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Hydrothermal Synthesis, Crystal Structure and Thermal Stability of
Complex {Mn(phen),(H,O)[CsH,;0,(COO)]}- (C10,)-H,O
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Abstract: Complex {Mn (phen),(H,0)[CsH,,0,(CO0)]} -(C1O,) -H,O with bicycle[2.2.1]hept-2-en-5,6-dicarboxylic
acid [C;Hg(COOH),], perchlorate manganese and 1,10-phenanthroline (phen) has been synthesized by means of
hydrothermal way and characterized. It crystallizes in the triclinic space group P1, with a=1.022 08(12) nm, b=
1.24149(14) nm, ¢=1.35429(15) nm, a=112.724(9)°, B=91.173(6)°, y=101.250(3)°, V=1.5459(3) nm’, D.=1.553
g-cm”, Z=2, F(000)=744. Final R,;=0.042 2, wR,=0.101 5. GooF=1.080, The crystal structure shows that the
cadmium ion is coordinated with one oxygen atoms from one C;H,((COOH), molecule, four nitrogen atoms from
the two 1,10-phenanthroline, one oxygen atom from one water molecule, respectively, forming a distorted

octahedral coordination geometry. The result of TG analysis shows that the title complex was stable under 200.0

C. CCDC: 653822.
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(Cl0,)-H,0, ASCHGE I G B iR S5 1 S R
SrHT .

1 KBS

IR FIFOILES
PR A8 HE RSBk Sk 43 B 46, AU [2.2.1]-2-5 Ui -
5,6-— F R AV AL B A 4l v SRR R (A ).

1A . H R 1 38 FTIR-8700 £1 MG A (4 000~
400 c¢m)Bruker SMART 1000 CMN . i 117 4 1% ;
PE-2400(I)E! JC 2 /A, dbmt)™ XT4 W H B304
SOE AL ; PRT-2 B 20 BT AL (AL OGS T,
12 BEYHERK

1 mmol X [2.2.1]-2-Pdi-5,6-— R 1.5
mmol 1 R EE N A B3 = 1 H R KR A R
A IMIENG 2 h, BWEER, KBHEWHEZER 25
mL KGR 1] K32 RO 2 mmol 2P 3EW
wk, R SR B TR TR A T R pH=6.0~
7.0, BiFt I, T 340 CHEE N 48 h, SR 5L 10 °C-
h' BERZER, FEENTES T X HL i maith
TR B AR, JTTR A ITHE CyHyuCIMnN,Oys, 1T
HAE (%):C 54.75,H 3.90,N 7.74; EME (%):C
1

1.1

Table 1

54.82,H 3.90,N 7.75, m.p. 5 178.0~179.5 C, IR &
B WO (em™) 2 -3 431(w),2359(s), 1 749(vs), 1 652
(s),1591(s), 1 541 (vs), 1423 (vs), 1 417(s),1 118 (vs),
1090(vs),1 034(m),851(s),729(s),668(m),584(w),492(w).,
1.3 BELEHNE

FPEHR A 0.32 mm x 0.30 mm x 0.24 mm A%
Hfdh i A Bruker SMART 1000 CMN Bt & 477 511X
HEATAT S5, #E 113 (2) K FH Mo Ka 14 (A=
0.071070 nm), Lk o #5757 2HE 1.64°<6<27.88°1
Rl LR 14 548 DA AL, Hidr 7 142 D07 AT
55 15 (R,=0.029 1,5 690 A~ W WLEATT 4 5 [ 15207 (1)) H
TE R A B I, AR E Lp N M2
B WORSIE AR S5 H SR A SHELXS-97 & JFH 1
PR T A5 MR B R T SHELXL-97 2771, % &5
AN SBT3 ) SR 2% 1) [ P A A T S IR
B F 7 20 B e /D B IE e 2 25 R
R,=0.042 2 ,wR,=0.101 5;w=1/[S*(F?) + (0.055 9P)* +
0.214 3P|, HH P=(F? + 2F}/3; (Al0),.,=0.000;S=
1.080; (Ap),u=527 e+nm™ H1(Ap),;,=-593 e-nm=>, FL
G AR CEE RS TR 1,

CCDC 653822,

Ci3HosCIMnN,Oo 35

Empirical formula

Formula weight 722.98

Color Yellow

Size / mm 0.32 x 0.30 x 0.24
0 range for data collection / (°) 1.64 to 27.88
Crystal system Triclinic
Space group Pl

a/ nm 1.022 08(12)
b / nm 1.241 49(14)
¢/ nm 1.354 29(15)
al(°) 112.724(9)
B/(° 91.173(6)

R\, wR, [I>20(1))
R\, wR; (all data)

Largest difference peak and hole / (e-nm™)

[R=g7/:0fRn N

Crystallographic data for the complex
v/(° 101.250(3)
V / nm’® 1.5459(3)
D/ (g-em™) 1.553
A 2
F(000) 744
© (Mo Ker) / mm™ 0.58
Reflections collected 14 548
Independent reflections 7 142 (R,,=0.029 1)
Final GooF 1.08

0.042 2, 0.101 5
0.054 7, 0.111 3
527, -593

2 HR5WHE

i & W B9 LD 50 Sk i
IR JGIERM . 7F 3431 em™ MEiE A Wl &
J& H,0 o OH WRAIE U4 ; 7E 1749 em™ Fil 1541
em™ b H BT AR R L 1 B X R RN G R A 46 4R 3h
W | Av[r,(COO7)-v,(COO) K 208 em™ KF 200
em™, Ui B TE A4 b A 2 35 DB D 2 5 AR (D RS A, BT

2.1

A Wy T B WS R R AE IRt kA T RS B 4 il
M 1421.853 #1739 em™ MEiE R 3 2] T 1423 851
F1 729 em™, VLB AR IEM ok 9 AU+ 5 Mn(ID & A4
TECAIO, PL A3 AT 5 A 2 SRR — 3
22 EEVMRKEN

BeA Y5 FA5A UL 1, =S R M 5]+
T2 BEYWAES T3,

SRR S 1 AT Al 1 AT
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Table 2 Selected bond lengths (nm) and bond angles (°) of the complex
Mn(1)-0(1) 0.210 74(15) Mn(1)-0(5) 0.216 31(15) Mn(1)-N(2) 0.261 4(18)
Mn(1)-N(4) 0.226 69(17) Mn(1)-N(1) 0.230 83(17) Mn(1)-N(3) 0.231 25(17)
Cl(1)-009) 0.143 0(2) Cl(1)-0(7) 0.143 74(18) CI(1)-0(6) 0.144 18(17)
Cl(1)-0(8) 0.145 1(2) 0(1)-C(25) 0.128 1(3) 0(2)-C(25) 0.125 6(3)
0(3)-C(33) 0.122 3(3) 0(4)-C(33) 0.134 0(3) 0(4)-C(31) 0.148 2(3)
0(1)-Mn(1)-0(5) 84.72(6) 0(1)-Mn(1)-N(2) 104.73(6) 0(5)-Mn(1)-N(2) 94.11(7)
O(1)-Mn(1)-N(4) 93.96(6) 0(5)-Mn(1)-N(4) 107.36(6) N(2)-Mn(1)-N(4) 152.78(6)
0(1)-Mn(1)-N(1) 88.42(6) 0(5)-Mn(1)-N(1) 163.69(6) N(2)-Mn(1)-N(1) 73.33(6)
N(4)-Mn(1)-N(1) 87.84(6) 0(1)-Mn(1)-N(3) 165.58(6) 0(5)-Mn(1)-N(3) 92.87(6)
N(2)-Mn(1)-N(3) 89.61(6) N(4)-Mn(1)-N(3) 73.15(6) N(1)-Mn(1)-N(3) 97.32(6)
®3 BAYHNSREKSER
Table 3 Hydrogen bond lengths and bond angles
D-H--A Symmetry nide D-H/ nm H-A / nm DA/ nm Z/DHA / (%)
0(5)-H(5A)---0(2) X,z 0.008 5(2) 0.018 8(2) 0.026 64(3) 156(2)
0(5)-H(5B)---0(3) 1, 1-y, — 0.008 5(2) 0.019 5(2) 0.027 67(3) 174(2)
0(10)-H(10A)---0(9)  x, v, z 0.008 4(6) 0.024 0(7) 0.032 24(6) 168(8)
0(10)-H(10B)---0(3)  l-x, 1-y, -z 0.008 4(7) 0.020 8(7) 0.029 16(5) 174(8)

B2 A 8 A SE W bk 4 1 A TC AL Y XA
[2.2.115E8E-2,3- R AR (1 ANFELALK 43R 1 Ak
BCAE B 7K 3 F BT i, 2 A 4B 3E W k4 19 4
AN JET BOAR.2.156E-2,3- BRI 110
I KA F o 1A 0 RS Mo(IDECAL, TE RL 1
ASTSBCAL AR T AR Z5F . o N(1) N (2).0(5) .
N4 TR A& O(1) R NGk Tl 7 &, Avif
7 B BB A7 53 30 2R - O(5)-Mn(1)-N(2) 94.11(6)° \N(2)-
Mn (1)-N(1) 73.33(6)° .N(1)-Mn(1)-N (4) 87.84 (6)° Fl
0(5)-Mn(1)-N(4) 107.36(6)°, En 58 1 S 362.54° , 453
360°, M 0(5) N(1) N(2) N@)Fl Mn(1)JL-F-7£ 7] —
AN b, T 5 T R 06.531 4o + 7.170 6y +

B ARSI TS5 R

Fig.1 Molecular structure of the title complex

3.373 52=5.4357,0(5) .N(1) N(2) N4 Fl Mn(1) 2]V
11 1 BE 2 43 38 .0.021 49 .0.029 14, —-0.028 63,
-0.02200,0.009 58 nm . fili 5] {57 & (1 N(3)-5 28 36 137 B
J - Z 8] B B AR A0 N(3)-Mn(1)-0(5) 92.87(6)° .
N(3)-Mn(1)-N(1) 97.32(6)° \N(3)-Mn(1)-N(2) 89.61(6)°
F1N(3)-Mn(1)-N(4) 73.15(6)° , Hil 3 45 f 42235 90°,
a1 A5 A 25 90° , Ui Bl N(3) A 7E 285 18 - T 1)
SRR N R A W A PO N RS B R A Wi il
4 :N(1)-Mn (1)-0 (5) 163.69 (6)° Al N (2)-Mn (1)-N (4)
152.78(6)° , — 7 L4 & A 25 180° , Bt B Mn ATE H
O(5) N(2) [N(1)F1 N(4) It 2 15 14 ~F- T 7 Hoe A & A
F 3l LA Mn-N Z 0] A9 88 Kt Ay — i 19 22
S, A 4300 R - Min(1)-N(1) 0.230 84(17)nm Mn(1)
-N(2) 0.226 14(18) nm ,Mn(1)-N(4) 0.226 69(17) nm I
Mn(1)-N(3) 0.231 25(17)nm , §if =3 W HE T, 1M )5
TR ATRESE BT NG)AL T 1) 407 B 0 S, i
HhBC AR TR 1Y C-0 Z IRl #E K 23 01l S € (25)-0(1)
0.128 1(3) nm F1 C(25)-0(2) 0.125 6(3)nm £ FH & 2%
3(A=0.002 5 nm), 3= WL AR IR i 25 R FE &5 DL
WIE A S5 & FECAM, DA b Se R SR W IE 5 )
s Mn(IDE 4k T 75 Be A2 928 T2 /N A SR 45 v
AL 2 3R 3 ATRL, AW A AE R A
HER S 5 8N E A WU 2.2.1] 5 k-2, 3-
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TR BRI T K e T
JF, WER[2.2.1758k¢-2, 3-— H R AR 9 R Bk AU i 1
S LT A 7 e R | = N7 e 1 BU R S 3 SV
0(5)-H(5A)---0(2) 0.266 4(3) nm, 156(2)° .0(5)-H(5B)
--0(3) 0.276 7(3) nm,174(2)° .0(10)~H(10B)--- O (3)
0.291 6(5) nm, 174(8)° ; i B3 7K 43 ¥ 5 & SRR A Z [H]
FEAE A BEAE FH . 0(10)-H(10A)-+-0(9) 0.322 4(6) nm,
168(8)°, A H A A FI T B & W AR E

Pl 2 BRAEC A 4 7E di ML T Y AR
Fig.2  Packing of the title complex in a cell
2.3 BEAMHRTBEMESN
P 3 Sy bl B 5 4 B9 FAAS E 1 20 AT (TG-DTA)

{Mn(phen),(H,0)[CsH,,0,CO0)]} - (C10,) - H,0

240~400 °C
Mn(phen)Q(HZO)[Cng102(COO)] -_—
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Fig.3 Thermal analysis curves of the title complex
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