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Table 1. Cryslal data and structure refinement for (aR)-8a.

Identification code
Empirical formula
Formulz weight
Temperature
Wavelength
Crystal syslem
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorplion coclficient

F(o00}

Crystal size

Theta range for dala collection
Index ranges

Reflections collected
Independent reflections
Completeness 1o thela = 28.44°
Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*

Final R indices [1> 2sigma(l)]
R indices (all data)

Absolute structere parameter
Extinction cocfticient

Largest diff. peak and hole

{aR)-8a

C27 H30 N2 04

446.53

294(2) K

0.71073 A

Orthorhombic

P 212121

a=89UDA o= 90°.
b = 9.5990(10) A B= 90°.
28.080(9) A y = 90°.

c
2407.3(10) A

4

1.232 Mojm’

(5.083 mm"

952

.69 x .36 x (.12 mm*
2.24 1o 28.44°,

<=h<=11, -12<=k< =0, 0« =< =37

3440

3440

00.0 %

00,9901 and (0,9451

Full-matrix least-squares on F-

3440 /17312

0.968

Rl = 0.0458, wR2 = {.132)
Rl = 0.0981, wR2 = 3. 1451
H2)

0.0074(17)
0.165 and -0.197 ¢ A
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Table 2. Atomic coordinates ( x 10%) and cquivalent isotropic displacement paramelers (A-‘x 109

for (aR)-8a. Ueq} is defined as one third of the trage of the orthogonalized Uit tensor.

X y z Ufeq)
N(4) 4283(3) 2311(3) 8595(1) 78(1)
N(82) 5079(3) 7284(2) 8433(1) 581
O(1) 2846(3) 1131(3) 9118(1) 116(1)
O(51) 53519(2) 3473(2) 8021(1) T1(1}
O(72) 3211(3) 6122(3) SR10(1) 98(1)
O(73) 1845(3) 6327(3) 9165(1) 100(1)
C(2) 2749(5) 397(4) 8673(2) 124(2)
C{3) 328%(4) 1445(3) 8303(2) 96(1)
C(31) 2038(4) 2245(4) 8064(2) 102(1)
C(32) 1658(5) 1913(3) 75383(2) 121(2)
C(33) 430(7 2534(6) T3R6(3) 1a0(2)
C(34) 3797 3478(6) 7640¢4) 175¢3)
C(35) -30(6) 3877(3) 8096(3) 153(2)
C(36) 1230(4) 3225¢4) 8319(2) 12302}
C(5) 534003) 3191(3) 8441(1) 62(1)
C(6) 6221¢3) 3830(3) 8837(1) 6B(1)
(7 5159(3) 4329(3} 9234%(1) 691}
C(71) 4185(3) 5512(3) 9036(1) 62(1)
C(73) 726(5) 7224(6) 9452(2) 143(2)
C(74) 5128(3) 6732(3) KRB&(1) 62(1)
C(82) 4117(4) 6822(3) 804401 S0
C(75) 6127(3) 7463(3) 9157(1) 74(1)
C(7y 7790(3) H585(3) 8936(1) 85(1)
C(78) B132(4) 10461{4) 8556(2) S4(1)
C(79) 7438(4) 10281(4) s1I8C1) WL
C(80) 6414(4) 9266(3) 8036(1) To( 1}
C(81) 6071(3) B382(3) 8414¢1) 63D
C(76) 6739(3) 8522(3) 88606(1) 6l
C(72) 3045(4) 6051(3) 9395(1) 681
C(8) 4268(4) 3088(4) 0440¢1) i)

C(84) 422244 1876(3) 9(95(1) w2
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C(83)
C(84)

C(83A)
C(84A)

4975(6)
4373(8)
4975(6)
4449(17)

2591(6)
1484(9)
259146)
3133(19)

9919(2)
10193(2)
9919(2)
10313(4)

144(2)
149(3)
14K
125(5)
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Table 3. Bond lengths {A] and angles [7] for (aR)-8a.

N(4)-C(5) 1.338(4)
N(4)-C(3) 1.468(4)
N(4)-C(8A) 1.467(4)
N(82)-C(81) 1.378(4)
N(82)-C(74) 1.383(3)
N(82)-C(82) 1.459(3)
O(1)-C(8A) 1.421(4)
O(1)-C(2) £.439(5)
O(51)-C(5) 1.221(3)
0(72)-C(72) 1.176(3)
O(73)-C(72) 1.335(4)
0(73)-C(73) 1.446(4)
C(2)-C(3) 1.524(5)
C(3)-C(31) L.513(5)
C(31)-C(36) 1.386(6)
CEB1-C(32) 1.400(7)
C(32)-C(33) 1.3777)
C(33)-C(34) 1.362(8)
C(34)-C(35) 1.371(11)
C(35)-C(36) 1.433(7)
C(5)-C(6) 1.494(4)
C(6)-C(7) 1.551(4)
C(D-C(8) 1.539(4)
C(NH-C{71) 1.540(4)
C(71)-C(74) 1.500(4)
C(71)-C(72) 1.522(4)
C(74)-C(75) 1.362(4)
C(75)-C(76) 1.414(4)
C(I7-C(78) 1.392(5)
C(773-C(76) 1.400(43
C(78)-C(79) 1.390(5)
C(79)-C(80) 1.356(5}
C(80)-C(81) 1.393(4)

C(81)-C(76) 1.410(4)
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C(8)-C(8A) 1.519(5)
C(8)-C(83) 1.560(5)
C(83)-C(84) 1.418(8)
C(5)-N(4)-C(3) 127.1(3)
C(5)-N(4)-C(8A) 121.2(3)
C(3)-N(4)-C(8A) 110.5(3)
C(81)-N(82)-C(74) 108.0¢2)
C(81)-N(82)-C(82) 125.5(2)
C(74)-N(82)-C(82) 126.4(2)
C(8A)-O(1)-C(2) 104.8(3)
C(72)-0(73)-C(73) 116.3(3)
O(1)-C(2)-CX(3) 104.5(3)
N()-C(3)-C(31) 114.1(3)
N(4)-C(3)-C(2) 100.6(3)
C(31)-C3)-CL2) 113.8(3)
C(36)-C(31)-C(32) 121.1¢4)
C(36)-C(31)-C(3) 120.0(5)
C(32)-CB1H-C3) 118.8(4)
C(33)-C(32)-C(3 1) 119.6(6)
C(34)-C(33)-C(32) 119.2(7)
C(33)-C(34)-C(35) 123.7(6)
C(34)-C(35)-C(36) 117.7%6)
C(31)-C(36)-C(35) 118.6(5)
O(S1)-C(5)-N(4) 123.0¢3)
O(51)-C(53-CL6) 124.0¢3)
N{4)-C(5)-C(6) 113.0¢3)
C(5)-C(6)-C(7) 110.3(2)
C®)-C(D-C(T1) 114.5¢2)
C®)-C(D-C(6) 110.1(2)
C(713-C(73-C(6) 107.5%(19)
C(T4)-C(T13-C(72) 107.0(2)
COH)-C(T1)-C() 111.2(2)
C(72)-CTD-C(T) 112.4(2)
C(75)-C(74)-N(82) 109.5(2)

C(75)-C7H-C(7 1) 125.1(2)
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N(82)-C(74)-C(71) 122.4(3)
C(74)-C(75)-C{76) 107.7(2)
C(7R)-C(77)-C(76) 118.7(3)
C(79)-C(78)-C(77) 120.4(4)
C(80)-C(79)-C(78) 122.7%(3)
C(79)-C(80)-C(81) 117.2(3)
N(82)-C(81)-C(80} 129,6(3)
N(82)-C(813-C(76} 108.0(2)
C(80)-C(&1)-C(76) 122.3(3)
C(77)-C(76)-C(81) 118.7(3)
C(77)-C(76)-C(75) 134.6(3)
C(81)-C(76)-C(75) 106.7(3)
O(72)-C(72)-0(73) 124.0¢3)
O(72)-C{72)-C(71) 126.5(3)
O(73)-C(72)-C(71) 109.4(2)
C(8A)-C(8)-C(7) 12.1(2)
C(BA)-C(8)-C(83) 109.0(3)
C(7)-C(R)-C(83) 110.0(4)
O(1)-C(8A)-N(4) 102.7(3)
O(1)-C(8A)-C(8) 112.2(3)
N(4)-C(8A}-C(8) 112.7(3)

C(843-C(83)-C(8) 122.96)
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Table 4. Anisotropic displacemen! parameters (Ax 109for (wR)-8a. The anisotropic

displacement factor exponent takes the lorm: -2 B%a*2UMY 4+ ... + 2 hka* b* UP |

gt U U u u U
N(4) 6%(1) 67(1) 98(2) 91) 28(1) (1)
N(82) 64(1) 63(1) 49(1) 21D 1) (D
o) 101(2) 74(2) 174(3) 43(2) 66(2) 18(2)
051} 74(1) 74(1) 66(1) -3(1) 16(1) 2(1)
0(72) 103(2) 128(2) 60(1) 2(1) 19¢1) 38(2)
0(73) 87(1) 131(2) 83(1) -5(1) 9(1) 51(2)
(2) 96(3) 58(2) 218(5) 26(3) 48(3) 122)
C(3) 71(2) 63(2) 153(3) 22) 26(2) 2(2)
C(31) 61(2) 63(2) 181¢4) 11(3) 202) 132}
C(32) 94(3) £6(3) 212¢5) 11(4) -13(3) -33(3)
C(33) 119(4) 104(4) 258(7) 39(4) -32(5) -43(4)
C(34) 95(4) 81(3) 350011} 47(6) -29(6) 21(3)
C(35) 90(3) $1(3) 287(8) 25(5) 29(4) -10(3)
C(36) 68(2) 78(2) 225(5) 26(3) 27(3) 92}
C(5) 54(1) 58(1) 75(2) 6(1) 18(1) 13(1)
C(6) S9(1) 77(2) 69(2) 7(2) 10(1) 17(2)
o) 72(2) 82(2) 54(1) 16(1) 13(1) 24(2}
C(71) 67(2) 67(2) 51(1) L) 6(1) 142}
C(73) 123(3) 188(5) 118(3) -15(3) 19(3) 89(4)
C(74) 70(2) 67(2) 49(1) S(1) 5(1) 19(2)
C(82) 96(2) 78(2) s2(1) 9(1) -10(1) 5(2)
C(75) 812 86(2) 54(1) 1(2) 112 8(2)
C(77) 72(2) 71{2) 112(2) -6(2) -12(2) 14(2)
C(78) 62(2) 69(2) 152(3) -7(2) 2(2) 92)
C(79) 73(2) 76(2) 113(3) 18(2) 10(2) 12423
C(80) 722) 672 87(2) 16(2) 11(2) 10(2)
C(81) 60(1) 59(2) 69(2) 5(1) 4(1) 1441}
C(76) 61(1} 68(2) 74(2) 1(2) -6(1) 13(2)
C(72) 7R(2) 7002) 57(2) 6(1) 9(1) 21(2)
C(8) 87¢2) 99(2) 3(2) 41(2) 36(2) 40(2)
C(8A) 81¢2) 71(2) 123(3} 33(2) 49(2) 28(2)
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C(83) 138(4) 196(5) 99(3) 87(3) 43(3) 67(4)
C(84) 126(5) 180(7) 140(5) 108(6) 27(4) 33(%)
C(83A)y  138(4) 196(5) V9(3) 87(3) 43(3} 67(4)

C(84A) 116(11) 161(15) 97(9) T(10) -39(9) -22{12)
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