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N-(1-(benzotriazol-1-yl)butyl)-p-nitroaniline [ BBN, CH;N;0,] o £2F 2 AFTZ2E X-A 34
HAbstracto 2 AT o] AHL AR ACln FUEL P2y/noltt. YHME ol a= 17.542(2)A,
b= 10.755(3)A, ¢ = 8.891(1)A ¥ a=B8=7=90" , B= 104.58(1)° , Z=4 o]t} FZ3N] A}&
3 X-4e CuKed(4=1.5418A)< ARSI, ¥tz Ao E3on Jaasios Fassy
o HF A= R 25570 mepiE], F=40(F)Q 2248709 32k gisle] R = 0.0411 ©]ch

AR A%e e 4230 N(1D-HI1(N11)-NQ)Z 2= dem, N(11)--N(3)=3.136(2)A,
N(11)-H11(N11)--N(3)=164.1(15)" °]c}.

Abstract

The crystal structure of N-(1-(benzotriazol-1-yl)butyl)-p-nitroaniline [ C;H;Ns0,] has been
determined from single crystal x-ray diffraction study : CsH;N:O, monoclinic, P2,/n, a=17.542(2) A,
b=10.755(3)A, c=8.891(1)A, B=104.58(1)" , V=1623.4(5)A%, T=293(2)K, Z=4, Cuka (A
=1.5418A), The molecular struture was solved was by direct methed refined by full-matrix least
squares toafinal R=0.0411 for 2248 unique observed [ F=40(F)] reflections and 255 parameters.

The crystal structureis stabilized by intermolecular N(11)-H11(N11)--*N(3) hydrogenbond withN(11)---
N(3)=3.136(2) A and N(11)-H11(N11)-N(3)=164.1(15)°
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aniline  F=AE A4St Cphenyl  groupst
N-phenyl groupell X27] #sle] mWe 7pEe) W3
& AES v}, pHI20 ol3lolMe A-SN.F ®hg 18]
T pHI309 7AYZely gdoMes SNE whH7)
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1-(phenoxymethyl)benzotriazole” §EAEL FAANE
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ceratosperma), Y& %o (Botrytis cinerea)s9] &
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(Fungicidal activity)o] 318 dgkor® ek ojjz,
H(Oryzae sativa L)} ¥ (Echinocloa crys-galli)®] %
FAPS-IDE Adste A28 (herbicidal activity)
o] 91eg gelgh uh ict?

N-x3 berzotdazole FEAFAA ARTRA =
3 dF2E NN - is(benzotriazolylmethyl)-NN'-
dioctylethylendiamine” o B3t} @78 B2} Uk

2 AN E N-X$ benzotriazoled] F:49] &
1} N-[1-(benzotriazol-1-yl)butyl]-p-nitroaniline(¢]
3} BBN, scheme D¢ 728 X-A JEPHOE
3zt gk,

wl
=

o
ol

N\~

N

scheme (D

79

24 ¥
2 Ayq AMg3 BBNY AR e
0.23x0.23x0.26 mmo|ck. 50.7" <6<60.9" A}
ol 2579 FAWEE AT a=17.542(2)A,
b=10.755(3)A, ¢=8.8910(10)A, a=r=90",
B=104.58(10)", V =1623.4(5)A° ]9
2 A29 ZAAE monoclinicyd S R AEL
EE= T =293(Ke" X" EAv€ Z=4
oty —19= k<19, 0s<ks12, 0sIs10 Alo]dA
2924749 BAdolelE Ao, =] A
e 248170012, AHERE B graphite® T3}
3 CuKa(= 1.54184)°]1 «/26 Z scandl¥}
. :
3% 34 dHolg= Lorentz-polarization
facter® HASNY FFEAL A ¥k &
Be  FAdolgaRy  AEWAE RN
(hOL:h+L=2n+1), (ROO:h=2n+1), (0AO:A=2n+1),
(002: I=2n+1)¥4 W FAFZo] doipr] &L
Rog By F7HPo| centrosymmetry$! P2,/n%

< sttt
2472= MULTANS7Y S A& gyges ¥l
oW, SHELXL93"& AHgslel  full-matrix

least-square®Pi o s FL33AY. viFida 23
el el vlSWA 2xAE, FA47 1THe
S 2xIAE ARSI Refined
To(FI-F2)*& FA313len, od7]A
=1 o%(Fp)®+ (0.07639P)* +0.2139P] 7,

P = (F% +2F?%)/30]3, parameter< 225740]
o FHZF AIEAAE [ Fr4e(®] O 2248709
EY3)4 dojel  digl
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BBN[ CH7NsO;] = butyl”l,
nitro”], benzotriazole71¢l 4712 F-£22 UrolA
9lom o]e] ORTEPY 1% Fig.19l EA&
butyl7]old C-CA#Zcle Hoge 1.516(2)A,
butyl”1¢] C(10)%} aniline”19] N(11)3}e] 20|

Table 1. Crystal data and structure refinement for BBN.

Ermpirical formuila CisH N0

Formula weight 31L.%H

Temperatire 293(2) K

Wavelength 154178 A

Crystal system Monocline

Spagce group P2;/n

Unit cell dimensions a=1752@) A a=92"
b=1076(3) A b6 = 104581
c=8891D) A v=9

Volurme 16BAG) A

Z 4

Density (calculated) 124 Mg/m®

Absarption coefficient 070 mm~’

F(000) 66

Crystal size 03 X 02 X 02 mm

Theta range for data collection 487 to 6209 deg.

Index ranges -19<h<19 0<k<12, 0<I<10

Reflections collected 2924

Independent reflections 2481

Refinement method Tull-matrix least-squares on  F*

Data / restraints / parameters 240/ 0/ 25

Goodnessof-fit on  F2 1062

Final R indices [ F>4o(F)} Rl = 00411, wR2 = 01212

R indices (all data) Rl = 00680, wR2 = 01397

Largest diff. peak and hole

IR

015! and 01 e. A7

ZE AW SPARC STATION IPC%
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Table 2. Atomic coordinates (x10*) and equivalent isotropic
displacement  parameters  (AZx10%) for BBN
Uleq) is defined as one third of the trace of the:
orthogonalized U tensor.

V=3 2TU; aid] a3

X y z Uleq)
N(1) 7411(1) 1038(1) 1636(1) 55(1)
N(2) 7192(1) 57(1) 684(2) 68(1)
N(3) 6491(1) -300(1) 759(2) 77(1)
c@) 5550(1) 456(2) 2310(3) 92(1)
C(5) 5500(1) 1307(2) 3417(3) 99(1)
C(6) 6104(1) 2152(2) 4004(3) 91(1)
c) 6778(1) 2186(2) 3511(2) 70(1)
c(8) 6840(1) 1316(1) 2375(2) 56(1)
C(9) 6246(1) 460(1) 1789(2) 67(1)
C(10) 8180(1) 1643(1) 1731(2) 56(1)
N(11) 8572(1) 1895(1) 3316(1) - 60(1)
Cc(12) 8821(1) 997(1) 4422(2) 53(1)
C(13) 8823(1) -266(1) 4039(2) 57(1)
C(14) 9113(1) -1136(2) 5160(2) 58(1)
C(15) 9399(1) -766(2) 6681(2) 57(1)
C(16) 9394(1) 474(2) 7104(2) 62(1)
can 9099(1) 1345(2) 5983(2) 60(1)
N(18) 9726(1) -1695(2) 7852(2) 69(1)
0(19) 9602(1) -2791(1) 7529(2) 97(1)
0(20) 10119(1) -1351(1) 9122(2) 88(1)
c(21) 8090(1) 2827(2) 773(2) 64(1)
C(22) 7756(1) 2634(2) -058(2) 83(1)
C(23) 7743(2) 3837(3) -1850(3) 112(1)

Table 3. Hydrogen coordinates (% 10*) and isotropic displacement
parameters  (A%x10%) for BBN,

X y z Uleq)
H(4) 5144(1) -102(2) 1915(3) 102(7)
H(5) 5051(1) 1324(2) 3792(3) 118(8)
H(6) 6044(1) 2714(2) 4760(3) 120(9)
H(7) 7171(1) 2756(2) 3908(2) 84(6)
H(10) 8507(1) 1064(1) 1316(2) 54(4)
H(11) 8656(1) 2659(1) 3593(1) 71(5)
H(13) 8626(1) -516(1) 3014(2) 62(4)
H(14) 9117(1) -1972(2) 4897(2) 68(5)
H(16) 9588(1) 711(2) 8135(2) 72(5)
H(17) 9084(1) 2177(2) 6262(2) 64(4)
H(21A) 7747(1) 3393(2) 1147(2) 70(5)
H(21B) 8601(1) 3222(2) 939(2) 81(5)
H(22A) 8074(1) 2026(2) -1331(2) 95(6)
H(22B) 7225(1) 2308(2) -1144(2) 94(6)
H(234) 7529(2) 3685(3) -2939(3) 148(10)
H(23B) 8269(2) 4153(3) -1682(3) 120(9)
H(230) 7421(_2) 4435(3) -1495(3) 159(13)
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Table 4. Anisotropic displacement parameters (AZX10%) for
BBN.
The anisotropic displacement factor exponent takes
the form:

~220 h%a"U ) +kbUp +1%c Uy +2hka"b U, +2kib ¢ Ug+hlac Uyl

U1l u22 U33 U3 U3 Uiz

N()  61(1) 49(1) 53D -3(1) 11(1) 1(1)
N2  80(1) 56(1)  64(1) -8(1) 9(1) 1)
N@ 77D 58(1)  86(1) -2(1) 3 10D
c4) 641 76(1)  132(2)  31(11 8(1) -8(1)
cy 831 93(2) 134(2) 24D 55(1)  12Q1)
ce  96(1) 84(1) 107(2) 6(1) 54(1)  11(1)
cm 781 62(1)  75(1) 2(1) 30(1) 3D
c8)  59(1) 47(1)  60(1) 10(1) 14(1) 4(1)
c@ 641 50(1)  82(1)  13(1) 10(1) 0(1)
c(10)  56(1) 59(1) 56(1) -1(1) 16(1) 3(D
N1  68(1) 501y 59(1) -2(1) 91 -2(D
cQ12) 48(1) 55(1)  56(1) -3(1) 14(1) 0(1)
c(13) 60(1) 57(1)  53(D) -7(1) 11(D 1(1)
c(14) 58(1) 55(1)  63(1) -4(1) 15(1) 3(1)
c@s)  51(1) 66(1)  55(1) 2(1) 16(1) 5(1)
c(16)  62(1) 41 51(D) -1(1) 14(1) 11
camn  62Q1) 56(1)  60(1)  ~10(1) 14(1) oD
N(18)  68(1) 80(1)  63(1) 6(1) 21D . 12(D)
0(19) 124(1) (1) 9K 15(1) 20(1  18(1)
0(20) 91(D) 111(1)  58(1) 9(1) 91 15(1)
c@n 64 65(1)  65(1) (1) 2001 -1(D)
c(22)  92(1) 99(1)  62(D 11(1) 23(1) 8(1)
C(23) 119(2) 138(2)  84(2) 432 31(1) 3(2)

£ 1.430(2) A°|1L benzotriazole”]9] N(1)3}e] 2
dol= 1.480(2)AeE JePdth. benzotriazole
719 N(1)- N(2)9 Z3Hole 1.347(2)A°lx
N(2)- N(3)& °)FZ%c 2 Aol 1.306(2) A
o]t} N(3)-C(9), N(1)-C(8)9] AgHole &7t
1.374(2)A, 1.363(2)A°l3L benzeneq C-CA%
Aol #H{ 1.387A°lt}. aniline718] N(11)#
C(12)%e] A&dole 1.369(2) A°li benzened
C-C Aol Highe 1.384A°22 Yelytt)
aniline719] C(15)9} nitro7}9] N(18)3}e] AgZ
ol 1.453(2)A°lx nitro71?]  N(18)-0(19),
N(18)-0(20)zte] AZdol= ZH 1.220(2)A,
1.223(2) Aol e™ o] FES Table.6ol A3
.

Table 5. Bond lengths [ A] and angles [ °] for BBN.

N(1)-N(2) 1.347(2) N(11)-C(12) 1.369(2)
N(1)-C(8) 1.363(2) C(12)-c(17) 1.40142)
N(1)-C(10) 1.480(2) c(12)-c(13) 1.401(2)
N(2)-N(3) 1.306(2) c(13)-c(14) 1.368(2)
N(3)-C(9) 1.374(2) C(14)-C(15) 1.377(2)
cl4-C(5) 1.363(3) C(15)-C(16) 1.386(2)
c4-c9 1.411(3) C(15)-N(18) 1.453(2)
C(5)-C(6) 1.393(3) C(16)-c(17) 1.371(2)
C(6)-C(T) 1.362(3) N(18)-0(19) 1.220(2)
C(7)-C(8) 1.401(2) N(18)-0(20) 1.223(2)
C(8)-C(9) 1.389(2) C(21)-C(22) 1.517(2)
C(10)-N(11) 1.430(2) C(22)-C(23) 1.515(3)
C(10)-C(21) 1.518(2)

N(2-N(D-C(8)  110.2(1) N(1)-C(10)-C(21)  111.8(1)
N(2)-N(1)-C(10)  119.5(1) C(12)-N(11)-C(10)  124.2(1)
C(8)-N(1)-C(10)  130.3(1) N(11D-C(12)-Cc(17)  119.5(1)
N(3)-N(2)-N(1) ~ 108.8(1) N(11)-Cc(12)-C(13)  122.0(1)
N(2)-N(3)-C(9)  108.4(1) c(1M-c(12)-c(13) 118.6(1)
C(5)-C(4)-C(9)  116.9(2) C(14)-C(13)-C(12)  120.6(1)
C(4)-C(B)-C(6)  121.8(2) C(13)-C(14)-C(15)  119.6(2)
c(n-cler-cls)  122.5(2) c(149)-c(15)-c(16)  121.2(2)
c(e-Cc(n-c(8) 116.4(2) C(14)-C(15)-N(18)  119.0(2)
N(D-C(8)-C(9)  104.3(1) C(16)-C(15)-N(18)  119.7(1)
N(1)-C(8)-C(T)  133.9(1) c(1n-c16)-c(15) 119.2(1)
C(9)-C(8)-C(T)  121.8(2) C(16)-C(17)-C(12)  120.7(2)
N(3)-C(9)-C(8)  108.3(2) 0(19)-N(18)-0(20)  122.4(2)
N(3)-C(9)-C(4)  131.1(2) 0(19)-N(18)-C(15) 118.8(2)
C(8)-C(9)-C4)  120.5(2) 0(20)-N(18)-C(15)  118.8(2)
N(11)-C(10-N(1) 110.2(1) c(22)-C(2D-C(1)  114.4(2)
N(11)-C(10)-C(21) 110.5(1) C(23)-C(22)-C(21) 111.4(2)

Benzotriazole’]9] benzene ringd ZA#LLS
116.4(2) "9l 122.5(2) " 7kX|ejx g
119.9 " o|™, aniline”19} benzene ring®] A2+
118.6(1) "4 121.2(2) * 7HAle| 2 BEat 119.9
* 2 S| 2% benzene ring®] Akl Agket 120
" 9} & AX)3H}, triazole ring®) AR 104.3(1)
“ollA 110.2(1) ° 7EA)ol™ gk 108.0 ° o]t}

BenzotriazoleZ]ol £33l 97l UAe 2F
0.05A AojdlA FY HHE T3 glor o
% N(2)% best plane®2%H 0.025(2)A Ho|
A -glty.  C(10) benzotriazole”12) best plane
o2 RE 0.048(3)A HolA Slemz FU HAY
o EAIgE 4 i) aniline”]9) benzenedl] %3l
e 6719 YA BF 0.021AA0]9) FY HA e
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Table. 6 Bonding distances between C of aromatic ring and

N of Nitro group

ol
$-NO2 N[ -
1298
1.446(8)
1.22(8)
Ref(12)
1216(8)
14348
1217(8)
L241(7)
14729 Ref(13)
1.236(6)
1.20(5)
1.45009) 2 Ref(14)
L2174
1213(2)
14612 Ref(15)
1227(2)
1225(0)
1468(1) Ref(16)
: 1217(1)
12049
14%6(4) Ref(17)
1.202(4)
mean mean
145(5) 125(5)
1.2202)
1453(2) This Bxp.
1.223(2)

Bonding distances between C of aromatic ring and N of amino group

-NH
13511 Ref(17)
1.356(4) Ref(18)
mean
1.353(49)
1.36902) This Exp.

Bonding distances between C and N of triazole

Ref(19) This Bxp.

cC 1375(5) 1.38%(2)
1374(2)

oN 1.366(4)

1.339(4) 1.363(2)

1.3074) 1.306(2)
N-N

1.358(4) 13472)

A5 8H A

23,

4

3=

Table. 7 Torsion angles for BBN

CEONUV-NDNG 11D C(lO)-N(l)-N(Z)—N(a) 17842)
NE-N-C®)-C(T 176.6(2) 1)'0(8)‘0(9) -1.3(1)
C(10)N()-C(8)-C(7) 41 c(10 (1-CE-C 178.0(2)
NOND-CIONLD 13612 NN 10)0(21 1006(2)
C(8)-N(1)-C(10)-N(11) 44.6(2) C(8)-N{1)-C(10)-C(21) -18.7(2)
N-N(I-NG)-CO) 30 NO-NGCO-CE -178.4(3)
NE-NG-CO-C®) -6 CO-CU-CECE) 52)
C5)-0U)-CO-N) 1663 CB-CH-CECE 11
C-CE-C6)-C) 30 CBCE-CM-CE) -4
C(6)-CIT)-CE)-N) B CO-CI-CE-CO) -30)
N-CE-CONE) LU NO-CE-CO-0W 179.32)
CO)-0B)-CO-N) I CD-CE-CO-CW 1002
N(1)-C(10)-N(11)-C(12) 63.9(2) C(21)-C0-N(11D-C(12) -172.0(2)
NO-CU0-CD-CE) 6292 NOD-CU0CED-0R)  174002)
C{10)-N(11)-C(12)-C(13) 10.3(1) C(10)-N(11)-c(12)-c(17) -171.1(2)
N(11)-C(12)-C(13)-C(14) 176.6(2) C(17)-C(12)-C(13)-C(14) -2.0(2)
N(1D-C(12)-C(17)-C{16) -176.2(3) C(13)-C(12)-C(17)-C(16) 2.4(2)
C(12)-C(13)-C(14)-C(15) 6(2) C(13)-C(14)-C(15)-C(16) .5(2)
C(13)-C(14)-C(15)-N(18) -178.2(3) C(14-C(15)-C(16)-C(17) -1(2)
NU-CUSH-CUECAT 17863  CU4-CUS-NIB-019)  -141()
CU4CUH-NIS-00) 16540  CU6-CUSNIB-01Y  167.1()
C(16)-C(15)-N(18)-0(20) -13.3(2) C(15)-C(16)-C(17)-C(12) -1.4(2)
C(10)-C(21)-C(22)-C(23) -175.5(2)
-\']7‘]5“ gtk °]BF C(12)& best planel 2%

0.012(1)AEoA it} Aniline”]9] benzene
29 A A=K N(11)3} N(18)2 best plane
og Mg Zzt 0.078(2)A, 0.047(3)A ZolA 3l
ong o5 BT Ze i EAYE ¢ F 3

" t}. benzotriazole7]®] MW} aniline”]9] benzene

82

HaAlole] o]AzHdihedral angle) 86.8(5)° ©]
t}. aniline”19 benzene®WH nitro’] HHS
C(15)%F N(18)%e| disld ulEEH<|(torsion
angle) 13.97(8)" olt}. BBN# #d€ v|Ed4E
Table. 791 89Fsldct.

BBN2  N(3)% N(11) Alole]]
(1.5-X, 0.5+Y, 0.5-2)9 Ao 9 4
A%, N(11) -HII(N11)--N(3) Akl Z=e
164.1(15)° °lAem, N(11)# N33 Ade
3.136(2)A 0|z HOQD= N3 A=
2.300(11) A o|t}. AR £472%E Fig. 2 AA
o= RN



N-(1-(benzotriazol-1-yl)butyl)-p-nitroaniline®] +&

Fig. 2 The hydrogen bond between two molecules.
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