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Empirical formula C23H24CIFN3O,P O9P3.3(C4H12N)
Formula weight 459.87 459.35
Temperature (K) 100 175
Wavelength (A) Synchrotron, A = 0.70000 0.71073
Crystal system Monoclinic Hexagonal
Space group P2i/c P63
Unit cell dimensions 4.867 (1), 20.709 (4), 22.080 (4) 49451 (8), 14(%451 (8), 7.0849
£ =92.92 (3)
Volume (A3) 2222.6 (4) 1370.45 (8)
z 4 2
Calculated density (Mg/m?®) 1.380 1.113
Absorption coefficient (mm1) 0.26 0.25
F(000) 960 492

Crystal size (mm3)
Crystal color / habit
Theta range for data collection

0.12 x 0.07 x 0.05
Colorless/Prism

0.32x0.22x0.12
Colorless/Prism

©) 1.3t027.7 1.6t029.2
-6<h<6 -17<h<0
Index ranges 27<k<27 0<k<20
-29<1<29 -9<1<8
Reflections collected 4961 2071
Independent reflections 5334 [Rin = 0.073] 2191 [Rint = 0.059]
. . Multi- . .
Absorption correction scan/DENZO/SCALEPACK Multi-scan/CrysAlisPRO
Max. and min. transmission 0.99 and 0.98 1.000 and 0.396
Refinement method Full-matrix least-squares on F? Full-matrix least-squares on F?
Data / restraints / parameters 0/9/276 0/1/83
Goodness-of-fit on F? 1.04 0.97
Final R indices [I > 2o(1)] Ry =0.091, wR, = 0.096 R: =0.064, wR, = 0.142
Largest diff. peak and hole (e.A 280 _3.68 181, 054
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P7—08 1.482 (2) P1—_O2 1.606 (2)
P7—N6 1.700 (2) P1—02 1.603 (2)
P7—N9 1.633 (3) P1—03 1.464 (3)
P7—N18 1.635 (2) P1—04 1.476 (3)
C4—05 1.221 (3) N5—C6 1.496 (4)
C4—N6 1.357 (4) C6-—C7 1527 (7)
N9—C10 1.440 (3)
N6—P7—08 104.39 (12)  02-P1-02  101.67 (15)
N6—P7—N9 108.98 (12)  02-P1—03  107.16 (15)
08—P7—N9 116.35 (13) 02—P1—03 107.78 (15)
N6—P7—N18 109.03 (12)  02-P1—04  111.29 (16)
08— P7—N18 115.50 (12) 02—P1—04 109.07 (15)
N9—P7—N18 102.45 (12) 03—P104 118.49 (18)
C4—N6—P7 124.4 (2) P1i 02— P1  129.25(15)
08— P7—N6—C4 -1762(2) O4—PL-02—P1 -73.8(3)
05 C4N6-—P7  —44(4) PL-02P1 03 1552(2)

Symmetry codes for 2: (i) —y + 1, x—vy, z; (i) x+y+1,—x+1,z
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D—H...A d(D—H) d(H...A) d(D...A) Z/(DHA)
1
N6—H®61---05' 0.86 1.97 2.828 (4) 176 (3)
N18—H181---08i 0.84 2.11 2.887 (4) 155 (3)
N9—H91...08i 0.84 2.09 2.884 (4) 157 (2)
C30—H301.--08ii 0.93 2.69 3.544 (4) 152.2
C17—H2171---CI28V 0.96 2.72 3.594 (4) 152.1
C25—H253---x* — 2.853 — —
C16—H162---t — 2.922 — —
C26—H261---nt — 3.870 — —
Cl28---xw — 3.788 —_ —
2
N5—H53---O3_i_ 0.89 1.98 2.833 (8) 161 (1)
N5—H52--.-03" 0.91 1.96 2.846 (8) 167 (1)
N5—H51---04 0.91 1.80 2.698 (8) 175 (1)

Symmetry transformations used to generate equivalent atoms for 1: (i) x +1,y, z; (i) x — 1, y,
z; (i) —x + 1, y—%, -2 +§; (iv) x, —y+%, 2—%; for2: (i) x-1,-y-1,z +%; (i) x,y,z+ 1.
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