C4 120. 2(3)
N1-Mn-02 88.57(9) C3-C4-C5 120. 0(3)
N1-Mn-03 80. 94(9) C4-C5-C6 120. 6(3)
N1-Mn-05 91. 6(1) C5-C6-C7 118.9(3)
N2-Mn-N3 100. 9(1) C7-C6-C8 120. 0(3)
N2-Mn-02 90. 12(9) N2-C20-C21 112. 4(3)
N2-Mn-03 84.63(9) 02-C7-C2 118.3(3)
N2-Mn-05 89. 49(9) 02-C7-C6 123.9¢3)
N3-Mn-02 91. 1(1) C2-C7-C6 117.7(3)
N3-Mn-03 174. 3(1) N1-C8-C6 126. 3(3) .
N3-Mn-05 89. 8(1) N1-C9-C10 109. 4(3)
02-Mn-03 90. 18(9) C€9-C10-C11 113.9(3)
02-Mn-05 179. 0(1) 03-C11-C10 112. 3¢3) .
03-Mn-05 88.87(9) C20-C21-C22 111.5¢3)
C8-N1-C9 117.9¢3) 06-C22-C21 113.2(3)
C19-N2-C20 117.6(3) C14-C15-C16 124.8(3) i
C1-01-C2 117. 0(3) C15-C16-C17 115.1(3)
C12-04-C13 117. 4(3) N3-C23-S 179.1(3)
01-C2-C3 124.5(3) 03-Ha+--S 171. 41D
01-c2-c7 114.7(3)
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Table 4 Positional Parameters and their Estimated Standard Deviations

atom z y z Beo(A ™)
Mn 0.21280(6) 0.52263(2) 0.26154(4) 2. 324(8)
N1 0.2171(3) 0.5378(1) 0.1048(2) 2.81(6)
N2 0. 2670(3) 0.5130(1) 0. 4148(2) 2.62(6)
N3 —0.0323(4) 0. 4930(2) 0. 2528(3) 3.60(7)
02 0. 2802(3) 0. 4427(1) 0. 2384(2) 2.68(4)
03 0. 4681(3) 0. 5579(1) 0. 2539(2) 3.39(5)
05 0.1483(3) 0.6037(1) 0. 2856(2) 2.99(5)
ol 0.2984(4) 0. 3242(1) 0.2675(2) 4.35(6)
04 0.1288(4) 0.7208(1) 0. 2399(2) 4.37(6)
06 0.1768(4) 0. 3652(2) 0. 6403(2) 5.59(8)
S —0.3254(D) 0. 43785(5) 0.22663(8) 3.71(2)
Cl1 0. 3300(7) 0. 2605(2) 0. 2798(4) 5.8(D
c2 0.2414(4) 0. 3433(2) 0.1709(3) 3.20(8)
Cc3 0.1926(5) 0. 3046(2) 0. 0908(3) 4.25(9
Cc4 0.1374(5) 0. 3286(2) —0.0057(3) 4.41(
Cc5 0. 1332(5 0. 3899(2) —0.0217(3) 3.57(8)
C6 0.1806(4) 0. 4304(2) 0. 0604(3) 2.79(7)
Cc7 0.2324(4) 0. 4076(2) 0.1585(3) 2. 54(7)
c8 0. 1939(4H) 0. 4949(2) 0.0378(3) 2.99(7)
c9 0. 2683(5) 0. 5982(2) 0. 0663(3) 3.72(8)
c10 0. 4472(5) 0.6024(2) 0.0772(3) 4.22(9)
Cl1 0.5112(5) 0.6088(2) 0. 1894(3) 4. 06(9)
Cl12 0.1152(8) 0.7842(2) 0. 2145(4) 5.3(1)
C13 0. 2094(4) 0. 70.59(2) 0. 3308(3) 3.31(®)
C14 0.2795(6) 0. 7473(2) 0.3987(4) 4.7(D
C15 0.3582(7) 0. 7274(2) 0. 4908(4) 5. 8(1)
Cl16 0. 3670(6) 0. 6663(2) 0. 5144(3) 4.5(1)
C17 0.2981(4) 0.6231(2) 0. 4453(3) 3.01(7N
Cl18 0.2198(4) 0. 6424(2) 0. 3523(3) 2.76(N
C19 0.3047(4) 0.5593(2) 0. 4759(3) 2. 84(7)
c20 0.2811(4) 0.4511(2) 0. 4672(3) 3.42(8)
c21 0. 1240(5) 0. 4201(2) 0. 4761(3) 3.91(9)
Cc22 0. 1402(5) 0. 3594(2) 0.5315(3) 4.36(9)
Cc23 —0.1529(4) 0. 4699(2) 0. 2425(3) 2.69(D
g F X M
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SYNTHESIS AND CRYSTAL STRUCTURE OF BIS[N-(3-HYDROXYPROPYL)-3-
METHOXYL-SALICYLDIMINO ]-ISOTHIOCYANATO-MANGANESE (I )

Zhang Cungen Wu Yihua
(College of Chemustry and Chemical Technology, Jiao Toung University, Shanghai 200030)
Xu Duanjun Xu Yuanzhi

(Department of Chemistry, Zhejiang University, Heangzhou 310027)

In this paper a new coordination compound, bis[ N- (3-hydroxypropyl)- 3- methoxy -salicyldi-
mino ]-thiocyanato-manganese ( B ) ], was synthesized and its crystal structure was determined. The
crystal data are as follows. crystal system, monoclinic; space group, P2,/c; a=28.565(1), b=
21.814(2), ¢c=12.787(2) A , f=92. 80(1)°. Manganese is six-coordinated, and the coordination
sphere is octahedral. Between the two Schiff base ligands, N-(3-hydroxypropyl)-3-methoxyl-salicy-
dimine, one acts as bidentate ligand, and the other acts as tridentate ligand. NCS~ ion coordinates to
the central metal ion via the N atom in the axial direction. The bond length of Mn-N (NCS) is
2.194 A , due to the Jahn-Teller distortion. There are H---S—C=N bonds among the molecules in

the crystal.

Keywords; manganese complex Jahn-Teller distortion Schiff base
isothiocyanate hydrogen bond
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