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Abstract

118,17 B -dihydroxy-9a-fluoro-17a-methyl -
androst-4-en-3-one (Fluoxymesterone), C,H,,
FO,, orthorhombic, P2,2,2,, a=13.468(5)A, b=
19.554 (2) A, c=6.578(9) A, a=B=7=90°, A (Cu-
Ka)=1.5406 A, D,=1.28gcm™, D.=1.29gcm™ and
Z=4 at T= 298K. The structure was solved by
direct method using seminvariants of ggg parity
group and refined by the full-matrix least-square
method, resulting model with reliability factor
R=0.062 for 1098 unique reflections over 3 ¢. Ring
A is an 18 -2a-half chair, B ring has a highly
symmetrical chair conformation, C ring is in a
distorted chair conformation and D ring is a 13a-
envelope conformation. In the crystal structure,
the molecules are packed with a hydrogen bond of
011—H23:--03(0.5+x, 1.5-y, 1.0~z)(1.94(9) A of
H---0, 2.786(9) A of O---O and 165(8)° of «0O—H
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--+0] and van der Waals forces.
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Table 1. Atomic coordinates(x10) and equivalent iso-

tropic displacement parameters of

fluoxymesterone The e, s, d. 's are in

parentheses,

Ue=1/3 38Uiaavaia; (A% X 107)
aton X y z Uea
C1 3153(5) 7835(3) 3819(13) 43
2 2278(5) 7370(4) 4233(13) 51
3 1318(5) 7708(4) 3676 (14) 52
v 1327(5) 8123(4) 1817 (15) 50
G5 2153(5) 8287(3) 836(13) 42
6 2101(6) 8651(4)  -1199(15) 51
v 2817 (5) Q24200  -1382(13) 50
(8 3875 (5) 9057 (3) -737(14) 2
8 3874 (4) 8722(3) 1387(12) 41
Cl0 3193(4) " 8076(3)  1545(13) 4l
cn 4905 (5) 8641(3) 2419(16) 4
C12 5568 (5) 9285 (4) 2187(15) 5
Ci3 5609 (4) 9551(3) -24(13) 40
Cl4 454108 9694 666012 %
CI5  4647(5)  10100(6) = -2658(15) 54
Cl6 5628(6) - 10496(4)  -2391(16) 62
Ci7 6083(4)  10264(3) -348(14) 48
C18  6137(6) 903349  -1381(17) 63
C19 3523(6) 7488(4) 168(17) 53
C20 5862(6) 10784 (4) 1348(16) 69
F9 3391(3) 9223(2) 2687( 6) H
03 553(4) 7641(3) 4665(11) 75
011 5400 (4) 8056 (3) 1654 (10) 55
017 T150(4)  10243(4) -361(13) 75

* Tables for anisotropic thermal parameters of the
non-hydrogen atoms, coodinates of hydrogen atoms and
structure factor tables are availabel from the

aut hor (KHK)
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Fig 1. Stereoscopic drawing and numbering scheme of

fluoxymesterone, The atoms are shown as 30%
“‘equiprobability ellipsoids with hydrogens as sp-
heres of arbitrary diameter.
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Figure 18] 283} Table 39) HIERZ A B A
A7 gAY C=C o]FA% o] Y= And: 18 2a-
half chair®& Yehded viste 2749 olFZATto
5= fluocinonide” 2] Avial: $hH3t BAL HAE
th 2 A7EAY] Anel s djdeist 2+ half
chairdg¢ YEehlE= cortisol® 9a—fluorocortisolel
AR 7t & dAjsia vt

C6-C72] At ol= 1.510(10) Ao 24 6a Y=ol
€7]7} X8% 6a-methylprednisolone” ol ¥}
19 1546(10)Ast 24T o)A 1.541(9) Al wlate]
AR Fony, BAQA} X$E fluocinonide®] 1.492
(5)ARTH A yepsto oj3e 42 F(H (CH,
&AM AT AR PZ4s of Aol
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Table 2. Bond lengths(A) and bond angles(" ) of fluoxymesterone,

- L5300 e - o 1.569(11) @ -0 1,497(10)
G - o 1.468(11) B3 =03 1.22619) U =G 1.325(10)
G - G 1.517411) G - Cl 1,534(9) 6 - Q 1.510(10)
0 -8 1.530(9) 8 -0 1. 543(10) B - C4 1.535(9)
Qg - Cl0 1,565(9) G - cu 1,554(0) Qg - P9 1.4%(D
o - C19 1.530(11) cl - C1 1,550(9) il - ol 1,41709)
c2 - 3 1,545(12) 3 - Cl4 1.525(9) 13 - C17 1,548()
13 - C18 1.527011) Cl4 - C15 1.539(11) 5 - Clg 1.542(10)
g - C17 1.545(13) 7 - €0 1,539(12) 7 - 07 L437®)
G - -C 136 o -G - 162 G -C -0 13U
G - Cl0 - Cl 10996 % -CG - ¢ 12030 7 - - 1360
B - -0 1306 - Q9 - - 1056 9 - C0-C 10900
g - Cl0. - 5  107.36 o - ¢ - 1236 o - ¢ - ¢ 12360
€0 - ¢ -G 11590 o - 9 -8 11386 Cl - - 11606
Cll - €9 - Clo 1446 C2 - Cll - ¢ 112.96) €3 - Cl2 - Cll 12.80)
Cl3 - Cl4 - (8 11430 C4 - -7 LG Cl4 - 8 - C3 10850
Cl4 - C13 - CI2 106,865 €5 - Cl4 - 8 11660 €5 - Cl4 - CI3 104,05)
Ci6 - CI5 - Cl4 10407 Ci6 - Ci7 - €13 102,8(6) €7 - C13 - €12 U660
Cl7 - CI13 - Ci4  100.8(5) Ci7 - Cl6 - €15 106,9(7) C8 - C13 - €2 110.0(6)
Ci18 - C13 - C14 1350 €8 - CI§ - 7 109.0(6) €9 - Clo - I 110.4(6)
C9 - C10 - G5 - 106.7(6) Cl9 - Clo - 9 113.4(6) 00 - CI7 -'CI3  114,5()
Q0 - C17 - Cl§ 1L1(6) F9 -9 -8 104205 F9 - C9 - Cl0 104005
F9 -9 - Cll 10220 0B -6 - 12330 B -G - 1050
01l - Clt - €9 110.3(6) 01 - Cll - €12 1105() 07 - Cl7 - C3 0 112,88
017 - CI7 - Cl§ U350 017 - C1I7 - €0 102.5(6)
28717} & cortisol?) 1.519A ¥ desozimetas
one'” ] 1.524(8) A% FHEZ U} 20 olA] vl
Table 3. Selected torsion angles (" ) of fluoxymesterone, _
a8 »
ring A ring B Buzlgt Ciele oJAFgoln). o]&e vEPAE
w-n-neo f}gig)) CRRTE Il R A mEel 27 520(7)°, 528(1)EA ol
Q-C-Ch-C5  -104@ 6 -CT-08 -C) 5607 2l A2 60°0) 71719, olE 1ElS) NEHdR
(g -C4-C5-Cl0  -L2(p  C7T -C8-C3 -Cl0  56.1(6) W2l 747t 48.8~56.1°9) 43.1~58.0°2 8 ¥ Y
¢ -G-Cl0-C 1580 8 -(9-Cl0-C5  -5.3(6) A2 o o o] Hils
(2 -Cl-Cl0-C5 4200 G -G-ClO-C9  5L006) A A slet. Bael C5, ¢7, C8, CIOA.ZJ 58
WA C6, C9= Sjolal= 22t 0.574(9) A, 0.659(7)
ring C ring D AThz "olA glon, Caale] C9, Cll, C13, C145 4
Cl-C8 -C9 ~Cll ~46.106) CI7T-CI3-CU-CI5  4570) olX C8 CIZ= $jolel= Zhzt 0.644(8) A, 0.659(9)
@ -0 -ClI-Cl2 410  C3-Cld-Cl5-C6 3106 ) - elo] okzt M1ai7 el AHE Ueh
9 -Cll-Ci2-Cl3 484()  CH-C5-C6-CI7  410) Ak golA glof ezt # el =
Cll1-Cl2-Cl3-Cld 57.200  Cl5-ClE-Cl7-Cl3  23.7(6) 9itt. Dig)le 13a-envelope FEjolt}. C14, C15,
(12-Cl3-Cl4-C8 -68396)  Ci6-Cl7-C13-Clé -42.206) C167 C172 o]2ola WL 0.010(6)~0.030(9)
oG -G R Ael Beldol) HaASBRE olFn o, C13
Cl2-CI3-Cl7-017 81D Cl2-Cl3-Cl7-€0 -36.6() £ 9= 0.689(6) ATrg ot it
Cl4-CI3-Ci7-017 -16£9(7)  Cl4-CI3-CI7-C0 784D C4-C5-C10-Cl19] ¥EQZHe -15.8(7)°|1 C6-
ClI8-CI3-CI7-017 -452(7  C8-CI3-Cl7-C0 -162.008) oo . ol 5 .
C5-Cl6-Ci7-017 M58  CI5-Cl6-CI7-C0 9938 C5-C10-Coe 510(6) 02 zéq‘%“ ol 668 =
2 A9} Big]e quasi-trans junctiono. @ HEHo
9 A4Q1%5
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it} B/Cxagle]l dde C7-C8-C9-C10¢] 56.1(6)°
9} C14-C8-C9-Cl112] -46.1(6)°2}e] jto) 102.2°0]m,
C/Dxgle] 948 C12-C13-C14-C8¢) - 63.9(6)°}
C17-C13-C14-C15¢] 45.7(6)°2}2] §o] 109.670)2%,
Z}+z} trans junctiono]t}. HlA A7} 4AH ol 9
= C10, C13 2 C179] tetrahedral FZojA Ajrd =
o thgt P 10958 VERH, F97} Qe C99) +
ZAM= 109.1°& YERRRIT o] AL BAgizle 94
ghgo] 2a C9-F92] AfZolr} 1455(7)A R vlw
# Z7] gl ofzte] ztol7} vk Pttt
Fluoxymesterone #x}9] FAA+*%E Figure 29
a3 AR A5 FaAReRE @A

Fig 2. Stereoscopic drawing of the molecular packing

with hydrogen bond indicated by dotted lines,
glor, 736 PHo= vepiict. ol e $28%
£ 011-H23---03(0.5+x, 1.5~y, 1.0-z)2& H---0¢]
194(9)A, 0---09) 2.786(9)A 2 <O—H---04] 165
(8)"0lt}. ol¢jol], AA M EAREY HAF C11---03
o] Zol7} 328(1)AE 53] Fow v} 113.2(6)°

ol=& C—H-0 +42%e] 7FsA: 33T & Ut
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