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Synthesis and Crystal Structure of the Derivants of
Hydrazide Containing Pyrazolone
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YT kai - Bei

{ Chengdne fntuute of Organae Chemistrs , Chinese lendemy of Scences . Chergnln (010041

Abstract  The svrihesis and erystal struocture of PMBFP — NTH and PMBP — PAH are presented in this paper.
The crystal structures wers Jetermined by X — ray single crystal dillraction. Crystal strueture of PMBP - NTH

belangs to triclinic systemn with space group P1L. The it rell parameters are o = 0. 9021 2] nom. & =1.0953
(20 mm, ¢ =1.1635(2) min, o =67.070010)°, 2= 68,2200 t0)°, ¥ =84 77 101°%, T'=0.9816(3) n',
Z=2, D =135 g/enr, g =0.090 mm™', F(O00) =416. The crvstal structure of PMBP - PAH helongs
to menaclinie systent with space group P2: "o, The unit cell parameters are o = 1. 2715(4) nm, & = 0,.91710
CHOY nmy e = 1.B97H3) nin, 3= H06.890C HO)°, F=2.H77(8) nm', Z=4, D, =1.338 g/en’. pe =
0.090 mm™ ', FO00) =896, R=0.0414. wR =0.0972.

Keywords HPMBP ., mcotinuylhydrazine, erystal structure, p — anisic hydrazide
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OGN, LE SRR o M{E (i E%).C 58.07
(57.821;H6.02(6.071:N 16.92(16.86)

rhy

PMBP-NTH (R'=N, R™=H)
PMBP-PAH {R'=H R=UCH;)
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1.4 HELEMHE K

1.4.1 PMBP - NTH ¢ & & FrE 2.78 5 HPMBP
F1.37 g NTH TEERSERR S 0 A 150 md. 2 H AT H
BE,TF 8O°UHIE P FE I S h, 28 0 RAR o
B o e S A SR, T, 8™ 3.3 g, I
F83.4% , m.p. 196 ~ 198°C . CayHioNsO, L E 707
SRR EPIE (B E%) . C 69.26(69.50) H 4.67
(4,82) N 17.83(17.63). m/z.397. HIHF BRI H,
Eoli& & PVMBP - NTH M I, HAEEIR T &
B %, —RIEHHHE ERR LA TR A0
1.4.2 PMBP-PAH #9& BIE&8RY {5 BTTE
5 bFiRfEf, AR PAH fE BRI, 3
80% , Cos Hay NyO; JC B 2 W7 &5 8. S0 (iR
ff1%).C 70,24(70,40): H 5.08(5.20): N (3.1l
(13.14) BERTERTEHEES, FRTHE
O G, - B TR &SN

1.5 MGz

1.5.1 PMBP- NTH $9##19&  EH K/ H 0.48
mmx0. 46 mmx0. 46 mm AR, EEHTHP4E
N ERNETHETITHSE REB=HE&E.

PR #E BT RINER N « =0.9024(2) nm, b =
1.0953(2) nm, ¢=1.1635(2) nm, o = 67.070{10}",
,9—53 2001037, ¥ = 84.770(107° . V =, 9816(3}
o, Z=2,0 =1.345 giem’, ¢ = 0,080 mm 'L F
(000) = 416, K Al Mo Ka STE2, BB G, A =
0.071073 nm, L w28 FAHE, E 2.02°< 0 <
24, 99°3 1 75 Hl WO BB 7 89 0% 3715 1, Hop iy AT
A3364 1,0366 T Fy>da( FO R ME S HFY
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P8 X SR A FT4HL E A S B, IR g T 8
FE R H Mo ke 828 . B RE R A = 0.071073
nm, B REEER.P2 - TR TEMBEER
Ha=1,271504) nm. b =0.91710(10} nm, ¢ =
1.8979(3) mm, 3 = 106.890(10)%, 1 =2 1177(8)
', Z =4, 0, = 1,338 glem’ . e = 0,090 mm™~ . F
(000) = 896.7E 2.49° < @ < 12, 47°8YALE N H 25 T~
Tt AR E R R AR B D w28l
A 70 1.67° <8< 25 00 F R IR R A 3N EE i)
& A4315 T H A oY fT A 3730 L2284 Ry >
Ao FOR B S H T &5 0E R L . 2 5%
HIS% M 296 1, 2R EREEL 1P B EOF
LIS T S5 SRS AR T RiER
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=0.0972,5=0.918. (A/g )max = 0,001, ) 47 ¥
{4 H, 5 1 P AL BRI 7 8 0 207 e/om” L - 152
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¥ 1 PMBP- NTH FEIE TR~ 1° ) FIEEEEHRESEYE ' < 10}
Table 1 Atomic coordinates and thermal parameter of PMBP - ¥TH
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2 PMBP-NTHRIEEHK nm:FEMAC)
Table 2 Selevied bond lengths and bond angtes of PMBE - N1TH
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74 PMBP-PAH RIS SEE I FIERAC)

Table 4  “electrd hwnd lengths and bund angles of PMBP - PAH

(MEi—ud 0.136312) ({2)—CIB} 0.1136(2) int—uin 0. 1412(2)
W3 I—ClR 0 258120 N—Cis: 0.1344(2) NUTJ—Ni2} Q. 1382(2)
N(2—Cro O.132312) 1 NEI—C7 O 13002} N(I)—Ni4) 0 1398(2)
M4 —ClLEs! OaTnl) Nt4)—Ci20l 0. 141803} Ct5)—Cig) U 478(2)
Cly—1(1/) 0. [399 Clo—( 0Ll Q. 143702 CH16)—08) 0. [440¢3)
61— 0. t4at: 30 Crt7 ) —ii1e) 1498131 :
Ci2)—1I—Ci ) tE.20¢te) | CiBI—N(1—Ni1) 117 27016) I CIe—N{2—N(1) t23.46(16°
COtTI—N(3i—N{d) 10633016} COLBI—N(4—N(3) 112180 16) I CUIBY—N(4 ' —Ci 20} 130 D411
NERI—N A —Ci 20 [t7, 580 6! CITI—C 2 —0(3) 18,1419 CLT—Cr21—in t} 124 840190
21— Ci8I—N ) £20.900t7: H2—Ci81—i5) 122 88(17) NLT—{8)—C(5) t16. 22016}
NED—C9)—Ci 16! L35, 13017 NE2)— 09—t 114.33(161 CO16)— (9 —C( 1) 12521161
CLO—C 16 —CI LAY 27 757 CL91—Ci161—CLt7? [27.24017) : CL181—G016)—10 17 104, 744 17}
NA—CH 1) —Cl 16! 111.84(171 NOA—Cr 17 )—Cire) LIB.210LEY CH1e—GL17—Gl 19 29, 8(2)
{3 —C{18]—NL3! 124540181 (n3i—CH18 1—C016) t30.600 LB} J N )—Cl I8 —Ci16] 104 740170

Bl 1 PVBP- NTH M9 T 4544
Fig.1 Volecular structure of PMBF — NTH

2 GR5iTie

2.1 PMBP - NTH H9£L5b#:i# 1 H NMR

3133 em” b SRR AR E % o (NHO RO BE B . I TE
3000 ~ 3400 em™ ' ¥ 3% G W2 AT 0 15 HA AR 1k 2
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W, o] I g it HAESHR L £ B 0, (€ — OV Y Wi A9
ik &8 AR, X - R SR EEH T WER.
2980cm 'FI1368em ' H R R R M v, ( CHy }HI

B2 PMBP- NTH &5 B 1
Fig.2 Cryatal paclang of PMBP — NTH

§(CHy),1593 om™ ', 1537 em™ WA MEEE R F 6 v(C
=N}, {C=10C); 751 cm~ ', 694 cm™ 'HYMR P %, ]
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TESd=1.5438 &L A HELE 3 1~ H IE-F Y85
,8=7.2115~7.599 & ~%5H# 10 MHEF
RIZEME Hd 8=7.2571 BREMEE: 3 =7.9492 ~
8.044 BaLMER [ 4 HIE THILE; MTE & =8, 2266
~8 T HEEHBMNHE AN EM I MHIET,
&= 16.5697 {1 HMER]I92% N(2) £ H R F, i o]
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REZdF N2y 5 02y Z BHE R T S T R %
T ol B AL
2.2 PMBP - PAH RY£L5h i

343 em™ AL RT FE R M eIV A IR T A 5 W
v NH ¥ 5 3f7 s Wi 7E 2800 ~ 3100 om ' B 38 bE o fiE &

i [002)H]BES, 1639 em ' H — PR IL
U | a] 9 S Atk s R BELET: |21 o (C— O) I 1606
em™t, 1520 em™ ', 1499 em™'GEIH H v {C = N).
v C= AR SN 1755 e ™', 692 o~ BT SR M Wi 15
FH EM—C—H RN FRAE TR,

B3 PVBP- FAH By S FE5Hh
Fip.} Molecular structure of PMBP - PAH

B4 PMBP- PAH B8 REFRE
Fig.4 Crystal packing of PMBP — PAH
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PMBP - NTH #3457 C 889 S sy o F 3
SRRTE A2 AE TR R, S
HESLEBE OIS N2V EM HIEFER T
I 00,2553 nm), B 0(2)—C(14}, C(14)—
Ci15),8(7)—C(15),C(7)—N{3),N{2)—Ni{3)a]
WX LSRR B o T s R T 2 (), = i
FTAME T — Tl INI2ZIN(IC(TICTISICUI4)-
OHN2) (TR A ETEERRE B 7 F
C(7)—N(3)[8 T EB%E C= N T4 Schiff B AIFFIE,
MAEEAT B HPMBP 5 NTH S ERB kS F R
B Schiff # L &4. Z T HR WYL, #A)L
% .HPMBP S HBEBE B % & £ 58 8 R 4 B Schiff
1) TR GRS S BB ER S
RmMEETHFROEFEE BEERT (D)
TEMMILSH.

Tk H ST EEERKE TR W2
BL.H ClI4)—N(5)—Ni{d4) (112, 10°), N{4)—
CU16)—C{18) (112, 05°), N{5)—C 1 14)—C { 15)
(105.30°), CL16)—N(4)—N(5)[106.22°), C( 14)—
COIS)—CUIe) 04, 317V X L8 A 5 IE Aot ¥ 1A
B L0RHH 22 KEOYE 4o A U B b mEIR (1)
AR tad smEm I 51 AAE—F
EH,EIZREMEE AR 19.8°. T &I 5 N(S)
FAYBARIT R C(7) b A9 R % 35 22 (8] B 79 03 £
AR 13,5501 70, 5, B M FEMRE . L
e IRE - DT E R 07 S EIE R R
T THE#S NS FHHSS — 40T
OIDZEEFESFBFH800.2814 nm), T &
PMBP — NTH i@ i it 28T B T — B (A4S

PMBP — PAH & 73 45 ¥ 7 5 B b i 53 7 4
S T E 3 HE 4. 7E PMBP — PAH § ke, W
CUIR)—O(3) S8R o] e B A C— O T,
RS BRI E. AEK 3 NBKEER
TH L, ZWEBEREMN TR WEZE, MEeEMEE
WhErfHEEATRENESER AEEANELL
&85 PMBP - NTH — B £ R M3 BB 4
BT Sehifft [ ), X FoFHEFHBEEHRER

AMTREHRE BERTAESE Schif M08
(st amEREEFRaE (TG
(1 VERE SHMEHTE . £ N2YA 02)ZEH#F
E FEIZE0.210 nm) , RERLEHHF T F
et AT Rk

SCHE 6 1R E YeBUE B b 549 PMBP - TSC 9
S s R EH. RS E ISR 4T
FINGOZRBETS®. EXMERT,BLHF
Rt Fol e SMAMELR
ik MG EE R IEBIER . M PMBP - NTH &5
PMBP-TSC S TS AMNENET 0i(2) 5
NI2YZBE®R T8 AfMEnaETH, &8
N2)5 02)MEMR T EE# BHAELETFHE
TFHEE EBMMRFE T ERE R SEAMNE
F,Xv]EERE PMBP-NTH T E B B T EaHEmE
M2 —. fE PMBP - PAH W[ T 50 TR E 8 4 N2}
02 FREFR TSR, SRR EET
HEEEREASELANET R TRAE 8T
o1 R, % PMBP — NTH # Ni3)5 0i2)2Z 5 f
PMIBP — PAH *f N(2)5 O(3) Z M AETE B S 8 X ™
L EHET KB TEN RSB - E&XMHET
WR S PR RS, B R 5%
AT,
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