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(Fo +2F2) /3, fx & 2l Fourier [ | 1Y & i I il #Rk/A J5 wf/(°)
(Ap)mux = 0. 358 e - j\-3’ B % . (Ap)mm - O(1) —C(1) 1.2480(17) O(3) =N(1) -0(2) 123.35(14)
0,285 e - AL AT 015 HR 2 A Eclipes/140 i} 0(2) =N(1) 1.2303(18) 0(3) =N(1) =C(2) 117.95(14)
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SHELXS97 il SHELXLO7 £ J¥ 58 i o AF %5 22 45 A 0(5) = N(2) 1.2378(18) 0(4) —N(2) — C(4) 119.30(14)
SRR R T T 1, B A A RS TR 2, A 0(6) —=N(3) 1.2237(17) 0(5) —=N(2) —C(4) 118.11(13)
J - AR AR A O BE TR -3 48 3. 7 R R & JE IR & 0(7) =N(3) 1.2247(16) 0(6) -N(3) -0(7) 123.10(13)
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H2.28; i15fH (%) : N27.61,C27.61,H2.60, N(4) —C(7) 1.3222(19) O(1) =C(1) - C(2) 124.55(13)
DSC: i HIE LG TR E A . 180. 1 °C il #4 7> figt N(5) —C(7) 1.3554(19) C(6) -C(1) —=C(2) 111.30(12)
WEVREE M. 196.9 C N(5) =N(6) 1.4115(17) C(3) -C(2) —C(1) 124.55(13)
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B A - C(2) -C(3) 1.375(2) C(2) -C(3) -C(4) 118.90(14)
AR BN GIA N 1 554, 1 434 em ™ Oy R I AR 3 I C(3) =C(4) 1.382(2) C(3)-C(4) -C(5) 121.55(13)
W 5 3 437,3 325,3 175 em ' N—H i 47§ 3 2 C(4) -C(5) 1.388(2) C(3)-C(4)-N(2) 120.05(14)
i 5 1490,1 330 cm ™' g NO, 4 {45 41§ 5h W i C(5) -C(6) 1.370(2) C(5) -C(4) —N(2) 118.40(13)
£1 ESETEE(x10°) 5EZRRETF (A x10°) C(6) = C(5) ~C(4) 118.69(13)
Table 1 Atomic coordinates ( x10*) and equivalent €(5) -€(6) -C(1) 124.93(13)
. C(5) —C(6) -N(3) 115.82(12)
isotropic thermal parameters( A’ x10°) C(1) =C(6) —N(3) 119.24(12)
J5 T x y z u., 0(8) =C(7) =N(4) 124.33(13)
0(1)  2270(2)  9876(1)  3468(1) 32(1) 0(8) =C(7) =N(5) 120.33(13)
0(2)  —2454(2) 11502(1)  3660(1) 46(1) N(4) - C(7) —N(5) 115.32(13)
0(3)  -1625(3) 13579(1)  3207(1) 61(1)
0(4)  3228(3)  14615(1)  -845(1) 49(1)
0(5 7185(3 13518(1) - 1110(1 44(1 . ,
OE6; 925022; 9313((1)) 1405(5)) 47E1; B3 SRTLER( <107 SELRERT (A7 x107)
0(7) 5807(2) 8233(1) 2159(1) 42(1) Table 3 Hydrogen coordinates ( x 10*)
0(8) 2135(2) 13885(1)  5490(1) 31(1) and isotropic thermal parameters (A* x10%)
N(1)  —1090(3) 12393(1) 3106(1) 35(1)
N(2) 4899(3)  13676(1) = -545(1) 34(1) Jst ¥ x y z v,
N(3)  6828(2)  9277(1)  1751(1) 29(1)
N(4)  2288(3)  11674(1)  5389(1)  38(1) H(4A) 3973 1621 5098 4.3
N(5)  -1635(3) 12813(1)  6065(1) 32(1) H(4B) 1418 10978 5515 4.5
N(6)  -3047(2) 14008(1)  6386(1) 29(1) H(5N) -2439 12103 6135 3.9
C(1)  2790(3)  10718(1)  2549(1) 26(1) H(6A) -2928 14021 7144 3.5
C(2) 1288(3)  12033(2)  2287(1) 29(1) H(6B) ~ 4780 14046 6288 3.5
C(3) 1945(3) 12987(2) 1306(1) 31(1) H(6C) 2322 14711 5927 3.5
C(4)  4202(3)  12707(2)  508(1) 30(1) H(3) g88 13808 1181 -
C(5)  5829(3)  11497(2)  684(1) 28(1) H(5) 2300 L1338 160 34
C(6)  5091(3)  10542(1)  1645(1) 26(1)
C(7) 1035(3)  12827(1)  5644(1) 25(1)
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Molecular structure of semicarbazide picric

Fig. 1
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Fig.2 Packing of semicarbazide picric in crystal lattice

3 ZMmRSITR

FT IG5 SR AT A R R 2 IR A 1 23 3K
(H,NCONHNH,) " [ C,H, (NO,),0] ,H4F&EN:
304.19, M L A 2 WA Y, v DRIR 28 24 Ik R 2 ih
— AR HENRIE B 5 A R R T R 2 A T
BT RS WIRIRER N PR E T — PRI R
BT B G IR IR — M 008 1o R R IR R IR ER AE
B2 T CL S LR SRR IE B T B A, T
FEJRIE B T FE NS A9 E PR BB BT C7 5, RIVHY
T N6 JE 5 E R T A %, T 38 T N6 J 4
BT RRE ), KA A A AR N6 Sk B IR N T
- NH;" I i G R MR OE 1, P55 o DR R 9 2 3l oo
L5 A T RS E i DR TR 28 S R A o TR) I A S 1
A HCL R BEAE R

M2 AT LAE i T RS AR

No

*4 HTHEENBRNER
Table 4 Bond lengths and angles

of hydrogen bond between molecules

¥ KT ¥y D-H  H--A DA D-H---A
D H A /(A /(A /(A) /(°)
N4  H4B 01 0.86 2.22 2.9511(18) 142.6
N4 H4A 02 0.86 2.26 3.0625(18) 156.0
N5 H5N Ol 0.86 1.98 2.7463(16) 148.1
N6 H6A 05 0.89 1.99 2.8583(18) 164.1
N6 H6B 08 0.8  1.96 2.8015(17) 157.0
N6 H6C 08 0.89 1.96 2.7754(16) 152.0
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Preparation and Molecular Structure of Semicarbazide Picric

YANG Li', ZHANG Tong-lai', ZHANG Jian-guo', SHAO Bing', FENG Chang-gen', YU Kai-bei’
(1. Department of Mechatronic Engineering, Beijing Institute of Technology, Beijing 100081, China ;
2. Analysis and Measurement Center, Chengdu Branch of the Chinese Academy of Scienes, Chengdu 610041, China)

Abstract.: The preparation method and structure analysis results were obtained for the salt made from
semicarbazide and picric acid. The molecular structure was characterized by elemental analysis, IR and
DSC. TIts crystal structure was determined by the single-crystal X-ray diffraction method with a four-circle
diffractometer. The results show that the crystal is of triclinic system. Space group is P1 with crystal
parameters of @ =5.024 (1)A, 5 =10.209(1)A,c=11.551(1)A;a =79.00(1)°,8=81.11(1)°,
y=82.47(1)°;V=571.42(14)A° |7 =2,D_=1.768 g - cm >, =0. 162 mm ', F(000) =312,
R, =0.032 4,Rw, =0.087 4,

Key words: semicarbazide picric; preparation; crystal structure; molecular structure
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