12 ) P A T
2007 4F 12 A CHINESE JOURNAL OF INORGANIC CHEMISTRY

Vol.23 No.12
Dec., 2007

BEEHI[Mn(NPA),(Phen)(HO). ]8I & B | BRI 1 R AT E 1

HAS HRERX
(FRLKXFRFHIFER IHERALEEELRT F%  343009)
TEE . AT —4 Mo(IDI E A ) [Mn(NPA),(Phen)(H,0),|(NPA=N-7< 3 A% 48 2 325 H R, Phen=4F FE 1% W) | £ 21 AT R AMETE |
TR ZE X LR PR AT AR AR L R R SR R R R C2/e AR, BB A YT Mn T 5 2 4 NRIER A
SEAR PR 2 A ETF 1A Phen B9 2 4 N T2 AN 7K 43 F 19 85 I8 S BE AL/ TR 2548,

KB BN A Y ; NIRRT L ; dhIRSi i P sE Ik
RESES, 0614.7711 XHEKERIRAS, A MEHS . 1001-4861(2007)12-2035-04

Synthesis, Crystal Structure and Thermal Stability of [Mn(NPA),(Phen)(H,0),]
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Jiangxi Province Key Laboratory of Coordination Chemisiry, Ji'an, Jiangxi 343009)

Abstract: A Manganese(ll) complex [Mn(NPA),(Phcccceccen)(H,0),] has been synthesized x(NPA=N-phenylanthr-
anilic acid, Phen=1,10-phenanthroline) and characterized by IR, UV, elemental analysis, thermal analysis and X-
ray diffraction methods. It Crystallizes in Monoclinic system, space group C2/c with a=2.790 5(8) nm, 6=1.019 0(4)
nm, ¢=1.2280(4) nm, B=101.803(11)°, V=3.4177(19) nm®, Z=4, D.=1.352 g-cm™, F(000)=1444, R,=0.044 4, wR=
0.124 2. The crystal structure shows that the Mn(Il) ion is coordinated with two oxygen atoms from two N-
phenylanthranilic acid, two Nitrogen atoms from one 1,10-phenanthroline, two oxygen atoms from two water

respectively, forming a distorted octahedral coordination geometry. CCDC: 649394.

Key words: Mn(Il) complex; N-phenylanthranilic acid; crystal structure; thermal stability

[}

0 3 AL AP R T RRAG I (5
1 XWEn

izt 7 A0y 28
LT ANETE A H A HE FTIR8700 41 /M6 i 4%

e A Y IR N — R R A AT R TRk (U
YL RS G B A AR o A RS AR A 1
AR S A 02, RIS AR & W e AL 20 1 T

T BERERIAE W Ak 2 25 1V 2 U b R I T TERY
N HANAE , — B AR R A 8B HLS A R
PR 4 L & W A e 22 B B -1 AR SCR T N-2R
FARAR 2 AR TR &1 FE s b RN B i TS L T
— Y 7S BE AL LS I [Mn(NPA)y(Phen)(H,0),] , il
FE T A SR S i B OIS e R T V-

Wi H 39 .2007-07-16, W8 Bk H 1 .2007-10-23

5 B2 T AR I H (No. % T RHT 72006120 ).,
*EIREE R A, E-mail : chenhl88@163.com

(KBr £ J); JoR 4 fdi ] PE2004 ST 43 A% ; Ha
b2 R R R T 22 Rk 2 i 7 B A RR
73 F) LKOS LR AL 2= a0 i R4, 24P R A H
A B UV2501PC 5881 G5 A #uik fi8 43 t R b
RN 25 SRR AY R RS #4021 ) Rigaku
RAXIS-RAPID F @iy AT S04 V-8 FEAR A 2 B 1

B AR BARDT 31 & Wk YR BIETE S 1) e i 2 S LA



2036 ol A

%23 %

W2, B R T arAral,
12 BREYHER

FREL 1.0 mmol(0.2132 g) N-A% HEAR 4B 2 J A8
2 F1 0.5 mmol(0.099 0 g) 4B AE M k% T 20 mL & I
OTEREFE TR N 10 mL(& BE K =1:1) 1 fi R
it 0.5 mmol(0.0755 ) Z VAW, A5 pH {EH 6~
7,7E 60 CTFHEFE 2.0 h 5t vk, MBS IR CE 14
JE AT R L EER AR, BB CaHpMnN,O, 19T
ROt EAE (%):C 65.61,H 4.64,N 8.05 il /& {H
(%) C 65.62,H 4.68,N 8.06, ZLAMGi 3= 2 WU .
3421.5,2360.7,2343.4,1618.2,1589.2,1577.7,1 508.2,
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Table 1 Crystal data of the title complex
Empirical formula C3sHpMnN,Og Absorption coefficient / mm™ 0.439
Formula weight 695.62 F(000) 1 444
Temperature / K 293(2) Crystal size/ mm 0.32 x 0.31 x 0.15
Crystal system MonocliMne 01/ 3.00 to 27.45
Space group C2/c Limiting indices -35=h<=s36,-13<k<13,-15<[<15
a/ nm 2.790 5(8) Reflections collected / uMnque 16 366 / 3 899 (R;,=0.040 5)
b/ nm 1.019 0(4) Data / restraints / parameters 3899 /29 /254
¢/ nm 1.228 0(4) Goodness-of-fit on F* 1.000
D./ (grem™) 1.352 Final R indices [I>20(])] R=0.044 4, wR=0.124 2
A 4 Largest diff. peak and hole / (e*nm™) 415 and -482
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A1 1388 7em™ &b B WSO | ] I Ja T O A6 FR ik
v, Moy, M4eikzh, SiFE 0 N-ARRRAR A
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Fig.1 Molecular structure of the complex

[Mn(NPA),(Phen)(H,0),]

N(3)-Mn(1)-O(1),N(2)-Mn-O(1A),0(1)-Mn-O(1A),N(2)
-Mn-N(Q3) 1 £ £ 73 11k :92.38°,96.30°,94.03°,77.27°
SVBHE AR Ol 359.98° (FIF B 23 360°),0(1)-N(3)-N(2)-
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Fig.2 Hydrogen bonds of the complex
[Mn(NPA),(Phen)(H,0),|

phen 73 F L7, H i A 248 50%, Mn-0(1), Mn-O
(1A),Mn-O(3), Mn-O(3A) I 84 43711 24 0.205 52(16),
0.20552(16),0.211 11(18),0.211 10(18) nm , H:-F- 34 5
KK 0.208 3 nm FE % T [A) 2B G #) Y Mn-O -2 5
£ 0.2147 nm!", M BP9 Mn-0 B, K
Gy F AR BCALBE D 85 T T VAR AR A A
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Table 2 Selected bond lengths (nm) and bond angles (°)

Mn(1)-0(1) 0.205 52(16) Mn(1)-O(1A) 0.205 52(16) Mn(1)-O(3A) 0.211 10(18)
Mn(1)-0(3) 0.211 11(18) Mn(1)-N(3A) 0.212 5(8) Mn(1)-N(3) 0.212 5(8)
Mn(1)-N(2) 0.215 5(7) Mn(1)-N(2A) 0.215 5(7) 0(1)-C(1) 0.127 2(3)
0(2)-C(1) 0.124 9(3)
0(1)-Mn(1)-0(1A) 94.03(11) o(1) Mn(l )-0(3A) 84.33(7) O(1A)-Mn(1)-0(3A) 90.85(7)
0(1)-Mn(1)-0(3) 90.85(7) O(1A)-Mn(1)-0(3) 84.33(7) 0(3A)-Mn(1)-0(3) 172.94(10)
0(1)-Mn(1)-N(3A) 173.38(18) O(1A)-Mn(1)-N(3A) 92.38(17) O(3A)-Mn(1)-N(3A) 97.2(3)
0(3)-Mn(1)-N(3A) 88.2(3) O(1)-Mn(1)-N(3) 92.38(17) O(1A)-Mn(1)-N(3) 173.38(18)
0(3A)-Mn(1)-N(3) 88.2(3) 0(3)-Mn(1)-N(3) 97.2(3) N(3A)-Mn(1)-N(3) 81.3(3)
0(1)-Mn(1)-N(2) 169.62(17) O(1A)-Mn(1)-N(2) 96.30(18) 0(3A)-Mn(1)-N(2) 94.4(2)
0(3)-Mn(1)-N(2) 91.2(2) N(3A)-Mn(1)-N(2) 4.8(3) N(3)-Mn(1)-N(2) 77.27(10)
0O(1)-Mn(1)-N(2A) 96.30(18) O(1A)-Mn(1)-N(2A) 169.62(17) O(3A)-Mn(1)-N(2A) 91.2(2)
0(3)-Mn(1)-N(2A) 94.4(2) N(3A)-Mn(1)-N(2A) 77.27(10) N(3)-Mn(1)-N(24) 4.8(3)
N(2)-Mn(1)-N(2A) 73.4(3)
3 SESH
Table 3 Hydrogen bonds
D-H-A d(D-H) / nm d(H-A) / nm d(D-+-A) / nm ZDHA / ()
N(1)-H(IN)---0(1) 0.092(3) 0.187(3) 0.260 7(3) 136(2)
0(3)-H(3B)---0(2) 0.084 4(10) 0.188 4(12) 0.270 5(3) 164(3)
0(3)-H(3A)---0(2A) 0.083 8(10) 0.191 8(12) 0.274 6(3) 170(3)
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5 B0, Mn-N(2) il Mn-N(3) 1 48 < 43 51 4
0.2155(7) nm,0.212 5(8) nm ,“F-# 5K 4 0.2140 nm
KF Mn-0 8K 0.208 31 nm , Ui B 76 bR 25 fid &
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T B B NPA 531K 25 CHN By Fr | #lig
RER 39.15%, FPRRER 39.13%; 55 3 BrB
352~520 °C, B & B A R R F NPA 43+ il 21
BRbe, TEMIN A DTG Mk b i 3T — AR 38 1 il
Polg R R 43.18% , PR R H R R 42.85%,
LIS A W 5% A MinO AN/ B50HL il 6144 5% B3 400
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Fig.3 TG-DTG diagram of title complex
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