Table 1. Crystal data and structure refinement for CB2302.

Identification code
CB2302

Formula
C48 H28 Cl O3 P, 2(C4 H8 O)

Formula weight
863.33

Temperature
173(2) K

Diffractometer, wavelength
Agilent Xcalibur PX Ultra A, 1.54184 Å

Crystal system, space group
Monoclinic, P2/c

Unit cell dimensions
a = 10.9790(4) Å
a = 90°


b = 10.3776(4) Å
b = 97.287(3)°


c = 18.9504(7) Å
g = 90°

Volume, Z
2141.68(13) Å3, 2

Density (calculated)
1.339 Mg/m3
Absorption coefficient
1.560 mm-1
F(000)
904

Crystal colour / morphology
Colourless tabular needles

Crystal size
0.247 x 0.174 x 0.082 mm3
q range for data collection
4.059 to 73.756°

Index ranges
-13<=h<=11, -12<=k<=11, -23<=l<=22

Reflns collected / unique
19375 / 4268 [R(int) = 0.0372]

Reflns observed [F>4s(F)]
3257

Completeness to theta(full)
0.999 to 67.684 deg

Absorption correction
Analytical

Max. and min. transmission
0.912 and 0.748

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
4268 / 459 / 381

Goodness-of-fit on F2
1.038

Final R indices [F>4s(F)]
R1 = 0.0522, wR2 = 0.1318

R indices (all data)
R1 = 0.0684, wR2 = 0.1468

Largest diff. peak, hole
0.215, -0.305 eÅ-3
Mean and maximum shift/error
0.000 and 0.000

Table 2. Bond lengths [Å] and angles [°] for CB2302.

P(1)-O(3)
1.516(4)

P(1)-O(2)
1.550(7)

P(1)-O(1)
1.601(7)

P(1)-Cl(1)
1.9617(18)

O(1)-C(1)
1.359(7)

O(2)-C(1)#1
1.510(7)

C(1)-C(10)
1.373(3)

C(1)-C(2)
1.418(3)

C(2)-C(3)
1.373(3)

C(2)-C(11)
1.497(3)

C(3)-C(4)
1.413(3)

C(4)-C(5)
1.417(3)

C(4)-C(9)
1.424(2)

C(5)-C(6)
1.356(3)

C(6)-C(7)
1.407(3)

C(7)-C(8)
1.369(3)

C(8)-C(9)
1.411(3)

C(9)-C(10)
1.438(2)

C(10)-C(10)#1
1.494(3)

C(11)-C(12')
1.10(2)

C(11)-C(24)
1.395(4)

C(11)-C(12)
1.413(3)

C(11)-C(24')
1.67(2)

C(12)-C(13)
1.416(3)

C(12)-C(17)
1.427(3)

C(13)-C(14)
1.379(4)

C(14)-C(15)
1.373(5)

C(15)-C(16)
1.389(5)

C(16)-C(17)
1.400(4)

C(17)-C(18)
1.463(4)

C(18)-C(23)
1.409(4)

C(18)-C(19)
1.415(3)

C(19)-C(20)
1.369(4)

C(20)-C(21)
1.395(5)

C(21)-C(22)
1.358(4)

C(22)-C(23)
1.411(4)

C(23)-C(24)
1.427(3)

C(12')-C(13')
1.429(15)

C(12')-C(17')
1.442(17)

C(13')-C(14')
1.379(16)

C(14')-C(15')
1.345(18)

C(15')-C(16')
1.400(17)

C(16')-C(17')
1.381(16)

C(17')-C(18')
1.423(15)

C(18')-C(23')
1.419(15)

C(18')-C(19')
1.429(15)

C(19')-C(20')
1.357(16)

C(20')-C(21')
1.348(17)

C(21')-C(22')
1.339(18)

C(22')-C(23')
1.401(17)

C(23')-C(24')
1.413(16)

O(30)-C(34)
1.374(6)

O(30)-C(31)
1.441(5)

C(31)-C(32)
1.460(6)

C(32)-C(33)
1.460(8)

C(33)-C(34)
1.447(7)

O(30')-C(34')
1.424(15)

O(30')-C(31')
1.429(15)

C(31')-C(32')
1.461(14)

C(32')-C(33')
1.474(13)

C(33')-C(34')
1.461(14)

O(3)-P(1)-O(2)
109.5(3)

O(3)-P(1)-O(1)
117.7(3)

O(2)-P(1)-O(1)
104.70(17)

O(3)-P(1)-Cl(1)
116.41(18)

O(2)-P(1)-Cl(1)
107.0(3)

O(1)-P(1)-Cl(1)
100.3(2)

C(1)-O(1)-P(1)
122.0(3)

C(1)#1-O(2)-P(1)
117.3(3)

O(1)-C(1)-C(10)
117.3(4)

O(1)-C(1)-C(2)
116.6(4)

C(10)-C(1)-C(2)
125.00(17)

C(3)-C(2)-C(1)
116.69(17)

C(3)-C(2)-C(11)
120.77(17)

C(1)-C(2)-C(11)
122.49(17)

C(2)-C(3)-C(4)
121.95(17)

C(3)-C(4)-C(5)
120.63(17)

C(3)-C(4)-C(9)
119.95(17)

C(5)-C(4)-C(9)
119.41(18)

C(6)-C(5)-C(4)
120.56(19)

C(5)-C(6)-C(7)
120.3(2)

C(8)-C(7)-C(6)
120.6(2)

C(7)-C(8)-C(9)
120.83(18)

C(8)-C(9)-C(4)
118.17(17)

C(8)-C(9)-C(10)
122.95(16)

C(4)-C(9)-C(10)
118.82(16)

C(1)-C(10)-C(9)
117.42(16)

C(1)-C(10)-C(10)#1
120.74(13)

C(9)-C(10)-C(10)#1
121.82(14)

C(24)-C(11)-C(12)
119.1(2)

C(12')-C(11)-C(2)
133.4(9)

C(24)-C(11)-C(2)
117.7(2)

C(12)-C(11)-C(2)
123.3(2)

C(12')-C(11)-C(24')
123.0(11)

C(2)-C(11)-C(24')
103.6(7)

C(11)-C(12)-C(13)
120.8(2)

C(11)-C(12)-C(17)
121.5(2)

C(13)-C(12)-C(17)
117.7(2)

C(14)-C(13)-C(12)
121.5(2)

C(15)-C(14)-C(13)
120.2(3)

C(14)-C(15)-C(16)
120.4(3)

C(15)-C(16)-C(17)
120.8(3)

C(16)-C(17)-C(12)
119.3(2)

C(16)-C(17)-C(18)
122.4(2)

C(12)-C(17)-C(18)
118.3(2)

C(23)-C(18)-C(19)
117.4(2)

C(23)-C(18)-C(17)
119.4(2)

C(19)-C(18)-C(17)
123.1(3)

C(20)-C(19)-C(18)
121.5(3)

C(19)-C(20)-C(21)
120.6(2)

C(22)-C(21)-C(20)
119.4(3)

C(21)-C(22)-C(23)
121.5(3)

C(18)-C(23)-C(22)
119.5(2)

C(18)-C(23)-C(24)
119.8(2)

C(22)-C(23)-C(24)
120.7(3)

C(11)-C(24)-C(23)
121.8(3)

C(11)-C(12')-C(13')
118.4(16)

C(11)-C(12')-C(17')
124.5(15)

C(13')-C(12')-C(17')
116.9(15)

C(14')-C(13')-C(12')
122.3(15)

C(15')-C(14')-C(13')
118.9(16)

C(14')-C(15')-C(16')
122(2)

C(17')-C(16')-C(15')
121.0(17)

C(16')-C(17')-C(18')
122.7(14)

C(16')-C(17')-C(12')
118.5(14)

C(18')-C(17')-C(12')
118.7(13)

C(23')-C(18')-C(17')
121.9(12)

C(23')-C(18')-C(19')
115.2(13)

C(17')-C(18')-C(19')
122.8(14)

C(20')-C(19')-C(18')
122.8(15)

C(21')-C(20')-C(19')
120.6(16)

C(22')-C(21')-C(20')
119.3(17)

C(21')-C(22')-C(23')
123.5(18)

C(22')-C(23')-C(24')
123.8(16)

C(22')-C(23')-C(18')
118.4(14)

C(24')-C(23')-C(18')
117.7(14)

C(23')-C(24')-C(11)
114.1(15)

C(34)-O(30)-C(31)
108.5(3)

O(30)-C(31)-C(32)
105.7(4)

C(33)-C(32)-C(31)
106.2(4)

C(34)-C(33)-C(32)
105.4(4)

O(30)-C(34)-C(33)
110.1(4)

C(34')-O(30')-C(31')
107.4(13)

O(30')-C(31')-C(32')
101.8(11)

C(31')-C(32')-C(33')
103.1(10)

C(34')-C(33')-C(32')
104.0(9)

O(30')-C(34')-C(33')
106.7(9)

Symmetry transformations used to generate equivalent atoms:

#1 -x,y,-z+3/2

