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[ NEts] [ Mn( salophen) ( H20) 2] o[ Fe( CN) g] - HO- CHsOH

*

a a a b

@ 710069)
® 610041)

[NBs]s[Fe (ON)s]  [Mn (sdophen) (HO) (CH:OH) ] AOs
[NE4][Mn(saophen) (H,0) 2]2[ Fe(CN)6]- H,O- CHOH (sdlophenH, = ),

) , ) P1, a=1.2150(4) nm,b=1.4834(6) nm,c=1.6625(6) nm,
O =81.896(7)° B =76.980(8)° y =81.120(6)° ,V=2.872(2) nm®,Z=2,D.=1.388 g-cm™>.

Synthesis and the Network Structure of the Supramolecular
Compound [ NEt4] [ Mn( salophen) ( H.0) 2] o[ Fe( CN) ¢] - H.O- CH;OH
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Abgract The supranolecular conpound [NB4] [Mn (sadophen) (H0)2]2[ Fe (ON) 6] - H,O -+ CHsOH
[sdophenH, = N, N' - bis(sdicylidene) - 1,2 - diaminobenzene] was syntheszed by reacting [NB4 ]z
[ Fe(CN) 6] with [Mn(sdophen) (CH;OH) (H,0) 1A0, a room temperature.  Its sructure was determined by

X- ray andyss. The cryda belongs to triclinic sysem, face group Pi , with unit cdl dimendons a =
1.2150(4) nm, b=1.4834(6) nm, c=1.6625(6) nm, 0 =81.896(7)°,B =76.980(8)°,y =81.120
6)°,Vv=2.872(2 nm®, Z=2, D, =1.38 g-cm >. The neork dructure of the supranolecule is
attributed to the hydrogen bonding in the compound. The resultsof therma andlyss, IR, UV - viscan ds be
explained by the gructure data.
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@t ot ) , mmol  [Mn (salophen) (H,0) (CHsOH) ] 00, (0.7 g,
[3 €l 1.3 mnol) ,
, 10 min , )
. [NBE4] [Mn(sao
phen) (H0)2]2[ Fe(ON) 6] H.O: CH3OH (Gss HeaN11-
, FeMnO10) (%) :C 54.34,H
, 5.26 N 12.25,Mn 9.01,Fe 4. 92 [ (%) :C
54.87 ,H5.15 N 12.80 Mn 9. 14 ,Fe 4.57].
1 2
1.1 2.1
0.12 mm x0.10 mm x 0. 02 mm
: ( 3 Semens P4 X ,
) NE,QOs( ) Mn(Q0) 2 6H0( ). Mo K (\ =0.071073 nm)
NETZSCH STA449C ,PE- 2400 C, . Bruker XSCANS <0 <
HN ,TAS - 986 . 215 )
EQINOX - 55 (KBr ) ,UV - 1100 12132, 11907  (Rix =0.0820) ,
- ,Semens P4 1>25(1) 11856 . LP
1.2
salophenH, [ Co HisN2 (OH) 2] Fourier ’
(1.1 g,10 mol)
(2.4 g,20 mol)
, : . , , . , R =0.0740.
(%) :C75.70 715 - 347 e/ nnt. Bruker
H5.27,N8.72 | (%) :C75.95,H5.06, N SHEXIL - 3
8.86) |. 1,
[NB4]s[ Fe(ON) 6] (1) [71, 2. 1, 2.
Ks[Fe(ON)6] (1.0 g,3 mmol) NB,00;(2.1 9,9 : :
mol) , A 24h,  p1, a =1.2150(4) nm,b=1.4834(6) nm,

(%) :C 58.98,H 9.15,N 20. 47 ,Fe 8. 83
[ (%) :C59.80,H9.97 ,N 20.93,Fe 9.30].
[Mn(saophen) (H0) (CHzOH) ] A0, (2)
[8], 1.69g (5mml) sdlophenH,
0.2g (5mmol) NaOH,
, 1.8 g (5 mmol)
Mn(AQy) »- 6H0, , 2
h. , .
(%) :C 47.84 ,H 3.84 ,N 4.96 ,Mn 10. 34]
(%) :C48.41,H3.86,N 5.38,Mn 10.61].
[NB4][Mn(sdophen) (H:0) 2]2[ Fe(ON) 6] HO-
CH:OH(3) [NE.]s[ Fe(ON)s] (0.8g,1.3

c=1.6625(6) nm 0 =81.896(7)° B =76.980(8)°,
y =81.120(6)°,V = 2.872(2) nm°,Z=2,D¢ =
1.388 g-cm™®, F(000) =1250.

1 , :[Mn-
(slophen) (H0)2]1"  OHp,[Fe(ON)6]®"  CH:OH,
[Mn (sdophen) (H0),]" NE," .
[Mn(sdophen) (H,0),]* OH, ,

N =C : [ M-
(sdophen) (H:0)2] " N=C
[Fe(CN)6]®"  CHsOH
[3 6]
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O(3W) —Mn (2) —O (4W) 177. 16 (11)°.

1 , [Fe(CN)6]*" Fe—C
[ Mn (salophen) - Mn Fe—C
(H0).]" Mt [Fe (1) —C (41,42, 46)
Jahn - Tdler , 0.1948 nm,Fe (1) —C(43,44) 0. 1913 nm,
, N2O> , Fe —C(45) 0.1886 nm)]. N—C—Fe
o} : Mn , N(5) —C(41) —Fe(1) =173.9(4)° N(9) —
‘Mn (1) —O(2W) =0.2325(3)  C(44) —Fe(1) =173.8(4)°, N(6,7,8,10) —C—
nm Mn(1) —O(1W) =0.2296(3) nm,Mn(1) —O(1) Fe(1) 178.4°. 1 N—C—Fe
=0.1872(3) nm,Mn (1) —©(2) =0.1845(3) nm, C=N Mn
Mn(1) —N (1) =0.1989(3) nm,Mn (1) —N (2) = , C=N [N(5) N(9) N(6)
0.1976(4) nm. O—-Mn—0O N(7) N(8 N(10 ].
180° ,0(1W) —Mn (1) —O (2w)  174. 17 (10)°,
1 [ NEt] [ Mn( slophen) ( HO) 2] o[ Fe( CN)¢] - HO- CHOH
Table 1 Atomic coordinates and thermd parametersfor compound [NEB: ] [Mn(sdophen) (H;0) 2]2[ Fe(ON) 6]+ HO- CHsOH
atom X z U(eq)

Mn(1) 0.8361(1) - 0.1020(1) 0.0660(1) 0.0473(1)

o(1) 0.9595(2) - 0.1385(2) - 0.0164(2) 0.0507(10)

o(1w) 0.8146(3) - 0.249%(2) 0.1322(3) 0.0930(2)

o(2w) 0.8389(2) 0.0478(2) 0.0077(2) 0.0536(11)

0(2) 0.9314(2) - 0.0833(2) 0.1329(2) 0.0581(11)

N(2) 0.7245(2) - 0.1235(2) 0.0023(2) 0.0457(12)

N(2) 0.6986(2) - 0.0587(2) 0.1461(2) 0.0410(12)

Mn(2) 0.1812(5) 0.5618(4) 0.5089(5) 0.0454(2)

o(3w) 0.2398(3) 0.6022(3) 0.6174(3) 0.0950(2)

o(4w) 0.1309(2) 0.5224(2) 0.3956(2) 0.0564(11)

0(3) 0.1388(2) 0.4534(2) 0.5704(2) 0.0596(11)

0(4) 0.0355(2) 0.6185(2) 0.5463(2) 0.0479(10)

N(3) 0.3368(3) 0.5094(2) 0.4603(2) 0.0446(12)

N(4) 0.2383(2) 0.6738(2) 0.4428(2) 0.0408(12)

Fe(1) - 0.5047(5) 0.7074(4) 0.78832(4) 0.0418(2)

C(41) - 0.5829(3) 0.7249(3) 0.6963(3) 0.0590(2)

C(42) - 0.3814(3) 0.6319(3) 0.7260(3) 0.0450(15)

C(43) - 0.5871(3) 0.6036(3) 0.8315(3) 0.0440(15)

C(44) - 0.4226(3) 0.6859(3) 0.8764(3) 0.0480(2)

C(45) - 0.6160(3) 0.7812(3) 0.8547(3) 0.0427(15)

C(46) - 0.4304(3) 0.8178(3) 0.7401(3) 0.0480(2)

N(5) - 0.6214(3) 0.7299(3) 0.6385(3) 0.0770(2)

N(6) - 0.3102(3) 0.5876(2) 0.6914(2) 0.0544(13)

N(7) - 0.6382(3) 0.5401(3) 0.8572(3) 0.0700(2)

N(8) - 0.3734(3) 0.6721(3) 0.9291(3) 0.0596(14)

N(9) - 0.6784(3) 0.8258(2) 0.9009(2) 0.0561(14)

N(10) - 0.3884(3) 0.8846(2) 0.7153(3) 0.0730(2)
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2 [ NEts] [ Mn( salophen) ( HO) 2] 2[ Fe( CN)g] - HO- CHOH (nm) ()
Table 2 SHected hond lengths and bond angles for compound [NE, ] [Mn(sdophen) (Hx0) 2]2[ Fe(CN) 6] - H,O: CH;OH
atom digance atom digances atom digance
Mn(1) —O(2) 0.1845(3) Mn(1) —O(1) 0.1872(3) Mn(1) —N(1) 0.1976(4)
Mn(1) —N(2) 0.1989(3) Mn(1) —O(2w) 0.2296(3) Mn(1) —O(1w) 0.2325(3)
Mn(2) —O(3) 0.1843(3) Mn(2) —O(4) 0.1877(2) Mn(2) —N(4) 0.1966(3)
Mn(2) —N(3) 0.1992(3) Mn(2) —O(3w) 0.2260(5) Mn(2) —O(4w) 0.2276(4)
Fe(1) —C(45) 0.1886(4) Fe(1) —€(43) 0.1904(4) Fe(1) —C€(46) 0.1949(4)
Fe(1) —C(44) 0.1922(5) Fe(1) —C(41) 0.1947(6) Fe(1) —€(42) 0.1949(4)
C(41) —N(5) 0.1150(7) C(42) —N(6) 0.1121(5) C(44) —N(9) 0.1150(6)
C(43) —N(8) 0.1167(5) C(45) —N(7) 0.1168(5) C(46) —N(10) 0.1150(5)
aom ande aom ange
0O(2) —Mn(1) —O(1) 91.40(13) 0O(2) —Mn(1) —N(1) 175. 44(14)
0(1) —Mn(1) —N(1) 92.74(14) 0(2) —Mn(1) —N(2) 92.47(14)
O(1) —Mn(1) —N(2) 175.3(2) N(1) —Mn(1) —N(2) 83.5(2)
0O(2) —Mn(1) —O(2w) 90.62(12) 0O(1) —Mn(1) —O(2w) 91.64(11)
N(1) —Mn(1) —O(2w) 91.15(12) N(2) —Mn(1) —O(2w) 85.72(11)
0(2) —Mn(1) —O(1w) 91.03(14) 0(1) —Mn(1) —O(1w) 83.91(12)
N(1) —Mn(1) —O(1w) 86.80(14) N(2) —Mn(1) —O(1w) 88.62(12)
O(2w) —Mn(1) —O(1w) 174.17(10) O(3) —Mn(2) —O(4) 90.23(12)
O(3) —Mn(2) —N(4) 175.72(13) O(4) —Mn(2) —N(4) 93.85(12)
O(3) —Mn(2) —N(3) 9.13(12) O(4) —Mn(2) —N(3) 175.04(14)
N(4) —Mn(2) —N(3) 81.85(12) O(3) —Mn(2) —O(3w) 90.4(2)
0(4) —Mn(2) —O(3w) 90.61(14) N(4) —Mn(2) —O(3w) 88.3(2)
N(3) —Mn(2) —O(3w) 91.7(2) O(3) —Mn(2) —O(4w) 91.31(13)
O(4) —Mn(2) —O(4w) 91.68(12) N(4) —Mn(2) —O(4w) 89.88(14)
N(3) —Mn(2) —O(4w) 85.87(13) O(3w) —Mn(2) —O(4w) 177.16(11)
C(45) —Fe(1) —<€(43) 90.3(2) C(45) —Fe(1) —<C(44) 88.7(2)
C(43) —Fe(1) —<C(49) 91.9(2) C(44) —Fe(1) —C(46) 87. (2
C(43) —Fe(1) —C(46) 175.5(2) C(45) —Fe(1) —C(46) 92.1(2)
C(45) —Fe(1) —C(41) 94.0(2) C(45) —Fe(1) —C(41) 87.7(2)
C(44) —Fe(1) —<C(41) 177.3(2) C(46) —Fe(1) —C(41) 88.3(2)
C(45) —Fe(1) —<(42) 175.2(2) C(43) —Fe(1) —<(42) 91.1(2)
C(44) —Fe(1) —€(42) 86.6(2) C(46) —Fe(1) —€(42) 91.1(2)
C(41) —Fe(1) —€(42) 90.7(2) N(5) —C(41) —Fe(D) 173.9(4)
N(6) —C(42) —Fe(D) 178.9(4) N(7) —C(45) —Fe(D) 179.3(4)
N(8) —C(43) —Fe(1) 179.2(5) N(9) —C(44) —Fe(D) 173.8(4)
N(10) —C(46) —e(1) 176.4(4)
Hydrogen bonding d gance
o(1w) o(w) 0. 2636 o(2w) N(9) 0. 2867
o(BW) N(5) 0.2788 O(4w) N(6) 0.2811
o(5W) N(8) 0.2835 O(5) N(10) 0.2845
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1 [NB4][Mn(sdlophen) (H;0)2]2[ Fe(ON) 6] HO- CHOH
Fig.1 Molecuar dructure of conmpound [NEB;][Mn(sdophen) (H0) 2]2[ Fe(CN) ]+ HoO- CHsOH

2 [NE4] [Mn(sdophen) (H;0)2]2[ Fe(ON) 6]+ H.O- CHOH

Fig.2
2 ,
JFe(ON) 6> C=N C=N H0—
Mn Mn , C=N
C=N H0O OH,—Mn , C =N
C=N CH;OH , C=N
NB,"
1 ,
0. 2636
nm  0.2867 nm.
2.2
50 250 N, 3
/min [NB4]-

[Mn(sdlophen) (H0) 2]2[ Fe (CN) 6] - HO- CH;OH

; 3.

Crysd packing of the supramolecular compound[ NE; ] [Mn(sdophen) (Hz0) 2]2[ Fe(CN) 6]+ H,O- CHOH

cx0 101.8°C
0.7p4 100
S0 }-8.40%
£ DSC J95
E 0.5 s
= -1.54% ©
S 04 X— 190 =
Z 03 117.9C
' TG
0.2 85
| | |
50 100 150 200 250
#C
3 [NB.][Mn(sdophen) (H;0) 2]

[Fe(ON) 6]+ HO- CHsOH

TG- DSC

Fig.3 The TG- DSC curve of conpound [NEs]-
[Mn(sdophen) (H;0)2]2[ Fe(CQN)6]- H,O- CHOH
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DX TG , )
190 9.94%, DC ,
: : 16
101.8 117.9
8.40 % 1.54%,
60 108
[NB4][Mn(sdophen) (H0) 2]2[ Fe(ON) 6]+ H,O- CH:OH CHOH - 4H0
110 130 >195
[NE4][Mn,(stophen) 2 (H0) [[Fe(ON) 6] ho LNE:] [Mn(sdophen) o[ Fe(ON) 6]
2.3 2.4 -
3.C=N , 3
1 2112 cm™ *( [7] ) (1,2 ( 9x10 °nol-L" 1Y) -
3 2107em *.C N , 4 1 3
sdophenH, 1620 cm™* 2 ,
2 3 1608 1604 ,
cm™ L. 2 3 460 445 cm * : 3 2
Mn—O .2 doy” 420 nm ,
623cmt, 3 N I -1’
do,” , 550 600 nm
. : Mn( ) d-d
HO  CH;OH
3
Table 3 IR datafor the related conpound
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Fig.4 UV - vis pectrum o the rdated compound
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