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[Pb(NTO),(H,O)If#&F. 4 F&EHF

R BILERTR
KEE AKHE FET wOF &

(B ZEARAERT TR, F%, 710061) (FEBHEBE R AR B, AR, 610041)

Wit I-FEE-1,2,4- = 5—BI(NTO) S EL K WA B S TR K B R I, )4 THREE S

¥, A TG-DTG. JLEAMT. “CNMR S ML SN E BT T RAE. HH A R4

BEWE, FIERE%SE,: a=0.728402), b=1.2166(3), ¢=1.23103)nm, $=90.36(2)°, V

=1.0908(4)nm?, Z=4, D ,=296g - cm™, u=156.40cm™", F000)=888; HiABAHRERE, &=

[RI#EN P2,/ n, BRAREET RN 0.0667. % TG-DTG M FT-IR I RBAMAIWER, £
H T RE S THER S YR BYLE.

K@i NTO4Hk, #& 2T&M, HIMILE

3-W - 1,2,4— = M—S—-EI(NTOWE — R 5 SRR AL S BE AR 2 8 T A £ TAEZ R
KER R RBBAEAELFHEOABREEN R, WHSHE T ANRAKIGE5 . #
T84 T NTO (4R A&, ME TSN, HIHR T EHRSHRLE.

BEMREFEH NTOSESYHTE SR D106 BT R4 r{l#sllE: NTO 4
LA B E 0 0 S AE = D B0 4141 96 3% B 60SXR FT-IR {¢. KBr & K iE:#iid; °C
NMR 3§ f FX-90Q NMR #3400 TG-DTG A TGS2 K FEME, #ERMH:
BSE/ANT lmg, FHEZEZE 10C - min™, SAWKIHES N 40mL - min™' (EhEE: 99.0%).
Sk ZEHHE ) SHELXTL #F5 (Sheldrick 1985), 7 Eclipse S / 140 $1-&#1_F #47.

B RHE O lmol - L7 i NTO 8T 4 fEARMEME/K+. £ 60CTF, M
SEWRKBER P, F pHEF] 5~6 Z 8. RIFIESEH T IXERAE 60C T Z Wi i
BAMMEKER P, BROAUREY. BITRYE TRBKD, EFRTHESR #BIAATX
REHWEHEEAS. 2 TG, TEMH. IR FIPC NMR 44, #EZEMS TN
C,H,O,N;Pb GHEfi: C,9.94, H,0.83, N,23.18, Pb, 42.87. stHifli: C,9.66, H,0.79,
N, 23.07, Pb, 41.29). ve_o=1699, v =1509, v =1310, v, =425, v,

as(NO, ) s(NO,)

=258,242cm™". 8. c_o=164.25, 8¢ no, =159.19 ppm.

REEMIE % 0.12x0.24%0.24mm’ {45, 7 Nicolet R3M / E %Y pu & 17 1%
F, i Mo Ko 84k, GRHEEE. 1=0.071073nm, 7 7.29 ° <20<<22.48 ° W4y AN, H

19934E2 A 1S H BN, B T 199347 H 14 H Y F]. * = %fﬁl’é—‘l‘%’@ﬂrlﬂfﬁi-
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25 AN R O S B E AT SIS B 0L 0/ 20 pRA, FfEE: 87 cminT, A
HEE 2°<<20<<65°, h: 0~12, k: 0~19, [ 19~19, ItuygEmhr it 4412 4,
th I>3.00(N% 2784 MR TEMIEFEE, FIEGIEBEHR: «=0.7284Q2), b=12166(3),
¢=1.23103)nm, $=90.36(2) °, V=1.0908@nm’>, Z=4, D,=296g  cm™>, pu=156.40cm™,
F(000)=888. dhikEBRIBMAR, ZRBHN P2,/ n. BURE Lp W TRIE, FHaRiE k.

Pb FiFebrm B e, HETRerH 2l Fourier RS 45 182105
¥, mBEMERDREML BEETRASWRERSESN, RERTYRHE& 2T
MER, RLARMEHET R=0.0667, Ry=00632, $=2.318, (W=I[c"(F)+abs(0.0002)F"]x
{1—exp[—5(sind / 2’1} (A / )y =0.300), FRAZE b HB/INEE J—4865¢ / nm’, Bk
¥k 5554 / nm*(fy Pb JEF#2 % 0.046nm).

25 RO ok

IPb(NTO),(H,O)NRI S5 #3588 Fris il T B A hn MR TR 7 . A5 T
F 1 2M3, ZECEWND FEHRRTHE L

ma TR WAL £ Pb § NTO WEE S+, — M OHBET5— K0Tk T
o(7), B4 NTO fi & 1 O(C(1)N(1)N(Q)C(2)N(3) F1 O(4C)CBCIN(5C)N(6C)C(4C)N
(7C) iy A A TL0(1), 040, B NTO i ¥ O(1a)C(1a)N(1a)N(2a)C(2a)N(3a) il
OCONGNGICHN(T) i i & FR F 1 BUR TINGa), N(DIF— 4~ NTO 7 # 710

®1 BARFHSIBESNELEERT

EOF x y z U, (% 1072nm?)
Pb 0.1492 (1) 0.5926 (1) 0.8086 (1) 0.020 (1)”
N(1) 0.1984 (29) 0.8648 (15) 0.9848 (12) 0.039 (5"
NQ2) 0.2299 (40) 0.9557 (15) 1.0395 (14) 0.058 (8)
N@3) 0.2877 (23) 0.9862 (12) 0.8636 (12) 0.031 (4)°
N(4) 0.3208 (28) 1.1410 (14) 0.9916 (12) 0.039 (5)"
N(5) -0.4412 (17) 0.4328 (12) 0.9013 (12) 0.028 (4)"
N(6) -0.4990 (17) 0.5164 (13) 0.8355 (12) 0.028 4*
N(7) ~0.1892 (18) 0.5229 (12) 0.8570 (10) 0.023 (3)"
N(8) —0.3399 (21) 0.6609 (11) 0.7432 (10) 0.025 4)°
o) 0.2143 (24) 0.8092 (11) 0.8306 (10) 0.039 @)°
0(2) 0.3355 (54) 1.1647 (20) 1.0843 (14) 0.109 (13)”
o@3) 0.3768 (22) 1.1943 (11) 0.9141 (12) 0.042 (4*
04) -0.1677 (21) 0.3669 (11) 0.9776 (12) 0.038 (4)"
o(5) ~0.4836 (19) 0.6918 (12) 0.7037 (11) 0.037 @
0(6) -0.1897 (17) 0.7046 (11) 0.7280 (10) 0.031 (3)”
o(7) 0.1684 (21) 0.4039 (11) 0.8796 (9) 0.035 (3)"
ca) 0.2367 (30) 0.8806 (15) 0.8738 (15) 0.036 ()"
Cc) 0.2729 (32) 1.0258 (15) 0.9669 (14) 0.036 (5)°
Cc@3) ~0.2507 (18) 0.4363 (12) 0.9168 (10) 0.017 (3)°
C@4) —0.3390 (17) 0.5652 (13) 0.8178 (11) 0.019 (3°

1
* Ueq =§(U” +U, + U}s)
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R2 Bouzrasik (om)

B OF # K BT # oK
Pb—N(7) 0.2677 (13) N()—N(@) 0.1314 (25)
Pb—0(1) 0.2678 (14) N()—C(1) 0.1409 (25)
Pb—O(7) 0.2460 (13) N@2)—C(2) 0.1276 (26)
Pb—N(3a) 0.2529 (15) NG)—C(1) 0.1343 (24)
Pb—N(6b) 0.2743 (13) NG)»—CQ) 0.1365 (23)
Pb—O(4c) 0.2680 (14) N(3)—Pb(c) 0.2529 (15)
N(5)—C(3) 0.1400 (18) N(H—C(2) 0.1476 (25)
N(6)—C4) 0.1327 (19) N(@—0(2) 0.1180 (23)
N(6)—N(5) 0.1365 (21) N(4)—0(3) 0.1225 (22)
N(6)—Pb(a) 0.2743 (13) o(1)—C(1) 0.1235 (23)
N(7—C4) 0.1297 (19) N(8)—0(5) 0.1211 (20)
N(7)—C(3) 0.1362 (20) N(8)—O0(6) ] 0.1232 (20)
N(@)—C4) 0.1483 (20) 0(4)—C3) 0.1278 (20)
O(4)—Pb(c) 0.2680 (15)

®3 Wmaoem )

BF g ) F I
O(1)—Pb—0(4c) 80.5 (4) N(7)—Pb—O(7) 7.1 (5)
O(1)—Pb—0O(7) 156.4 (4) N(7)—Pb—N(3a) 101.3 (5)
O(1)—Pb—N(3a) 116.8 (4) N(7)—Pb—O(1) 118.7 (5)
O(1)—Pb—N(6b) 99.8 (5) N(7)—Pb—N(6b) 136.6 (4)
O(7)—Pb—N(6b) 65.8 (5) N(7)—Pb—O(4c) 831 (4)
O(7)—Pb—N(3a) 79.0 4) C(1)—0O(1)—Pb 134.3 (12)
O(7)—Pb—0(4c) 79.6 (4) C(1)—N(3)—Pb{c) 128.3 (12)
OQ)—N#H—0B) 126.5 (21) C(1)—NG3)—N(2) 103.1 (15)
0(2)—N(@4)—C(2) 116.8 (18) CQ2)—N(#)—0(3) 114.9 (14)
N(1)—N(2)—C(2) 104.2 (16) C(2)—N(3)—Pb{c) 128.1 (12)
N(1)—C(1)—N(3) 106.1 (16) NQ)—N(1)—C(1) 110.0 (17)
N(D)—C(1)—O0(1) 123.8 (17) N(2)—C(2)—N(3) 116.0 A7)
N(3)—C(2)—N(4) 120.5 (16) N(Q2)—C(2)—N(4) 123.3 (16)
NQ@)»—C(1)—0(1) 130.0 (18) N(5)—N(6)—Pb(a) 1274 (9)
N(6)—N(5)—C(3) 111.1 (13) N(5)—N(6)—C(4) 99.4 (12)
N(6)—C(4)—N(8) 116.9 (13) N(5)—C(3)—N(7) 106.2 (12)
N(6)—C(4)—N(7) 119.9 (135) N(5—C(3)—04) 121.6 (14)
Pb—N(7)—C(3) 132.2 (10) 0O(6)—N(8)—C(4) 115.6 (13)
Pb—N(7)—C(4) 124.4 (10) 0O(5)—N(8)—C(4) 119.5 (14)
C(3)—N(1)—C(4) ’ 103.2 (12) 0O(5)—N(8)—0(6) 124.9 (14)
C(3)—0(4)—Pb(c) 118.3 (10) N(7)—C(3)—04) 3122 (13)
C(4)—N(6)—Pb(a) 130.5 (11) N(7)—C(4)—N(8) 122.8 (13)

(4b)C(3b)N(5b)N(6b)C(4b)N(Tb)I¥y AU 7 N(6b) Eefi. ifii 55 Pb AL{L Ay 4> NTO # %
T RFE, HE-KRRANSHAME TR NTO 5T O(DCHN(DN(Q)CING)
1 0(12)C(12)N(1a)N(2a)C(22)N(3a), “EAiTE K ~HEHA; 5 " HKEFAN 5 =Ml FAhL
g NTO 15 F OACEINGSN(GCEN(T), O(4c)CBe)N(5¢)N(6c)C(4c)N(7c) F1 O(4b)N
(Sb)N(6b)C(4b)N(7b), Efii#E = Alk. R AW — SIS, H—K NTO fEF
HFA, HETENTO B FEEA. BREEEEAY. AR - THETSHA NTO Ui
TH, WigiF NTO (i Fiodks, E—MRRTHE NTO fiE FRLEIEEZ 1 : 2, —
A i B 0 LA B SR A AP A 5 NTO g T2 b, BTkl AW H A TR FRR
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%: [PBINTO) g g.503x 1, 3(H,0), Bl [PB(NTO),(H,0)].

SRR R I BUSEAL N B AR N ARG, Boi R+ 5 4551 19 B Aoz 8] BE 23 5
3: Pb—N(3a) 0.2529nm, Pb—N(6b) 0.2743nm, Pb—N(7) 0.2677nm, Pb—O(1) 0.2678nm,
Pb—O(4c) 0.2680nm, Pb—O(7) 0.2460nm, xSk K- 42 SL700 [ Fip fr G4 1.

5 FFRAR NTO 7B AL - 09 1 1@ A fE

C(HCRIN(DNQING)N@)O(1)O(2)0(3): 6.935x—3.363y+1.53724+0.0099 =0

CB)C@N(SN(6)N(T)N(8)O(4)O(5)0(6): —0.970x+7.213)+9.7862—12.3725=0

C(12)C(22)N(1a)N(22)N(32)N(4a)O(1a)0(22)0(3a):  6.935x+3.363y+1.5382-4.1021 =0

C(3b)C(4b)N(5b)N(6b)N(Tb)N(8b)O(4b)O(Sb)O(6b):  —0.970x+7.213)4+9.7862—11.4029 =0

C(3c)C(4c)N(5c)N(6c)N(7c)O(8c)0(4c)O(5c)0(6c):  —0.970x+7.213y+9.7862—14.4137=0

O(2b)

O(3b)
)C( 1b)N(3b)

B 1 [Pb(NTO),(H, Oy shikssfy

EWEEYT, A THANT 54

pTG (¥ FEify, NTO fuB T Hish ¥4 b
M | i TO SR St TR
TG mﬂ Ay REL e, BT RETE

1 . 1 ‘ 1 , ® Bk mEAE 9, MRS TO %
100 200 300 400 500 600 o HL Bk 7.2 ° _Egjﬂﬂjh_ ES58

T/°C FRFEAR, TO I A ILHE AR
2 SHFHE &4 FIPHINTO),(H,0)] FHHEBKWXSMMBHE, CQFN
PoM A TG-DTG 4k (2) B M AR C=N w4ge, C() f

O(1) A (C=0) i, i HARMENAEA C—N M N—N #2. | T NTO
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ABE TR DRESARNFEWETSARARMOEETRAL oL, BEAED UAER N HES RN
ToRREAF MR H, SR RmAHERS.

[Pb(NTO),(H Ol #A D BHIE AFHEABLKMG T, [PHINTO),(HO0)I# 4> fif i1y B 7Y
TG-DTG i W1 2. i+ DTG & uT W, B &9 0o il #2504 Br B g 17
192.0~209.0C 5] B —Hr B, KEE R 3.8%, 5[Pb(NTO),(H,0)I%k £— K4 FHRHEE
RER 3T%MBE, IR R ELRE R EEAIKSIARK. 209.0~240.0C 8] h 4
BB M BE SR -NO, Wi E . BEE) SRR, &b B DTG )5 sk il i 40 sh
FiEZE 2197 1 1172cm™ 4b, K 1461 F1 772cm™ &b R W& E, F=# 44 Pb(OCN), Fl
PbCO, 78, BN B B # EE =% Pb(OCN), f1 PbCO, B &Y. 322.0~
406.0C HE =B, ZB B DTG g5 PP I 415N HEFE 430cm™ b4 TR g, JESK
=14 PbO. M[Pb(NTO),(H,0)l5% 3 i PbO MR R RN 46.2%, LM 52 HAM
5. BUBEAT R, 7E 330~600C iR N, [Pb(NTO)(H,O) B &4 =4k PbO, XA i
TXH Ky, HEHFGRPEERERNEED R, AmES T3 RaLRmER.

R LR E MBS IR NLER, [PDINTO),(HO)Ry# ot B rl Rk K-

[Pb(NTO),(H,0)l=Pb(OCN),+PbCO;—~PbO

8 % X W
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Preparation, Molecular Structure and Thermal Decomposition
Mechanism of [Pb(NTO),(H,0)]

Zhang, Tong—Lai Hu, Rong—Zu”~ Li, Fu—Ping

(Xi'an Modern Chemistry Research Institute, Xi'an, 710061)

Yu, Kal—Bei

(Chengdu Branch of Academia Sinica, Chengdu, 610041)
Absatract

[Pb(NTO),(H,0)] was prepared by mixing the aqueous solution of sodium 3—nitro—1,2,
4—triazol—5—onate and lead nitrate. It was characterized by thermal analysis, elemental analy-
sis, *C NMR and IR measurement. The crystal structure of [Pb(NTO),(H,0)] was deter-
mined by singie crystal diffraction analysis. The crystal belongs to space group P2,/ n with
crystal parameters of a=0.7284(2), b=1.2166(3), ¢=1.2310(3)nm, $=90.36(2) ° , V= 1.0908
(4nm’, Z=4, D,=2.96g - cm™>, u=156.40cm”', F(000)=888. The final R is 0.0667. Based
on the thermal analysis, the thermal decomposition mechanism of [Pb(NTO),(H,0)] has been
derived.



