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X-Al 34%$ ©]-8-3te] N-(Diphenylmethylene)aminomethylphosphonate®] 24 +%2 74
sigicth. o] 24 AYAE A oY FE-S Ploldt. FAE AFE a=8967(2) A,
b=93092) A, c=10981(2) A, o=101.42(2)°, B=92.222)°, 7=92.23(2)°, V=896.8(3) A,
T=296K, Z=2, D,=1.227 Mgm™°|t}, 3|"ubA52] A|7]= Enraf-Nonius CAD-4 Diffracto-
meter2. 4127 MoKoAd(A=0.7107 Ay& AHE-8lsich. 2} 72 ARWoz Zglon,
Fy>40(F)l 979708 53 3)A do|elol] ddle] HarH o2 209709 M-S A 3)s}
of HF A= 3 R=73%% dslt

Abstract

The structure of N-(Diphenylmethylene)aminomethylphosphonate has been determined by X-ray
diffraction methods. The crystal system is triclinic, space group P1I, unit cell constants, a = 8.967(2)
A, b=93092) A, c=10981(2) A, 0.=101.42(2)°, P=92.22(2)°, y=92.23(2)°, V=896.8(3) A’,
T=296K, Z=2, D,=1.227 Mgm™. The intensity data were collected on an Enraf-Nonius CAD-4
Diffractometer with graphite monochromated MoKa: radiation (A = 0.7107 A). The molecular struc-
ture was solved by direct methods and refined by full-matrix least-squares to a final R = 7.3% for 979
unique observed F > 40(F,) refections and 209 parameters.
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Table 1. Experimental data of DAP

Crystal data

[C,sH,N O4P] Mo Ko radiation

M, = 331.3 A =0.71073 A
Triclinic Cell parameters from 25
P1 reflections
a=8.967(2) A 0=491~1191°
b=19.3092) A u=0.167 mm™
c=10.981(2) A T=296K
o=101.42(2)° plate

B =92.22(2)° 0.3x0.3%0.1 mm
Y=9223(2) colorless
V=2896.8(3) A’

zZ=2

D,=1.227 Mgm™

Data collection

Enraf-Nonius CAD-4 0, = 25°
diffractometer

/20 scans h=-10—10
Absorption correction : none k=-11 - 10
3328 measured reflections =013

3 standard reflections
monitored every 200
reflections intensity

3148 independent reflections

decay : none
Refinement
Refinement on F*
R=0.0732 (A/G) s = 0.000
$=0912 AP = 0.216 €A™
wR =0.1829 AP, = —0.238 A

Extinction cofficient :
none

Atomic scattering factors
from International

979 reflections [F, >46(F,)]

209 parameters
All H-atoms parameters

refined Tables for X-ray
w = Y[6X(F) + (0.0595xP)’]  Crystallography
where (1992, vol. C, tables

P = [Max(F?, 0) + 2xF’}/3 42.6.8 and 6.1.1.4

N-(Diphenylmethylene)aminomethylphosphonate®} 24 7-% ]7

methylphosphonate[C,;H,,NO,P; DAP]¢] sHad4-&
T A o2 F7]E 0.3X0.3X0.1 mme| o}
491°<0<11.91° Alo] 2] 257 3|4 vwbg-& =43}
o] a=8967(2) A, b=9309(2) A, c=10981(2)A, o=
101.42(2)°, B =92.22(2)°, y=92.23(2)°, V =896.8(3)
AL 2 AAALE triclinic, HEY EASE Z=
28 dgtom] AL 2x= T=206 KA. 3
A dlole} 24 1.9°<0<25.0°, —10<hr<10, ~11
<k<10, 0<1<13 A}o]ollA] 332871 ¢] 3] d¢]
BE 33, 59 A wk e 314879
v}, A}£3F Xoray diffractometer == Enraf-Nonius
CAD-4, 332 graphite 2 %4 313 MoKo ] 32
®/20%. scandteich. &3 3]A d o]el= Lorentz-
polarization factor& B3} 2™ | ux7}t 0.050] =
2 FeuAe vEEx 4kt $49 34 4
o]E]2RE] FZHEL centrosymmetry Q] Pl Y&
oot} . 44 A 98 237 WAt 27 HEE

Table 2. Fractional atomic coordinates and equivalent
isotropic displacement parameters (A% for non-hy-
drogen atoms of DAP. The e.s.d.’s are in parentheses

1 . x
U, = §2 '_z/_U,-ja,-aja,-. a;.

Atom X y z U,

eq

PC(1) 0.2631(2) 0.4455(2) 0.8788(2) 0.052(1)
C(2) 0.7285(7) —0.0056(7) 0.6828(6) 0.060(2)
C3) 0.7722(8) -0.1437(9) 0.6968(7) 0.077(2)
C4) 0.709009) -0.2126(8) 0.7806(8) 0.078(2)
C() 0.6017(9) -0.1465(8) 0.8531(7) 0.074(2)
C(6) 0.5562(8) —0.0097(8) 0.8409(6) 0.067(2)
C(T)  0.6229(7) 0.0626(7) 0.7570(6) 0.042(2)
C® 0.5791(7) 0.2124(7) 0.7478(6) 0.043(2)
C(9) 0.6448(7) 0.2825(7) 0.6497(6) 0.043(2)
C(10) 0.7658(8) 0.3801(8) 0.6776(7) 0.067(2)
C(11) 0.8262(9) 0.4437(9) 0.5861(9) 0.082(3)

C(12) 0.7680(10) 0.4079(10) 0.4687(9) 0.084(3)
C(13) 0.6485(10) ~0.3121(11) 0.4387(7) 0.094(3)
N(14) 0.5880(8)  0.2461(8) 0.5299(7) 0.076(2)
C(15) 0.4935(6)  0.2773(6) 0.8293(5) 0.052(2)
O(16) 0.4484(6)  0.4264(7) 0.8247(6) 0.056(2)
O(17) 02436(4)  0.4208(5) 1.0047(4) 0.063(1)
C(18) 0.1565(5)  0.3448(5) 0.7766(4) 0.071(1)
C(19) 0.1238(8)  0.1949(9) 0.7787(7)  0.086(3)
0O(20) 0.1448(10) 0.1040(10) 0.6555(8) 0.120(3)
C(21) 0.2305(5)  0.6013(5) 0.8550(4) 0.071(2)

C(22) 0.1147(11)
0.1262(10)

0.6837(11) 0.9124(11) 0.147(5)
0.8312(9) 0.9111(10) 0.132(4)
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Table 3. Fractional atomic coordinates for hydrogen

atoms of DAP
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3 - 209

B2AY 8N

Table 4. Bond lengths (10\) and Angles (°) for non-hy-
drogen atoms of DAP. The e.s.d.’s are in parenthese

Atom X y z
H(1) 0.7709 0.0398 0.6233
H(2) 0.8460 -0.1891 0.6478
H(@3) 0.7388 —0.3049 0.7887
H4) 0.5586 -0.1937 09111
H(3) 0.4809 0.0338 0.8891
H(9) 0.8072 0.4035 0.7584
H(10) 0.9071 0.5111 0.6056
H(11) 0.8105 0.4497 0.4072
H(12) 0.6071 0.2907 0.3578
H(13) 0.5088 0.1769 0.5092
H(15A) 0.4506 0.4423 0.7401
H(15B) 0.5167 0.4983 0.8769
H(18A) 0.0215 0.1821 0.8015
H(18B) 0.1892 0.1644 0.8403
H(19A) 0.1224 0.0029 0.6575
H(19B) 0.2466 0.1160 0.6337
H(19C) 0.0793 0.1339 0.5949
H(21A) 0.0202 0.6435 0.8711
H(21B) 0.1126 0.6720 0.9982
H(22A) 0.0429 0.8787 09512
H(22B) 0.1264 0.8446 0.8267
H(22C) 0.2175 0.8733 0.9546

SHELXSE- AH-8} direct methods 2 A4 3191 .2,
SHELXL-97"-& AR8-3}e] full-matrix least-squares
o2 A ssigivt. 22709

= 7|3 o2 A Aslae

A 3} A AL TR~ IF L) & Haslsig e

Table 5. Torsion angles (°) for non-hydrogen atoms of DAP. The e.s.d.’s are in parenthese

S ARl 91

P-O(16) 1.462(4)  O(16)-P-O(20) 116.93)
P-0(20) 1.560(5)  O(16)-P-O(17) 113.93)
P-O(17) 1.575(5)  O(20)-P-O(17) 101.6(3)
P-C(15) 1.790(6)  O(16)-P-C(15) 115.6(3)
C(1)-C(6) 1.366(8)  O(20)-P-C(15) 100.6(3)
C(1)-C2)  1.394(9)  O(17)-P-C(15) 106.5(3)
C(2)-C3) 1.350(8) C(6)-C(1)-C(2)  119.5(6)
C(3)-C@) 136009 C@3)-C(2)-C(1)  120.9(7)
C@4)-C(5) 1.3819) C(2)-C3)-C(4)  119.8(7)
C(5)-C(6) 1.384(8) C(3)-C(4)-C(5)  120.3(7)
C(6)-C(T)  1.485(8) C(4)-C(5)-C(6)  120.0(7)
C(7)-N(14) 1276(7) C(1)-C(6)-C(5)  119.3(6)
C(7)-C(8)  1.493(8) C(1)-C(6)-C(7)  120.6(6)
C(8)-C(13) 1.365(8) C(5)-C(6)-C(7)  120.2(6)
C®8)-CO) 1373(8) N(14)-C(T-C6) 117.6(5)
C(9)-C(10) 1.380(9) N(14)-C(7)-C(8)  123.6(6)
C(10)-C(11) 1.345(9) C(6)-C(7)-C(8)  118.6(6)
C(11)-C(12) 1.354(10) C(13)-C(8)-C(9)  119.1(6)
C(12)-C(13) 1.391(9) C(13)-C(8)-C(7)  120.1(6)
N(14)-C(15) 1471(7) C(9)-C8)-C(7)  120.7(6)
O(17)-C(18) 1.419@8) C(8)-C(9)-C(10)  120.3(7)
C(18)-C(19) 1.469(9) C(11)-C(10)-C(9) 119.9(7)
0(20)-C(21) 1.409(8)  C(10)-C(11)-C(12) 121.0(7)
C(21)-C(22) 1.376(10) C(11)-C(12)-C(13) 119.4(8)

C(8)-C(13)-C(12)  120.2(7)

C(T)-N(14)-C(15)  119.6(5)

N(14)-C(15)-P 108.3(4)

C(18)-O(17)-P 122.0(4)

O(17)-C(18)-C(19) 109.9(7)

C(21)-0(20)-P 122.3(5)

C(22)-C(21)-0(20) 114.9(7)

0(16)-P-C(15)-N(14)
0(17)-P-C(15)-N(14)
0(20)-P-C(15)-N(14)
C(15)-P-O(17)-C(18)
O(16)-P-O(17)-C(18)
0(20)-P-O(17)-C(18)
C(15)-P-0(20)-C(21)
0(16)-P-0(20)-C(21)
O(17)-P-0(20)-C(21)
C(6)-C(1)-C(2)-C(3)
C(2)-C(1)-C(6)-C(5)
C(2)-C(1)-C(6)-C(7)
C(1)-C(2)-C(3)-C(4)
C(2)-C(3)-C(4)-C(5)
C(3)-C(4)-C(5)-C(6)
C4)-C(5)-C(6)-C(1)
C4)-C(5)-C(6)-C(7)
C(1)-C(6)-C(7)-C(8)

C(1)-C(6)-C(7) -N(14)

58.4(5)
-69.2(5)

-174.8(4)

88.7(6)
~39.9(6)

—166.4(5)
-162.4(6)

-36.5(7)
88.1(6)
1.7(11)

-3.0(10)

177.3(6)

-0.4(12)
0.4(12)
~1.8(11)
3.0(10)

~177.2(6)

4.3(9)

-171.8(6)

C(5)-C(6)-C(7)-C(8)
C(5)-C(6)-C(7)-N(14)
C(6)-C(7)-C(8)-C(9)
C(6)-C(7)-C(8)-C(13)
N(14)-C(7)-C(8)-C(9)
N(14)-C(7)-C(8)-C(13)
C(6)-C(7)-N(14)-C(15)
C(8)-C(7)-N(14)-C(15)
C(7)-C(8)-C(9)-C(10)
C(13)-C(8)-C(9)-C(10)
C(7)-C(8)-C(13)-C(12)
C(9)-C(8)-C(13)-C(12)
C(8)-C(9)-C(10)-C(11)
C(9)-C(10)-C(11)-C(12)
C(10)-C(11)-C(12)-C(13)
C(11)-C(12)-C(13)-C(8)
C(7)-N(14)-C(15)-P
P-O(17)-C(18)-C(19)
P-0(20)-C(21)-C(22)

~175.4(6)
8.5(9)
~97.8(8)
79.9(8)
78.0(9)
104.3(8)
179.4(5)
3.6(9)
179.6(7)
1.9(11)
179.5(7)
—2.8(11)
-1.2(12)
1.3(14) -
-2.1(14)
2.9(12)
146.7(5)
-130.8(6)
162.3(7)
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Fig. 1. Perspective view of the title compound with
the atomic numbering. Ellipsoids for non-H atomes
correspond to 50% probability.
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DAP #AMel] Ex]3H= 7 7H°| benzene ring
o) H Agdol= 747 13734, 1368 A= o
ubd Q) Agre] 1.395 AY R} ekt BA Jelk
o, B Fx Yol ExJ= o|F AT C(7)=N(14)
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C-C, C-0 =Y Aol 77 JHF 1456 A,
1414 A2 C-O BdATE Al H3He)
st 2 x|k}, C-C FUdATS durH ol A¢H
o] 1.541(3) A B} g7 vehytel. 1832 N(14)-
C(15), P-O(17), P-O(20), P-C(15)7F2] w432
o= Z+z+ 1.471(7) A, 1.575(5) A, 1.560(5) A,
1.779(6) A2 € F3eA B1Eez 353
& d= 8

DAP Exllo] Ea5= F 719 benzene ring
o] HF A 747 120.05° 2 120.0(6)° A
o]AFA ¢l benzene ring ©| Zt= A 12009 F
d=)&l7 glv}. PS A S 2 3= tetrahedral T
ZE 100.6°2HE 116.9°9] 7S o] F3L 3)o] o
7+ A ayA AMEA S o] Fa g9l HF A
F7H-E 109.2° 0|5} . P-O(20)-C(21)-C(22), P-C(15)-
N(14)-C(7), P-C(17)-C(18)-C(19)¢} torsion angle->-

Fig. 2. A stereoscopic view of the packing for the title compound. The c-axis is vertical and b-axis

horizontal.
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ZHz} 162.3(7)°, 146.7(5)°, —130.8(6)°% ©)%L 9l e}

F 7N benzene ring A2} B (Fig. 1) 27t
—0.014~0.012 A, —0.011~0.013 Aol[A] =] &
o] 31 Q)31 benzene ring A 2] HA Fwz} C(7),
N(14), C(15)= 22 —0.061 A, -0.244 8A, -0.311 A
Ho]x] )31, benzene ring B 2] 2 wuio] o3
AE 0007 A, -1.022A, 2324 A HojA g},
benzene ring A $} B 84.87°9] o]wiz}g o) %L
A=}, Table 294 C(19), C(21), C(22)2] &= 9l
A EAH whdel] $x)3le] okzk =A) gt

F2F 7¥2] 713 71748 intermolecular contact =
C3)% 0(16) 7} (—x + 1, -y, —z+2) symmetry &
3.361(10) A2 FA}7} packing 2 van der Waals
A3k 313 gl
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