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Hydrothermal Synthesis, Crystal Structure and Thermal Stability of the
Complex [Zn(p-ABA),(phen) - (H,O)]-H,O
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Abstract: The title complex has been synthesized with p-acetamidobenzoic acid and 1,10-phenanthroline (phen)
in the solvent mixture of water and methanol. It crystallizes (CypH,MnN,Os, Mr=729.72) in monoclinic space
group P2,/c with a=1.36277(17) nm, b=1.8823(2) nm, ¢=1.252 53(16) nm; B=114.500(2)°, V=2.923 6(6) nm’, D=
1.449 g-cm™, Z=4, F(000)=1 320, R,=0.041 4, wR,=0.087 8. The crystal structure shows that the zinc atom is
coordinated with three oxygen atoms from two p-acetamidobenzoic acids molecules and one water molecule
respectively, two nitrogen atoms from the 1,10-phenanthroline, forming a distorted triangle bi-pyramid coordina-
tion geometry. The result of TG analysis shows that the title complex was stable under 230.0 °C. CCDC: 665257.
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PRI —081 AR S LK 0 k4 L IR R AR JE 1%
bt Ay A S K A B BT — B L W [ Zin((p-
ABA), (phen)« (H,0)]- H,O, 0 & T FL A 90 1 S AR 25 44
JEXF AT T OGS FARAR E P AT

1 SEWHES

1.1 XTI FAEE

TR XoF 2 Tk 22 5 R WY R v SR B 4R A
PR, 1, 10-SB ARG Ay 43 BT 2

7% . H 2 5 HE FTIR-8700 41 761X (4 000~
400 c¢m™),Bruker SMART CCD i 17 41X, PE-
2400(NELTT R 43 B AL, AL 507 XT4 X H 2 iUk 50
SEAN (IR JE TR M IE)  PRT-2 BV 73 M4 (db 52
AR ),
12 BEEWHER

i 2 mmol 5 AR EE 4 mmol X £ Mk 2 HL K H
2 A1 2 mmol, 10-4BFEMEMRANA 15 mlL H K (1R
ol 1) R R R 3 25 mL K E N,
T 180 CHHIR I 90 h, #AJELA 10 C-h' FFEZR=E
L, PRI A IR 2 g e | R B 55 7
IR T AREL, FPIILRE MrES T X 4 m
I I TR s W GO NIV S e
(C3oHyN,05Zn) ; T 5 (%):C 56.66;H4.12;N 8.81;

S (%) : C 56.58;H 4.11;N 8.80, m.p.”} 258.0~
260.0 °C;IR F LW BIE@/em™) N :3414(s),2 289(s),
1692(vs),1 674(vs),1 609 (vs),1 533(vs), 1 427(vs), 1 400
(vs),1317(vs),1263(m),1175(m),1 103(m),1 015(m),
968(s),847(vs),783(s), 725(vs),690(s) , 604(w) , 502(w) ,
455(w),
1.3 MEYREERNE

FEIURSE 4 0.22 mm x 0.20 mm x 0.14 mm
i H Bruker SMART CCD i AT 565 A i 47 437 5
SCEY, E 293 (2) K FH Mo Ka 514k (A=0.071 073
nm), Pk o~0 FHE T AE 1.64°<60<26.42°70 Fl N 3L
WedE 16 742 AT AL, Hod 6 002 A2 37 AT 5 A
(R.,=0.048 1),3 713 A~ I>20(I) 1 7T ML EE A7 5F A5 H F
L5 TR ESFIE IE . B2 Lp NP &5
WAL IE AR S5 A8 R H] SHELXS-97 #2770l H 4%
P it XU R AR R 53 R 45 1) (]
25 ) S PE RSB, T A M SR/ TR AT S 4B
iE B R A SHELXL-97 #7058 i, & Ja i 2
T R,=0.0414 #1 wR,=0.087 8 ,w=1/[c*(F?) + (0.0479
PP+0.000 OP], i P=(F2+2F?/3 It (A1) =
0.004,5=0.999, (Ap),x=353 e -nm, (Ap),,=—252 e -
nm=, AR ARE R LR 1,

CCDC 665257,

F1 EEYHREZEIE
Table 1 Crystallographic data for the complex

Empirical formula C3HxN,O¢Zn V / nm® 2.923 6(6)
Formula weight 637.93 D/ (g-em™) 1.449

Color Yellow purple A 4

Size / mm 0.22 x 0.20 x 0.14 F(000) 1320

0 range for data collection / (°) 1.64 to 26.42 (Mo Ka) / mm™ 0.9

Crystal system Monoclinic Reflections collected 16742

Space group P2/c Independent reflections (R;,) 6 002 (0.048 1)
a/ nm 1..627 7(17) Final GoolF 1.023

b / nm 1.882 3(2) Ry, wRy [(I>20(1))] 0.041 4, 0.087 8
¢/ nm 1.252 53(16) Ry, wR; (all data) 0.088 0, 0.103 9
B/(° 114.500(2) Largest difference peak and hole / (enm™) 353, =252

2 HR5HH

IR GG R A WTE 3414 em™ BIEA — 58
I 50 FR I SO | B HL,0 P OH MY HRAE M i e, 7F
1609 cm™ 1 1400 em™ A 58 MOS0 AT 15 & T BL A7
RIEW v, Moy, WARGEYR S, 5 H R 2B
AR IRN v,=16953 em™ v=1452.3 em™ LK

W B kA RHRRE S S TR, YA
Av, =209 Cmil(Aycoo’:Vas_(:oo’_ys.coo’)j(:‘F 200 em™,
F U E AW A B E 00 T A 4 v AR AT T I
B AR AIE I Wi 0 % A T A Bl DN 1421 .853 #1739 em™
BRI 2 RS s 3 T 1427 847 M1 725 em™, Ui B 4K
FEME IR B F 58D & B T RSN, FE 502 em™
455 em™ A B T Zn-O Fl Zn-N FRAE I Y i o
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DL B3 A 5 S A 2 R —E
2.2 Mk

BeA ) AREE UL 1, A 2 R
AP TR 2, RE AR A LK 3,

HEL T AU A 1 A ABIERS B 2 Ak
PR FEOR IR S 2 ADoK 3 it 2 W, T A gt 32
SOk H 1 ABAEM A 2 DRE T R OB EE A
IR AR Y 2 R HEAE T 7 M 1 Dok s T s
JEF I B A 9 = BUESE R, b 0(4).0(7).
N(@)&k T 2% 8 18, N3) A O(1)Ak T4l £ &, &b
TR AL E RS B R Z E A O(4)-Zn(1)
-0 (7),0 (7)-Zn (1)-N (4) 1 N (4)-Zn (1)-0 (4) 53 5l A
130.82(8)°, 112.28(8)°Fll 116.89(8)°, i H AT — A~ 4%
I 1200, H AP ES 1200, (H2 X SE 8 2 f ol
359.99°(JL-F- 45 T 360°), £ W 0(4).0(7) N@4) 31
PR [/ i W3] Zn(1)7E O(4).0(7) N (4) Fr &

() 1, T 7 R O =7.9200-0.961y+12.2762
=7.369 0, ‘113 i B & 5 5 4 0.076 89,

Fig.1

®2 BEVHNIZEEKEER

Table 2 Selected bond lengths (nm) and bond angles (°) of the complex

K1

FRITRC & WY 53 T 4548

Molecular structure of the title complex

Zn(1)-0(4) 0.197 26(19)  Zn(1)-0(7) 0.203 61(18)  Zn(1)-0(1) 0.206 8(2)
Zn(1)-N(4) 0.209 6(2) Zn(1)-N(3) 0.218 2(2) 0(1)-C(1) 0.126 1(3)
0(2)-C(1) 0.124 9(3) 0(4)-C(10) 0.126 4(3) 0(5)-C(10) 0.123 7(3)
0(4)-Zn(1)-0(7) 130.82(8) 0(4)-Zn(1)-0(1) 93.41(9) 0(7)-Zn(1)-0(1) 86.82(9)
0(4)-Zn(1)-N(4) 112.28(8) 0(7)-Zn(1)-N(4) 116.89(8) 0(1)-Zn(1)-N(4) 88.74(9)
0(4)-Zn(1)-N(3) 102.23(9) 0(7)-Zn(1)-N(3) 89.29(8) 0(1)-Zn(1)-N(3) 162.20(9)
N(4)-Zn(1)-N(3) 77.57(9)
*3 EAVNSEEKEER
Table 3 Hydrogen bond lengths and bond angles of the complex
D-H---A D-H / nm H-A / nm DA/ nm ZDHA/ (°)
N(1)-H(1)---0(6) 0.079 0.216 0.294 6(3) 178
N(2)-H(2)---0(8)" 0.084 0.216 0.298 7(3) 173
0(7)-H(7A4)--0(5)" 0.085 0.181 0.265 9(3) 174
0(7)-H(7B)---0(2) 0.085 0.175 0.259 0(4) 170
0(8)-H(8A)--0(3)" 0.085 0.218 0.292 6(4) 146
0(8)-H(7B)---0(7)* 0.085 0214 0.295 9(3) 160
C(6)-H(6)--0(3) 0.093 0.225 0.284 4(4) 122
C(15)=H(15)---0(6) 0.093 0.231 0.287 5(5) 119
C(18)-H(18)---O(3)" 0.096 0.257 0.320 7(4) 124
C(19)=H(19)---O(5)" 0.093 0.252 0.312 7(5) 123
C(20)-H(21)---0(2)" 0.093 0.255 0.323 8(5) 132
C(26)-H(26)---0(4)" 0.093 0.255 0.323 8(5) 131
C(28)-H(27)---0(6) 0.093 0.247 0.301 4(4) 117

Symmetry transformations used to generate equivalent atoms: ' 1+x, v, l+z; " =1+4x, 1/2—y, =1/2+z; " —x, —y, —z; ¥ x, 1/2—y, =1/2+z;

Clex, =y, 1=z Y =, -y, 120
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0.10848,-0.096 53,0.255 59 nm ; i A J5L 1 2 - i (1)
FRIEEES N 0.087 87 nm, Ab TR WAL E ) 0(1) 5 o~
T8 4 SR 22 8] A B AR 0 D O(1)-Zin(1)-0(4) 8
93.41(9),0(1)-Zn(1)-0(7)°4 86.82(9),0(1)-Zn(1)-N(4)
b 88.74(9), —FH ¥4 T 90°, Ui 0(1)JL-F-4b T
SFTET R B A O il Akl e A 0 AU S R
5 F Z (8 8 A O(1)-Zn(1)-N(3)H 162.20(9)° i B
T HE A 1800, M UL T WL | AR I 7 A H 0 BT AR
(1 TE 75 200 A WG 78 A B 5 R 1) = BUHE A Y I AR 4R
e ng wbk 1) U - 5 BE IR 2 D) 00 B A 22 )
Zn(1)-N(3) 7 0.218 2(2) nm,Zn(1)-N4)°4 0.209 6(2)
nm, BUHEMEKTIEE, ATREREM FRrs o F =M
XUHEHE T SR, HOFE 8K 02139 nm, $%3
T FZEHABE S Y Zn-N 8K 0.207 7~0.2176
=131 58 B4 ST 0 ok A Sy IC AR 55 4 T O WG 1 i
GWREMEL, X5 RN -8, WAAR
g i fR 2 s R A —E 2R i C
(1)-0(1)>4 0.126 1(3) nm,C(1)-0(2)7 0.1249(3) nm,
HAm 24 0.001 2 nm, KT 0.0003 nm; WXL
P 22 5 2 R R I 25 R BE AU DLt OB X S B
,fj[M]o

mEIWNEL, S FZEAERENEE, S
5 AU A AR R ik Y AU R 2 R A R
H R AR T R BE SRR T | SR rh i U D Bk
(AU X R 2 B R TP R AR R B s S C
B2 K 53 F FIR B K 43 F i i 48R Tl DL 3
A5 FUBEE HE R . 0(7)-H(TA) -+~ 0(5) .0(7)-H(7A)
-0(2)F O(8)-H(8A)---O(3), H A K 43l 1 0.265 9
(3).0.259 0(3)F1 0.292 6(4) nm, F ff1 53 51 4 174°
170°F0 146°, BLAL/K 535 AR BLALK 53 2Z 18] ik

ZHE O(8)-H(7B)---O(7)i%E# , #E K 4 .0.595 9(4) nm,
HEF A 1600, 48 E M bk 55 X6 2, TE 2 3 K R £ T 3
Hh U LA B B 7K 43 o AU 58 o AU N(1D-
H(1)---O(6)F1 N(2)-H(2)--- O(8)i% 2 , H A 73 51 hy
0.294 6(3) nm F1 0.298 7(3) nm ; & £ 53 514 178 Fl
173°, WAME AW IR AA I 25 S E ) TiRa
Yy ik U I = 4 IR S5 4
2.3 EEYMHABEESH

Pl 2 S bR R IE G ) 08 AR E 1 43 T (TG-DTA)
IR W AR BB & W7 2 RS  TEE IR E 440
CHEF NIRRT S 3 BB T, 90~230 CHEE 1
B B, 2K FE AN 5.78% , %t L 2k 25 (7= 4 ] R S R
AKGTF (BIRTE R 5.67%);230~260 CHEHE 2 B
B R E ALY 28.20% , XF I T 2k 25 1 7 W v] BE & —
A SRHAEM Ik T (IR (B N 28.34%), 5 fhiR 45 F
£F3260~470 CHE 3 BB, K H 3 RFZ 53.12%),
XF I BT R 25 9 7 ) R RE R 2 X S kSRR H R
(BRHISAE N 53.20%); B TS AT &
PR EACEE ) BRI AR YR B R 12.90%(FE
WAEH 12.79%).,

100+

77.9 1558 233.7 311.6 359.5 4672 5453 623.2
T/C

P2 BRI A B A BT i £k
Fig.2 Thermal analysis curves of the title complex
AR DL E A B | T5C & 9 1 8 0 fige o AR T 43R LA
TILAE B

90~230 C

{Zn(phen)[(C¢sH,)(CH,CONH,)(COO)H,0}(H,0)

230~260 °C
— Zn[(C¢H4)(CH,CONH,)(COO0)]
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