Compound 2

Table 1. Crystal data and structure refinement for 2.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

V4

Density (calculated)

Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections (Pt Gp 2/m)
Independent reflections (Pt Gp 2)
Completeness to theta = 30.02°
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

R indices [2043 [>2sigma(])]

R indices (all data)

Absolute structure parameter

Largest diff. peak and hole

2

CoH4 0,

154.20

100(2) K

0.71073 A

Monoclinic

P2

a=6.1182(3) A o=90°.
b=16.6921(4) A B=94.019(3)°.
c=10.1810(5) A v =90°.
415.82(4) A3

2

1.232 Mg/m?

0.085 mm!

168

0.25x 0.18 x 0.08 mm?

3.34 t0 30.02°.

-8<=h<=8, -9<=k<=9, -14<=I<=14
4157

1316 [R(int) =0.036]

2340

99.2 %

None

Full-matrix least-squares on F2
2340/1/108

1.042

R1=0.0425, wR2 = 0.0878
R1=0.0541, wR2 = 0.0929

-0.2(11)

0.26 and -0.18 e.A



Table 2. Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

for 2. U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
C() 3583(2) 9663(2) 6318(1) 14(1)
C(2) 2837(2) 7801(2) 7003(1) 14(1)
C@3) 1649(2) 8475(2) 8200(1) 16(1)
C@4) 1847(2) 10774(2) 8066(1) 16(1)
C(5) 369(2) 11540(2) 6887(1) 18(1)
C(6) 1461(2) 10642(2) 5694(1) 16(1)
C(7) 4121(2) 11026(2) 7516(1) 16(1)
C(8) 2909(3) 7702(3) 9457(1) 22(1)
C(9) -685(2) 7639(2) 8138(1) 20(1)
o(1) 5203(2) 9183(2) 5465(1) 20(1)
0(2) 3147(2) 6092(2) 6677(1) 22(1)
H(4) 1673 11520 8903 22(2)
H(5A) 360 13018 6853 22(2)
H(5B) -1153 11052 6926 22(2)
H(6A) 1805 11697 5059 22(2)
H(6B) 499 9634 5236 22(2)
H(7A) 4429 12422 7265 22(2)
H(7B) 5328 10501 8117 22(2)
H(8A) 2991 6240 9426 29(2)
H(8B) 2145 8111 10227 29(2)
H(8C) 4393 8260 9519 29(2)
H(9A) -1439 7973 7285 29(2)
H(9B) -1480 8225 8846 29(2)
H(9C) -629 6184 8242 29(2)
H(1) 5380(40) 10140(40) 4970(30) 45(7)




Table 3. Bond lengths [A] and angles [°] for 2.

C(1)-0(1) 1.4002(17) C(5)-H(5A) 0.9900
C(1)-C(2) 1.514(2) C(5)-H(5B) 0.9900
C(1)-C(7) 1.539(2) C(6)-H(6A) 0.9900
C(1)-C(6) 1.5503(19) C(6)-H(6B) 0.9900
C(2)-0(2) 1.2099(19) C(7)-H(7A) 0.9900
C(2)-C(3) 1.530(2) C(7)-H(7B) 0.9900
C(3)-C(9) 1.531(2) C(8)-H(8A) 0.9800
C(3)-C(8) 1.536(2) C(8)-H(8B) 0.9800
C(3)-C(4) 1.550(2) C(8)-H(8C) 0.9800
C(4)-C(5) 1.539(2) C(9)-H(9A) 0.9800
C(4)-C(7) 1.5450(19) C(9)-H(9B) 0.9800
C(4)-H(4) 1.0000 C(9)-H(9C) 0.9800
C(5)-C(6) 1.5483(19) O(1)-H(1) 0.82(3)
O(1)-C(1)-C(2) 110.24(12) C(9)-C(3)-C(8) 108.88(12)
O(1)-C(1)-C(7) 120.40(12) C(2)-C(3)-C(4) 100.25(11)
C(2)-C(1)-C(7) 100.21(10) C(9)-C(3)-C(4) 115.92(12)
O(1)-C(1)-C(6) 116.84(11) C(8)-C(3)-C(4) 111.70(13)
C(2)-C(1)-C(6) 105.40(11) C(5)-C(4)-C(7) 100.11(11)
C(7)-C(1)-C(6) 101.60(11) C(5)-C(4)-C(3) 110.73(12)
0(2)-C(2)-C(1) 126.45(13) C(7)-C(4)-C(3) 102.58(11)
0(2)-C(2)-C(3) 126.10(13) C(4)-C(5)-C(6) 102.75(11)
C(1)-C(2)-C(3) 107.45(12) C(5)-C(6)-C(1) 103.71(11)
C(2)-C(3)-C(9) 110.69(12) C(1)-C(7)-C(4) 94.29(11)
C(2)-C(3)-C(8) 109.01(12) C(1)-0(1)-H(1) 109.4(17)




Table 4. Anisotropic displacement parameters (A2x 103)for 2. The anisotropic

displacement factor exponent takes the form: -2r2[ h2a*2U!l + ...+ 2 h k a* b* U12 |

Ull U22 U33 U23 U13 U12
c(1) 16(1) 13(1) 13(1) 1(1) 4(1) (1)
C(2) 15(1) 15(1) 14(1) 0(1) 2(1) 1(1)
) 16(1) 16(1) 15(1) 2(1) 4(1) 2(1)
C(4) 19(1) 15(1) 14(1) 2(1) 1(1) 2(1)
C(5) 18(1) 16(1) 20(1) 2(1) 3(1) 4(1)
C(6) 17(1) 15(1) 16(1) 2(1) -1(1) 0(1)
c(7) 18(1) 14(1) 16(1) 0(1) 1(1) -1(1)
C(@®) 25(1) 26(1) 17(1) 5(1) 3(1) 4(1)
C(9) 21(1) 20(1) 21(1) 4(1) 6(1) -1(1)
o(1) 24(1) 19(1) 19(1) 4(1) 11(1) 4(1)
0(2) 29(1) 14(1) 24(1) 0(1) 10(1) 2(1)




Table 5. Torsion angles [°] for 2.

0(1)-C(1)-C(2)-0(2)
C(7)-C(1)-C(2)-0(2)
C(6)-C(1)-C(2)-0(2)
0(1)-C(1)-C(2)-C(3)
C(7)-C(1)-C(2)-C(3)
C(6)-C(1)-C(2)-C(3)
0(2)-C(2)-C(3)-C(9)
C(1)-C(2)-C(3)-C(9)
0(2)-C(2)-C(3)-C(8)
C(1)-C(2)-C(3)-C(3)
0(2)-C(2)-C(3)-C(4)
C(1)-C(2)-C(3)-C(4)
C(2)-C(3)-C(4)-C(5)
C(9)-C(3)-C(4)-C(5)
C(8)-C(3)-C(4)-C(5)
C(2)-C(3)-C(4)-C(7)
C(9)-C(3)-C(4)-C(7)
C(8)-C(3)-C(4)-C(7)
C(7)-C(4)-C(5)-C(6)
C(3)-C(4)-C(5)-C(6)
C(4)-C(5)-C(6)-C(1)
O(1)-C(1)-C(6)-C(5)
C(2)-C(1)-C(6)-C(5)
C(7)-C(1)-C(6)-C(5)
O(1)-C(1)-C(7)-C(4)
C(2)-C(1)-C(7)-C(4)
C(6)-C(1)-C(7)-C(4)
C(5)-C(4)-C(N)-C(1)
C(3)-C(4)-C(7)-C(1)

-16.4(2)
-144.31(15)
110.52(16)
162.66(12)
34.75(13)
-70.41(13)
-57.9(2)
123.00(13)
61.80(19)
-117.27(13)
179.17(14)
0.11(14)
70.96(14)
-48.19(17)
-173.68(11)
-35.11(14)
-154.26(11)
80.25(14)
40.51(13)
-67.18(14)
-6.10(14)
-163.67(12)
73.53(13)
-30.61(13)
-174.78(12)
-53.90(12)
54.31(12)
-58.36(12)
55.73(12)



Table 6. Hydrogen bonds for 2 [A and °].

D-H..A d(D-H) d(H...A)

d(D...A)

<(DHA)

O(1)-H(1)...02)#1 0.82(3) 2.06(3)

2.7780(14)

145(2)

Symmetry transformations used to generate equivalent atoms:

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



(a) Compound 3

Table 1. Crystal data and structure refinement for 3.

Identification code 3

Empirical formula CioHi6s0O

Formula weight 152.23

Temperature 100(2) K

Wavelength 0.71073 A

Crystal system Orthorhombic

Space group P2,2,2,

Unit cell dimensions a=5.9714(1) A o= 90°.
b =120.5466(5) A B=90°.
c=122.5632(6) A v =90°.

Volume 2768.32(11) A3

z 12

Density (calculated) 1.096 Mg/m?

Absorption coefficient 0.068 mm’!

F(000) 1008

Crystal size 0.75 x 0.06 x 0.04 mm?

Theta range for data collection 2.06 to 25.20°.

Index ranges 0<=h<=7, 0<=k<=23, 0<=I1<=27

Reflections collected 15934

Independent reflections 2845 [R(int) = 0.069]

Completeness to theta = 25.20° 98.6 %

Absorption correction None

Refinement method Full-matrix least-squares on F2

Data / restraints / parameters 2845/0/304

Goodness-of-fit on F? 1.087

Final R indices [[>2sigma(])] R1=0.0508, wR2 =0.0996

R indices (all data) R1=0.0671, wR2 =0.1081

Absolute structure parameter Not determined

Largest diff. peak and hole 0.21 and -0.21 e.A3

Table 2. Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 10%)
for 3. U(eq) is defined as one third of the trace of the orthogonalized Ui tensor.

X y z U(eq)
C(1) 3698(5) 7151(1) 3229(1) 21(1)
C(2) 3011(5) 6533(1) 3549(1) 20(1)
C(3) 4188(6) 6559(2) 4153(1) 27(1)
C(4) 5351(6) 7234(2) 4117(1) 27(1)
C(5) 3618(7) 7787(2) 4123(2) 39(1)
C(6) 2426(6) 7719(1) 3510(1) 28(1)
C(7) 6072(5) 7259(2) 3466(1) 24(1)
C(8) 1681(6) 6075(1) 3344(2) 30(1)
C©9) 5930(7) 6013(2) 4204(2) 36(1)
C(10) 2531(8) 6493(2) 4672(2) 45(1)
C(11) -3176(5) 5686(1) 1939(1) 20(1)
C(12) -4005(5) 5697(1) 1301(1) 21(1)
C(13) -2978(6) 5104(1) 996(1) 22(1)
C(14) -1796(6) 4770(1) 1531(1) 22(1)
C(15) -3525(6) 4515(1) 1981(1) 27(1)
C(16) -4481(6) 5148(1) 2266(1) 24(1)
Cc(17) -877(6) 5364(2) 1873(1) 23(1)
C(18) -5392(6) 6130(1) 1075(2) 28(1)
C(19) -1234(7) 5314(2) 532(1) 32(1)
C(20) -4737(7) 4685(2) 688(2) 33(1)
C(21) -239(5) 7676(1) 1434(1) 20(1)
C(22) -1091(6) 8332(1) 1639(1) 22(1)



C(23) -358(5) 8825(1) 1162(1) 20(1)
C(24) 867(6) 8366(1) 717(1) 22(1)
C(25) -820(6) 7924(1) 396(1) 25(1)
C(26) -1645(6) 7459(1) 894(1) 24(1)

C(27) 1972(5) 7869(1) 1135(1) 22(1)
C(28) -2257(7) 8449(2) 2122(2) 43(1)

C(29) 1268(6) 9326(1) 1415(2) 31(1)
C(30) -2361(6) 9192(2) 899(2) 32(1)

o(1) 3413(4) 7136(1) 2602(1) 26(1)

0(2) -3299(4) 6287(1) 2244(1) 23(1)

0(3) -200(4) 7176(1) 1867(1) 27(1)
Table 3. Bond lengths [A] and angles [°] for 3.

C(1)-0O(1) 1.424(3) C(13)-C(14) 1.557(4)
C(1)-C(2) 1.517(4) C(14)-C(15) 1.541(4)
C(1)-C(7) 1.531(4) C(14)-C(17) 1.545(4)
C(1)-C(6) 1.530(4) C(15)-C(16) 1.559(4)
C(2)-C(8) 1.317(4) C(21)-0(3) 1.418(3)
C(2)-C(3) 1.534(4) C(21)-C(22) 1.514(4)
C(3)-C(9) 1.534(5) C(21)-C(27) 1.534(4)
C(3)-C(10) 1.539(5) C(21)-C(26) 1.545(4)
C(3)-C(4) 1.554(4) C(22)-C(28) 1.315(5)
C4)-C(7) 1.532(4) C(22)-C(23) 1.540(4)
C#4)-C(5) 1.537(5) C(23)-C(29) 1.526(4)
C(5)-C(6) 1.561(5) C(23)-C(30) 1.534(5)
C(11)-0(2) 1.415(3) C(23)-C(24) 1.559(4)
C(11)-C(12) 1.524(4) C(24)-C(27) 1.539(4)
C(11)-C(17) 1.531(4) C(24)-C(25) 1.539(4)
C(11)-C(16) 1.540(4) C(25)-C(26) 1.554(4)
C(12)-C(18) 1.318(4) O(1)-0(3) 2.723(3)
C(12)-C(13) 1.526(4) O(1)-0(2)#1 2.749(3)
C(13)-C(20) 1.527(5) 0(2)-0(3) 2.736(3)
C(13)-C(19) 1.539(5) 0(2)-0(1)#2 2.749(3)
O(1)-C(1)-C(2) 115.0(2) C(12)-C(11)-C(16) 107.3(2)
O(1)-C(1)-C(7) 117.4(3) C(17)-C(11)-C(16) 100.9(2)
C(2)-C(1)-C(7) 101.8(3) C(18)-C(12)-C(11) 125.3(3)
0O(1)-C(1)-C(6) 111.6(2) C(18)-C(12)-C(13) 128.2(3)
C(2)-C(1)-C(6) 107.9(2) C(11)-C(12)-C(13) 106.5(2)
C(7)-C(1)-C(6) 101.8(2) C(12)-C(13)-C(20) 112.3(3)
C(8)-C(2)-C(1) 126.4(3) C(12)-C(13)-C(19) 110.7(2)
C(8)-C(2)-C(3) 127.9(3) C(20)-C(13)-C(19) 108.3(3)
C(1)-C(2)-C(3) 105.7(2) C(12)-C(13)-C(14) 100.7(2)
C(9)-C(3)-C(2) 110.6(3) C(20)-C(13)-C(14) 114.6(2)
C(9)-C(3)-C(10) 108.4(3) C(19)-C(13)-C(14) 110.1(3)
C(2)-C(3)-C(10) 112.2(3) C(15)-C(14)-C(17) 100.2(2)
C(9)-C(3)-C(4) 110.7(3) C(15)-C(14)-C(13) 110.9(3)
C(2)-C(3)-C(4) 100.9(2) C(17)-C(14)-C(13) 101.6(2)
C(10)-C(3)-C4) 114.0(3) C(14)-C(15)-C(16) 103.5(2)
C(7)-C(4)-C(5) 100.0(3) C(11)-C(16)-C(15) 102.5(2)
C(7)-C(4)-C(3) 101.9(2) C(11)-C(17)-C(14) 94.1(2)
C(5)-C(4)-C(3) 111.03) 0(3)-C(21)-C(22) 116.0(2)
C(4)-C(5)-C(6) 103.5(3) 0O(3)-C(21)-C(27) 118.4(3)
C(1)-C(6)-C(5) 102.0(3) C(22)-C(21)-C(27) 101.1(2)
C(1)-C(7)-C(4) 94.0(2) 0(3)-C(21)-C(26) 110.2(2)
0(2)-C(11)-C(12) 115.5(2) C(22)-C(21)-C(26) 108.4(3)
0(2)-C(11)-C(17) 118.1(2) C(27)-C(21)-C(26) 101.3(2)
C(12)-C(11)-C(17) 101.8(2) C(28)-C(22)-C(21) 126.5(3)
0(2)-C(11)-C(16) 111.6(2) C(28)-C(22)-C(23) 127.5(3)



C(21)-C(22)-C(23) 106.0(2) C(21)-C(26)-C(25)

C(29)-C(23)-C(30) 108.0(2) C(21)-C(27)-C(24)
C(29)-C(23)-C(22) 111.3(3) C(1)-0(1)-0(3)
C(30)-C(23)-C(22) 111.8(3) C(1)-0(1)-0(2)#1
C(29)-C(23)-C(24) 110.5(3) 0(3)-0(1)-0(2)#1
C(30)-C(23)-C(24) 114.4(3) C(11)-0(2)-0(3)
C(22)-C(23)-C(24) 100.7(2) C(11)-0(2)-0(1)#2
C(27)-C(24)-C(25) 100.2(2) 0(3)-0(2)-0(1)#2
C(27)-C(24)-C(23) 101.9(2) C(21)-0(3)-0(1)
C(25)-C(24)-C(23) 110.7(3) C(21)-0(3)-0(2)
C(24)-C(25)-C(26) 103.32) 0(1)-0(3)-0(2)

Symmetry transformations used to generate equivalent atoms:
#1 x+l,y,z #2x-1,y,z
Table 4. Anisotropic displacement parameters (A2x 103)for 3. The anisotropic

102.8(2)
94.1(2)
134.33(19)
102.73(17)
113.94(9)
113.36(17)
137.21(19)
98.68(9)
117.08(18)
133.36(19)
109.05(9)

displacement factor exponent takes the form: -272[ h2a*2U!1 + ... + 2 h k a* b* U2 |

Ull U22 U33 U23 U13 U12
c() 26(2) 192) 17(2) o(1) 2(1) 202)
C2) 21(2) 15(1) 25(2) 3(1) 5(2) (1)
c3) 34(2) 26(2) 20(2) 3(1) 3(2) 2(2)
C(4) 34(2) 30(2) 16(2) 2(1) -4(2) -5(2)
C(5) 61(3) 26(2) 29(2) 6(2) 3(2) -8(2)
C(6) 31(2) 21(2) 30(2) 2(1) 2(2) 12)
C(7) 26(2) 25(2) 21(2) 5(1) 0(2) -6(2)
C(8) 34(2) 22(2) 34(2) -3(1) 3(2) 2(2)
C(9) 39(2) 33(2) 37(2) 12(2) -5(2) 0(2)
C(10) 58(3) 51(2) 24(2) 4(2) 10(2) -9(2)
c(11) 18(2) 18(2) 24(2) 1(1) 32) 2(1)
C(12) 24(2) 17(1) 22(2) 3(1) 0(2) -4(1)
C(13) 30(2) 18(1) 19(2) 0(1) -4(2) 1)
C(14) 27(2) 19(2) 20(2) 2(1) 1) 5(1)
C(15) 33(2) 23(2) 25(2) 3(1) 3(2) 2(2)
C(16) 26(2) 24(2) 22(2) 3(1) 2(2) 12)
c(17) 23(2) 26(2) 21(2) 1(1) 12) 1(2)
C(18) 34(2) 22(2) 27(2) 4(1) -6(2) 2(2)
C(19) 45(2) 30(2) 20(2) -1(1) 3(2) 2(2)
C(20) 46(2) 25(2) 28(2) 2(1) -12(2) 2(2)
C21) 22(2) 19(2) 21(2) 5(1) -12) 0(1)
C(22) 24(2) 24(2) 18(2) 0(1) 3(2) 0(2)
C(23) 23(2) 17(1) 2002) o(1) 2(2) 2(1)
C(24) 21(2) 26(2) 18(2) 1(1) (1) 12)
C(25) 29(2) 27(2) 18(2) 2(1) 2(2) 12)
C(26) 23(2) 22(2) 26(2) 1(1) -6(2) 2(2)
C(27) 21(2) 20(1) 26(2) 2(1) 0(2) 3(2)
C(28) 60(3) 38(2) 32(2) 5(2) 22(2) 10(2)
C(29) 40(2) 22(2) 32(2) 2(1) 2(2) 3(2)
C(30) 36(2) 29(2) 31(2) 502) 2(2) 702)
o(1) 32(1) 32(1) 16(1) -1(1) -5(1) 5(1)
0Q) 26(1) 20(1) 24(1) -3(1) 4(1) -4(1)
0(3) 28(1) 24(1) 28(1) 12(1) -10(1) -6(1)
Table 5. Hydrogen coordinates ( x 104) and isotropic displacement parameters (A2x 103)
for 3.

X y z U(eq)

H(4) 6607 7294 4405 32



H(5A) 4356 8216 4161 47

H(5B) 2542 7732 4452 47

H(6A) 817 7616 3558 33

H(6B) 2581 8121 3272 33

H(7A) 6705 7685 3350 29

H(7B) 7114 6903 3357 29

H(8A) 1050 6114 2959 36

H(8B) 1352 5704 3581 36

H(9A) 7011 6051 3879 55

H(9B) 5177 5590 4181 55

H(9C) 6715 6050 4584 55

H(10A) 1978 6045 4691 67

H(10B) 1268 6791 4611 67

H(10C) 3291 6602 5044 67

H(14) -629 4445 1416 27

H(15A) -2803 4236 2283 32

H(15B) -4720 4264 1781 32

H(16A) -6112 5188 2196 29

H(16B) -4189 5161 2697 29

H(17A) -197 5245 2259 28

H(17B) 183 5628 1636 28

H(18A) -5957 6471 1317 33

H(18B) -5826 6101 671 33

H(19A) -1986 5545 208 48

H(19B) -474 4928 375 48

H(19C) -132 5603 718 48

H(20A) -5350 4922 347 50

H(20B) -5946 4583 966 50

H(20C) -4045 4279 551 50

H(24) 1940 8594 447 26

H(25A) -88 7678 72 30

H(25B) -2076 8180 230 30

H(26A) -3267 7516 969 28

H(26B) -1349 6999 791 28

H(27A) 2688 7504 921 27

H(27B) 3048 8071 1414 27

H(28A) -2641 8102 2381 52

H(28B) -2715 8881 2212 52

H(29A) 2584 9103 1577 47

H(29B) 527 9572 1731 47

H(29C) 1737 9625 1100 47

H(30A) -2964 9494 1195 48

H(30B) -3524 8880 784 48

H(30C) -1874 9436 549 48

H(1) 4204 6838 2457 40

H(2A) -2394 6552 2092 35

H(3) 937 7221 2083 40

Table 6. Torsion angles [°] for 3.

O(1)-C(1)-C(2)-C(8) -19.3(5) C(8)-C(2)-C(3)-C(4) -177.1(3)
C(7)-C(1)-C(2)-C(8) -147.4(3) C(1)-C(2)-C(3)-C(4) 3.03)
C(6)-C(1)-C(2)-C(8) 105.9(4) C(9)-C(3)-C(4)-C(7) 79.4(3)
0O(1)-C(1)-C(2)-C(3) 160.6(3) C(2)-C(3)-C(4)-C(7) -37.6(3)
C(7)-C(1)-C(2)-C(3) 32.5(3) C(10)-C(3)-C(4)-C(7) -158.1(3)
C(6)-C(1)-C(2)-C(3) -74.2(3) C(9)-C(3)-C(4)-C(5) -174.9(3)
C(8)-C(2)-C(3)-C(9) 65.7(4) C(2)-C(3)-C(4)-C(5) 68.0(3)
C(1)-C(2)-C(3)-C(9) -114.2(3) C(10)-C(3)-C(4)-C(5) -52.4(4)
C(8)-C(2)-C(3)-C(10) -55.4(4) C(7)-C(4)-C(5)-C(6) 37.6(3)
C(1)-C(2)-C(3)-C(10) 124.7(3) C(3)-C(4)-C(5)-C(6) -69.3(3)
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O(1)-C(1)-C(6)-C(5)
C(2)-C(1)-C(6)-C(5)
C(7)-C(1)-C(6)-C(5)
C(4)-C(5)-C(6)-C(1)
O(1)-C(1)-C(7)-C(4)
C(2)-C(1)-C(7)-C(4)
C(6)-C(1)-C(7)-C(4)
C(5)-C(4)-C(7)-C(1)
C(3)-C(4)-C(7)-C(1)
0(2)-C(11)-C(12)-C(18)
C(17)-C(11)-C(12)-C(18)
C(16)-C(11)-C(12)-C(18)
0(2)-C(11)-C(12)-C(13)
C(17)-C(11)-C(12)-C(13)
C(16)-C(11)-C(12)-C(13)
C(18)-C(12)-C(13)-C(20)
C(11)-C(12)-C(13)-C(20)
C(18)-C(12)-C(13)-C(19)
C(11)-C(12)-C(13)-C(19)
C(18)-C(12)-C(13)-C(14)
C(11)-C(12)-C(13)-C(14)
C(12)-C(13)-C(14)-C(15)
C(20)-C(13)-C(14)-C(15)
C(19)-C(13)-C(14)-C(15)
C(12)-C(13)-C(14)-C(17)
C(20)-C(13)-C(14)-C(17)
C(19)-C(13)-C(14)-C(17)
C(17)-C(14)-C(15)-C(16)
C(13)-C(14)-C(15)-C(16)
0(2)-C(11)-C(16)-C(15)
C(12)-C(11)-C(16)-C(15)
C(17)-C(11)-C(16)-C(15)
C(14)-C(15)-C(16)-C(11)
0(2)-C(11)-C(17)-C(14)
C(12)-C(11)-C(17)-C(14)
C(16)-C(11)-C(17)-C(14)
C(15)-C(14)-C(17)-C(11)
C(13)-C(14)-C(17)-C(11)
0(3)-C(21)-C(22)-C(28)
C(27)-C(21)-C(22)-C(28)
C(26)-C(21)-C(22)-C(28)
0(3)-C(21)-C(22)-C(23)
C(27)-C(21)-C(22)-C(23)
C(26)-C(21)-C(22)-C(23)
C(28)-C(22)-C(23)-C(29)
C(21)-C(22)-C(23)-C(29)
C(28)-C(22)-C(23)-C(30)
C(21)-C(22)-C(23)-C(30)
C(28)-C(22)-C(23)-C(24)
C(21)-C(22)-C(23)-C(24)
C(29)-C(23)-C(24)-C(27)
C(30)-C(23)-C(24)-C(27)
C(22)-C(23)-C(24)-C(27)
C(29)-C(23)-C(24)-C(25)
C(30)-C(23)-C(24)-C(25)
C(22)-C(23)-C(24)-C(25)
C(27)-C(24)-C(25)-C(26)
C(23)-C(24)-C(25)-C(26)
0(3)-C(21)-C(26)-C(25)
C(22)-C(21)-C(26)-C(25)

-160.7(3)

72.03)
-34.7(3)
-1.93)
179.5(2)
-54.0(3)
57.4(3)
-57.6(3)
56.5(3)
21.9(5)

-151.1(3)

103.3(3)
160.0(3)
30.7(3)
-74.9(3)
-50.6(4)
127.4(3)
70.5(4)

“111.4(3)
-173.0(3)

5.13)
66.9(3)
-53.8(3)

-176.2(2)

-38.9(3)

-159.6(3)

78.0(3)
35.8(3)
-70.9(3)

-162.8(3)

69.7(3)
-36.53)
0.1(3)
179.7(2)
-52.7(2)
57.93)
-57.3(3)
56.7(3)
-16.9(5)

-146.3(4)

107.6(4)
164.3(3)
34.8(3)
71.2(3)
64.5(5)

-116.6(3)

-56.4(5)
122.43)

-178.3(4)

0.5(3)
82.1(3)

-155.8(3)

-35.7(3)

-172.0(2)

-49.9(3)
70.2(3)
37.93)
-69.1(3)

-160.2(2)

71.8(3)
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C(27)-C(21)-C(26)-C(25)
C(24)-C(25)-C(26)-C(21)
0(3)-C(21)-C(27)-C(24)
C(22)-C(21)-C(27)-C(24)
C(26)-C(21)-C(27)-C(24)
C(25)-C(24)-C(27)-C(21)
C(23)-C(24)-C(27)-C(21)
C(2)-C(1)-0(1)-0(3)
C(7)-C(1)-0(1)-0(3)
C(6)-C(1)-0(1)-0(3)
C(2)-C(1)-0(1)-0(2)#1
C(7)-C(1)-0(1)-0(2)#1
C(6)-C(1)-0(1)-0(2)#1
C(12)-C(11)-0(2)-0(3)
C(17)-C(11)-0(2)-0(3)
C(16)-C(11)-0(2)-0(3)
C(12)-C(11)-0(2)-O(1)#2
C(17)-C(11)-0(2)-0(1)#2
C(16)-C(11)-0(2)-O(1)#2
C(22)-C(21)-0(3)-0(1)
C(27)-C(21)-0(3)-0(1)
C(26)-C(21)-0(3)-0(1)
C(22)-C(21)-0(3)-0(2)
C(27)-C(21)-0(3)-0(2)
C(26)-C(21)-0(3)-0(2)
C(1)-0(1)-0(3)-C(21)
0(2)#1-0(1)-0(3)-C(21)
C(1)-0(1)-0(3)-0(2)
0(2)#1-0(1)-0(3)-0(2)
C(11)-0(2)-0(3)-C(21)
0(1)#2-0(2)-0(3)-C(21)
C(11)-0(2)-0(3)-0(1)
O(1)#2-0(2)-0(3)-0(1)

-34.03)
2.5(3)
177.0Q2)
-55.0(3)
56.5(3)
-57.8(3)
56.1(3)
72.6(3)

-167.69(19)

-50.7(4)
-70.8(3)
49.0(3)
165.92)
-72.13)
48.7(3)
164.9(2)
63.0(3)

-176.20(19)

-59.9(3)
-83.3(3)
37.2(3)
153.12)
87.4(3)

-152.0(2)
-36.1(4)
123.7(3)
-95.9(2)
-49.2(3)

91.22(11)
92.1(3)
-58.8(3)

-96.59(19)

112.43(10)



Symmetry transformations used to generate equivalent atoms: #1 x+1,y,z

Table 7. Hydrogen bonds for 3 [A and °].

#2x-1y,z

D-H..A d(D-H) d(H...A) d(D..A) <(DHA)
O(1)-H(1)...0Q2)#1 0.84 1.93 2.749(3) 163.3
0(2)-H(2A)...0(3) 0.84 1.90 2.736(3) 171.4
0(3)-H(3)...0(1) 0.84 1.90 2.723(3) 168.2

Symmetry transformations used to generate equivalent atoms:

#1 x+l,y,z #2x-1,y,z
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(b) Compound 4

Table 1. Crystal data and structure refinement for km5101.

Identification code km5101

Empirical formula CioH;sO

Formula weight 152.23

Temperature 100(2) K

Wavelength 0.71073 A

Crystal system Tetragonal

Space group P4,2,2

Unit cell dimensions a=10.7633(1) A
c=31.3398(5) A

Volume 3630.67(8) A3

V4 16

Density (calculated) 1.114 Mg/m?

Absorption coefficient 0.069 mm!

F(000) 1344

Crystal size 0.38 x 0.33 x 0.15 mm?

Theta range for data collection 2.00 to 33.14°.

Index ranges -16<=h<=16, -11<=k<=11, -48<=I<=44

Reflections collected 22563

Independent reflections 4009 [R(int) = 0.0324]

Completeness to theta = 33.14° 99.4 %

Absorption correction None

Refinement method Full-matrix least-squares on F2

Data / restraints / parameters 4009/0/234

Goodness-of-fit on F2 1.046

R indices [3345 [>20(1)] R1=10.0482, wR2 = 0.1244

R indices (all data) R1=0.0606, wR2 = 0.1320

Absolute structure parameter Not determined

Largest diff. peak and hole 0.24 and -0.19 e.A

Table 2. Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)
for km5101. U(eq) is defined as one third of the trace of the orthogonalized Ul tensor.

X y z Ul(eq)
o(1) 9615(1) 2151(1) 106(1) 30(1)
C(1)* 8262(2) 3979(3) 56(1) 22(1)
CQ)* 9562(2) 3439(1) 16(1) 20(1)
C3)* 10084(2) 3845(2) -422(1) 26(1)
C(4)* 10267(2) 5265(2) -362(1) 33(1)
C(5) 9833(2) 5488(1) 114(1) 34(1)
C(6) 8409(2) 5352(1) 110(1) 32(1)
C(7)* 10291(2) 4285(2) 333(1) 25(1)
C(8)* 11698(2) 4075(2) 328(1) 37(1)
C(9)* 9843(2) 4156(2) 795(1) 34(1)
C(10) 7199(2) 3314(2) 26(1) 32(1)
0(2) 10774(1) 382(1) 567(1) 32(1)
C(11) 10703(1) 534(2) 1352(1) 28(1)
C(12) 10377(1) -184(1) 949(1) 25(1)
C(13) 10970(2) -1471(2) 1006(1) 37(1)
C(14) 10144(2) -2074(2) 1355(1) 45(1)
C(15) 9189(2) -1055(2) 1453(1) 33(1)
C(16) 9907(2) -35(2) 1702(1) 36(1)
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c(17 8971(1) -435(2) 1014(1) 28(1)

C(18) 8409(2) -1298(2) 679(1) 46(1)

C(19) 8195(2) 759(2) 1033(1) 34(1)

C(20) 11523(2) 1452(2) 1381(1) 39(1)
C(1A)** 8050(20) 3830(20) 51(8) 35(1)
CQA)** 9405(11) 3451(11) 209(4) 35(1)
CBA)** 9644(11) 3779(11) 682(4) 35(1)
C(4A)** 9873(10) 5208(9) 667(3) 35(1)
C(TA)** 10274(10) 4332(10) -42(3) 35(1)
C(8A)** 10056(11) 4331(12) -512(4) 35(1)
C(OA)** 11673(10) 4114(11) 74(4) 35(1)

* Disordered: SOF o = 0.833(3). ** Minor disorder sites SOF =1 - a.

Table 3. Bond lengths [A] and angles [°] for km5101.

O(1)-C(2) 1.4162(18) C(11)-C(20) 1.328(2)
O(1)-C(2A) 1.453(12) C(11)-C(12) 1.520(2)
C(1)-C(10) 1.353(2) C(11)-C(16) 1.521(2)
C(1)-C(6) 1.496(3) C(12)-C(13) 1.536(2)
C(1)-C(2) 1.520(3) C(12)-C(17) 1.551(2)
C(2)-C(3) 1.546(2) C(13)-C(14) 1.552(3)
C(2)-C(7) 1.559(2) C(14)-C(15) 1.534(3)
C(3)-C(4) 1.552(3) C(15)-C(17) 1.548(2)
C4)-C(5) 1.582(3) C(15)-C(16) 1.553(2)
C(5)-C(7A) 1.418(11) C(17)-C(18) 1.527(2)
C(5)-C(6) 1.540(2) C(17)-C(19) 1.534(2)
C(5)-C(7) 1.545(2) C(1A)-C(2A) 1.59(3)
C(5)-C(4A) 1.759(10) C(2A)-C(7A) 1.547(16)
C(6)-C(1A) 1.69(2) C(2A)-C(3A) 1.546(17)
C(7)-C(8) 1.532(3) C(3A)-C(4A) 1.558(15)
C(7)-C(9) 1.534(3) C(7A)-C(8A) 1.494(15)
C(10)-C(1A) 1.079(19) C(7A)-C(9A) 1.567(15)
0(2)-C(12) 1.4105(16)

C(2)-0(1)-C(2A) 25.3(5) C(4)-C(5)-C(4A) 153.6(4)
C(10)-C(1)-C(6) 128.3(2) C(1)-C(6)-C(5) 101.53(15)
C(10)-C(1)-C(2) 124.8(2) C(1)-C(6)-C(1A) 7.0(8)
C(6)-C(1)-C(2) 106.88(14) C(5)-C(6)-C(1A) 108.5(8)
O(1)-C(2)-C(1) 113.25(15) C(8)-C(7)-C(9) 107.80(16)
O(1)-C(2)-C(3) 116.15(14) C(8)-C(7)-C(5) 115.81(16)
C(1)-C(2)-C(3) 107.41(17) C(9)-C(7)-C(5) 113.23(15)
O(1)-C(2)-C(7) 115.07(14) C(8)-C(7)-C(2) 113.91(15)
C(1)-C(2)-C(7) 100.77(14) C(9)-C(7)-C(2) 113.02(15)
C(3)-C(2)-C(7) 102.55(13) C(5)-C(7)-C(2) 92.68(12)
C(2)-C(3)-C(4) 102.51(13) C(1A)-C(10)-C(1) 0.9(15)
C(3)-C(4)-C(5) 103.11(13) C(20)-C(11)-C(12) 126.12(13)
C(7A)-C(5)-C(6) 104.3(4) C(20)-C(11)-C(16) 128.58(14)
C(7A)-C(5)-C(7) 46.4(4) C(12)-C(11)-C(16) 105.29(12)
C(6)-C(5)-C(7) 103.98(13) 0(2)-C(12)-C(11) 114.51(12)
C(7A)-C(5)-C(4) 56.2(4) 0(2)-C(12)-C(13) 111.18(12)
C(6)-C(5)-C(4) 105.77(15) C(11)-C(12)-C(13) 105.49(12)
C(7)-C(5)-C(4) 101.31(13) 0(2)-C(12)-C(17) 118.85(12)
C(7A)-C(5)-C(4A) 100.4(5) C(11)-C(12)-C(17) 101.84(11)
C(6)-C(5)-C(4A) 91.0(4) C(13)-C(12)-C(17) 103.53(12)
C(7)-C(5)-C(4A) 54.0(3) C(12)-C(13)-C(14) 102.68(13)
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C(15)-C(14)-C(13) 103.17(13) O(1)-C(2A)-C(7A) 112.6(9)

C(14)-C(15)-C(17) 103.33(13) 0(1)-C(2A)-C(3A) 114.0(9)
C(14)-C(15)-C(16) 105.84(15) C(7A)-C(2A)-C(3A) 104.3(9)
C(17)-C(15)-C(16) 102.48(13) 0(1)-C(2A)-C(1A) 108.7(10)
C(11)-C(16)-C(15) 101.75(12) C(7A)-C(2A)-C(1A) 103.7(11)
C(18)-C(17)-C(19) 108.71(14) C(3A)-C(2A)-C(1A) 113.1(13)
C(18)-C(17)-C(15) 114.17(14) C(2A)-C(3A)-C(4A) 102.8(9)
C(19)-C(17)-C(15) 114.18(13) C(3A)-C(4A)-C(5) 101.3(7)
C(18)-C(17)-C(12) 113.69(14) C(5)-C(7A)-C(8A) 106.8(9)
C(19)-C(17)-C(12) 113.00(13) C(5)-C(7A)-C(2A) 99.2(7)
C(15)-C(17)-C(12) 92.50(11) C(8A)-C(7A)-C(2A) 114.0(9)
C(10)-C(1A)-C(2A) 132(2) C(5)-C(7A)-C(9A) 112.0(8)
C(10)-C(1A)-C(6) 134(2) C(8A)-C(7A)-C(9A) 112.3(9)
C(2A)-C(1A)-C(6) 90.5(10) C(2A)-C(7A)-C(9A) 111.8(9)

Table 4. Anisotropic displacement parameters (A2x 10%)for km5101. The anisotropic
displacement factor exponent takes the form: -272[ h2a*2U! + ...+ 2 h k a* b* U2 |

Ut U22 U33 U23 U13 U12
o(1) 46(1) 16(1) 28(1) 0(1) 5(1) 1(1)
C(1) 23(1) 21(1) 23(1) 0(1) -1(1) -4(1)
CQ2) 26(1) 14(1) 21(1) -1(1) 3(1) -1(1)
C(3) 34(1) 21(1) 24(1) -1(1) 9(1) 2(1)
C(4) 41(1) 20(1) 37(1) 2(1) 10(1) -4(1)
C(5) 38(1) 18(1) 48(1) -6(1) 5(1) -4(1)
C(6) 34(1) 23(1) 41(1) -1(1) 8(1) 5(1)
C(7) 24(1) 24(1) 28(1) -7(1) 2(1) -3(1)
C(8) 25(1) 45(1) 42(1) -7(1) -1(1) -2(1)
C(9) 36(1) 39(1) 26(1) -9(1) 0(1) -4(1)
C(10) 30(1) 41(1) 25(1) -1(1) 0(1) -6(1)
0(2) 36(1) 41(1) 20(1) 8(1) 7(1) 9(1)
C(11) 25(1) 38(1) 21(1) 4(1) 1(1) -3(1)
C(12) 28(1) 27(1) 20(1) 4(1) 3(1) 3(1)
C(13) 36(1) 33(1) 41(1) 9(1) 4(1) 10(1)
C(14) 40(1) 36(1) 58(1) 20(1) 2(1) 1(1)
C(15) 29(1) 37(1) 31(1) 10(1) 1(1) -6(1)
C(16) 33(1) 55(1) 21(1) 6(1) 2(1) -11(1)
C(17) 27(1) 32(1) 26(1) -1(1) 2(1) -1(1)
C(18) 48(1) 44(1) 45(1) -11(1) -12(1) -3(1)
C(19) 26(1) 38(1) 37(1) 2(1) 2(1) 5(1)
C(20) 39(1) 49(1) 30(1) 1(1) 0(1) -15(1)

Table 5. Hydrogen coordinates ( x 10%) and isotropic displacement parameters (A2x 10%) for km5101.

X y z U(eq)
H(1) 9790(30) 1850(20) -97(7) 53(7)
H(3A) 9487 3667 -655 32
H(3B) 10882 3426 -485 32
H(4A) 9749 5742 -565 39
H(4B) 11149 5502 -401 39
H(5) 10145 6274 246 41
H(6A) 8036 5642 381 39
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H(6B)
H(8A)
H(8B)
H(8C)
H(9A)
H(9B)
H(9C)
H(10A)
H(10B)
HQ)
H(13A)
H(13B)
H(14A)
H(14B)
H(15)
H(16A)
H(16B)
H(18A)
H(18B)
H(18C)
H(19A)
H(19B)
H(19C)
H(20A)
H(20B)
H(3Al)
H(3A2)
H(4A1)
H(4A2)
H(8AI)
H(8A2)
H(8A3)
H(9A1)
H(9A2)
H(9A3)

8033
12096
12020
11879
10121

8934
10189

6418

7233
10370(20)
11844
10941

9733
10637

8417

9334
10425

7542

8881

8443

8141

8590

7358
11968
11664
10381

8914
10689

9210

9388
10819

9818
12198
11883
11814

5813
4646
4227
3216
3357
4196
4833
3724
2438

970(20)
-1402
-1954
-2834
2285
-1357

586
-398

-1475
-2076

-896
1125
1352

564
1714
1846
3334
3575
5430
5670
3746
4079
5167
4633
3237
4334

-131
530
40
411
911
803
967
39
-8
507(6)
1101
737
1247
1611
1598
1827
1931
752
670
398
747
1228
1136
1135
1648
794
862
791
818
-581
-660
-605
-109
29
373

39
56
56
56
51
51
51
38
38

38(6)

44
44
54
54
39
44
44
69
69
69
51
51
51
47
47
42
42
42
42
53
53
53
53
53
53

Table 6. Torsion angles [°] for km5101.

C(2A)-O(1)-C(2)-C(1)
C(2A)-0(1)-C(2)-C(3)
C(2A)-0(1)-C(2)-C(7)
C(10)-C(1)-C(2)-O(1)
C(6)-C(1)-C(2)-0(1)
C(10)-C(1)-C(2)-C(3)
C(6)-C(1)-C(2)-C3)
C(10)-C(1)-C(2)-C(7)
C(6)-C(1)-C(2)-C(7)
O(1)-C(2)-C(3)-C(4)
C(1)-C(2)-C(3)-C(4)
C(7)-C(2)-C(3)-C(4)
C(2)-C(3)-C(4)-C(5)
C(3)-C(4)-C(5)-C(7A)
C(3)-C(4)-C(5)-C(6)
C(3)-C(4)-C(5)-C(7)
C(3)-C(4)-C(5)-C(4A)
C(10)-C(1)-C(6)-C(5)

-63.9(11)
171.0(11)
51.3(11)
-22.9(3)
159.86(17)
106.7(3)
-70.5(2)
-146.4(3)
36.4(2)
-163.08(16)
68.97(18)
-36.72(17)
0.64(19)
24.4(5)
72.41(17)
35.80(18)
55.0(8)
-179.2(3)
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C(2)-C(1)-C(6)-C(5)
C(10)-C(1)-C(6)-C(1A)
C(2)-C(1)-C(6)-C(1A)
C(7A)-C(5)-C(6)-C(1)
C(7)-C(5)-C(6)-C(1)
C(4)-C(5)-C(6)-C(1)
C(4A)-C(5)-C(6)-C(1)
C(7A)-C(5)-C(6)-C(1A)
C(7)-C(5)-C(6)-C(1A)
C(4)-C(5)-C(6)-C(1A)
C(4A)-C(5)-C(6)-C(1A)
C(7A)-C(5)-C(7)-C(8)
C(6)-C(5)-C(7)-C(8)
C(4)-C(5)-C(7)-C(8)
C(4A)-C(5)-C(7)-C(8)
C(7A)-C(5)-C(7)-C(9)
C(6)-C(5)-C(7)-C(9)
C(4)-C(5)-C(7)-C(9)

2.2(2)
2(8)
179(100)
14.4(5)
-33.6(2)
72.72(19)
-86.6(4)
14.6(10)
-33.4(9)
72.9(9)
-86.4(9)
75.4(6)
171.99(15)
62.39(19)
-107.2(5)
-159.3(6)
-62.76(18)
-172.36(15)



C(4A)-C(5)-C(7)-C(9) 18.1(4) C(13)-C(12)-C(17)-C(15) 54.44(13)
C(7A)-C(5)-C(7)-C(2) -42.8(6) C(1)-C(10)-C(1A)-C(2A) 179(100)
C(6)-C(5)-C(7)-C(2) 53.74(15) C(1)-C(10)-C(1A)-C(6) 24(99)
C(4)-C(5)-C(7)-C(2) -55.86(14) C(1)-C(6)-C(1A)-C(10) -177(100)
C(4A)-C(5)-C(7)-C(2) 134.6(5) C(5)-C(6)-C(1A)-C(10) -179(2)
O(1)-C(2)-C(7)-C(8) 64.7(2) C(1)-C(6)-C(1A)-C(2A) 21(7)
C(1)-C(2)-C(7)-C(8) -173.15(18) C(5)-C(6)-C(1A)-C(2A) 19.8(13)
C(3)-C(2)-C(7)-C(8) -62.39(19) C(2)-0(1)-C(2A)-C(7A) -33.0(7)
O(1)-C(2)-C(7)-C(9) -58.8(2) C(2)-0(1)-C(2A)-C(3A) -151.5(17)
C(1)-C(2)-C(7)-C(9) 63.4(2) C(2)-0O(1)-C(2A)-C(1A) 81.3(14)
C(3)-C(2)-C(7)-C(9) 174.13(15) C(10)-C(1A)-C(2A)-0O(1) 32(3)
O(1)-C(2)-C(7)-C(5) -175.50(14) C(6)-C(1A)-C(2A)-O(1) -165.8(9)
C(1)-C(2)-C(7)-C(5) -53.31(16) C(10)-C(1A)-C(2A)-C(7A) 152(2)
C(3)-C(2)-C(7)-C(5) 57.45(14) C(6)-C(1A)-C(2A)-C(7A) -45.8(12)
C(6)-C(1)-C(10)-C(1A) -155(100) C(10)-C(1A)-C(2A)-C(3A) -96(3)
C(2)-C(1)-C(10)-C(1A) 28(100) C(6)-C(1A)-C(2A)-C(3A) 66.6(13)
C(20)-C(11)-C(12)-0(2) -15.4(2) 0O(1)-C(2A)-C(3A)-C(4A) 158.4(8)
C(16)-C(11)-C(12)-0(2) 165.08(13) C(7A)-C(2A)-C(3A)-C(4A) 35.3(11)
C(20)-C(11)-C(12)-C(13) 107.15(19) C(1A)-C(2A)-C(3A)-C(4A) -76.7(13)
C(16)-C(11)-C(12)-C(13) -72.35(15) C(2A)-C(3A)-C(4A)-C(5) -4.5(10)
C(20)-C(11)-C(12)-C(17) -145.02(18) C(7A)-C(5)-C(4A)-C(3A) -29.7(8)
C(16)-C(11)-C(12)-C(17) 35.49(15) C(6)-C(5)-C(4A)-C(3A) 75.0(7)
0(2)-C(12)-C(13)-C(14) -163.82(14) C(7)-C(5)-C(4A)-C(3A) -31.7(5)
C(11)-C(12)-C(13)-C(14) 71.49(16) C(4)-C(5)-C(4A)-C(3A) -55.1(12)
C(17)-C(12)-C(13)-C(14) -35.11(16) C(6)-C(5)-C(7A)-C(8A) 75.3(8)
C(12)-C(13)-C(14)-C(15) -0.12(19) C(7)-C(5)-C(7A)-C(8A) 171.1(11)
C(13)-C(14)-C(15)-C(17) 35.36(18) C(4)-C(5)-C(7A)-C(8A) -24.3(6)
C(13)-C(14)-C(15)-C(16) -71.98(17) C(4A)-C(5)-C(7A)-C(8A) 168.9(8)
C(20)-C(11)-C(16)-C(15) -179.30(18) C(6)-C(5)-C(7A)-C(2A) -43.4(7)
C(12)-C(11)-C(16)-C(15) 0.18(17) C(7)-C(5)-C(7A)-C(2A) 52.5(6)
C(14)-C(15)-C(16)-C(11) 71.99(16) C(4)-C(5)-C(7A)-C(2A) -143.0(8)
C(17)-C(15)-C(16)-C(11) -35.97(16) C(4A)-C(5)-C(7A)-C(2A) 50.3(8)
C(14)-C(15)-C(17)-C(18) 63.04(18) C(6)-C(5)-C(7A)-C(9A) -161.5(6)
C(16)-C(15)-C(17)-C(18) 172.90(15) C(7)-C(5)-C(7A)-C(9A) -65.6(7)
C(14)-C(15)-C(17)-C(19) -171.01(14) C(4)-C(5)-C(7A)-C(9A) 98.9(8)
C(16)-C(15)-C(17)-C(19) -61.15(17) C(4A)-C(5)-C(7A)-C(9A) -67.8(8)
C(14)-C(15)-C(17)-C(12) -54.37(15) O(1)-C(2A)-C(7A)-C(5) 178.5(7)
C(16)-C(15)-C(17)-C(12) 55.48(14) C(3A)-C(2A)-C(7A)-C(5) -57.509)
0(2)-C(12)-C(17)-C(18) 60.45(19) C(1A)-C(2A)-C(7A)-C(5) 61.1(12)
C(11)-C(12)-C(17)-C(18) -172.72(14) 0O(1)-C(2A)-C(7A)-C(8A) 65.4(12)
C(13)-C(12)-C(17)-C(18) -63.39(16) C(3A)-C(2A)-C(7A)-C(8A) -170.6(9)
0(2)-C(12)-C(17)-C(19) -64.07(17) C(1A)-C(2A)-C(7A)-C(8A) -52.0(15)
C(11)-C(12)-C(17)-C(19) 62.75(14) 0O(1)-C(2A)-C(7A)-C(9A) -63.3(11)
C(13)-C(12)-C(17)-C(19) 172.09(12) C(3A)-C(2A)-C(7A)-C(9A) 60.8(11)
0(2)-C(12)-C(17)-C(15) 178.28(13) C(1A)-C(2A)-C(7A)-C(9A) 179.4(12)
C(11)-C(12)-C(17)-C(15) -54.90(13)

Table 7. Hydrogen bonds for km5101 [A and °].

D-H.. A d(D-H) d(H...A) d(D...A) <(DHA)
O(1)-H(1)...0(2)#1 0.74(2) 1.97(3) 2.7076(15) 169(3)
0(2)-H(2)...0(1) 0.79(2) 1.96(2) 2.6956(16) 154(2)

Symmetry transformations used to generate equivalent atoms: #1 y+1,x-1,-z
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