HETEROCYCLES, Vol. 87, No. 7, 2013

Supporting Information

Synthesis of Dihydro-1-benzazepines

Meng-Yang Chang,* Chieh-Kai Chan and Shin-Ying Lin
Department of Medicinal and Applied Chemistry, Kaohsiung Medical University, Kaohsiung 807, Taiwan

Additional scanned *H &*C NMR photocopies (pages S-2~S-42); X-ray crystal data of 6h (pages S-43~S-49)

S-1

S-2 (3a) S-3 (3b) S-4 (3c) S-5 (4a) S-6 (4b)
NO, NO, NO, NO, Q NO,
%
O~ O~ O~ Me OH MeG  OH
S-7 (4c) S-8 (5a) S-9 (5b) S-10 (5¢) S-11 (5d)
NO, OMe J\ N
MeO = o MeO _— OW\©
MeO ) \o MeO — MeO =
Me 2 NO,
NO, NO;
S-12 (5e) S-13 (5f) S-14 (59) S-15 (5h) S-16 (5i)
0 o NG ~
o) /m 0 o OMe
oo W o \@\N/ Meow Meow MBOW
NO, NO, NO; NO, NO,
S-17 (5)) S-18 (5k) S-19 (51) S-20 (6a) S-21 (6b)
NO, NO, NO, OMe N
72
O '8 O '8 o Meo\(j\N/ Meo P
MeO  OMe MeO OJ—/ MeO Me NH N
Sy, _Sx
O pn° 0750
S-22 (6¢) S-23 (6d) S-24 (6e) S-25 (6f) S-26 (69)
0 H O
MeO = ) o} O / Q Ph 0o
MeO. = MeO = MeO AN
NH MeO OMe MeO Me
LS NH NH
0750 N =Sy
P O/rl);]o o Pho
S-27 (6h) S-28 (7a) S-29 (7¢) S-30 (7d) S-31 (7e)
o ¥ v |~ 0| D
=
e MeO f MeO \@\N/ o o
MeO. = MeO. =
NH
by o~ PO S g
o°TN0 N _Se. A !
b o5 oho
S-32 (7f) S-33 (7h) S-34 (8a) S-35 (8b) S-36 (8c)
<N -C | LT
Z H MeO > MeO )\ MeO MeO \
N0 \
TS o~ , N N
MeO ) S & o0
OMe 04§P;O ) F‘>ho o°Lo Ph
S-37 (8d) S-38 (8e) S-39 (8f) S-40 (8g) S-41 (8h)
~ ~ | e gl 1 N
o o m MeO \ MeO
Meom Meom MeO N A
A\ A\ \
N N N
N N o '\Dho \ )
) ) PN "o
04"5:;0 oc[‘SJEO O ijho Ph
S-42 (9)
o N\
MeO
NN
oﬁslko
Ph




HETEROCYCLES, Vol. 87, No. 7, 2013

Compound 3a
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sK1911107

Pulse Sequence:
UHITYplus-188
Date: Mov 13 201
Solvent: COC13
Asbient tesperature
Total §4 repetitions
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Pulse Sequence: s2pul
UNITYplus-400 “unityso0”
Date: Mov 13 2012
Solvent: COCI3
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Total 64009 repetitions
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Compound 3b
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Pulse Sequence: sZpul

UNITYplus-408
Date: Nov 28 2012
Solvent: CDC13
Ambient temperature
Total 64 repetitions
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Pulse Sequence: sZpul
UNITYplus-400

Date: Nov 28 2
Solvent: CDC13
Ambient temperature
Total z016 repetitions
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Compound 3c
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Compound 4a

MFO410N

Pulse Sequence: sZpul nmema
UMITYplus=400 “unityddo” . ELE
Date: Jul 21 Zoil .

Solvent: CODCI3
Ambient temperature

Total 64 repetitions
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Pulse Sequence: sZpul
UNITYplus—400 “unitydoe”
Date: Jul 21 2011
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ambient temperature
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sKieii108

Pulse Sequence: sZpul
UNITYplus-408 “unitysoo”
Date: Mov 14 2012
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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Pulse Sequence: sZpul
UNITYplus=400 "unitydon”
Date: Nov 14 2012
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Pulse Sequence: sZpul
UNITYplus-480 “unityd00™
2012
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Total 64 repetitions

HETEROCYCLES, Vol. 87, No. 7, 2013

Compound 4c
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Compound 5a

MFOA1IN

Pulse Sequence: sZpul
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Compound 5b

sK1011222

Pulse Sequence: s2pul
UNITYplus=400 “unityd00"
Date: Dec 28 2012
Solvent: COCI

Ambient temperature
Total 32 repetitions
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S 19 1928

Pulte Sequence: sZpul
UNITYplus-480 “unitydoo”
Date: Oct 73 2012
Solvent: CDC13

Ambient temperature
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Pulse Sequence: sZpul
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Compound 5d

sK1011224

Pulse Sequence: sZpul
UNITYplus=400 “unitydoo™
Date: Jan 7 2013
Solvent: 13
Asbient tesperature
Total 32 repetitions
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Pulse Sequence: sZpul
UNITYplus=408 “unityass”
Date: Jan 7 2013
Solvent: CDC13

Ambient temperature
Total 8224 repetitions
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Compound 5e

sK1020114

Pulse Sequence: sZpul
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Pulse Sequence: sZpul
UNITYplus=480 “unitydeo”
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Compound 5f
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SKSC

Pulse Sequence: sZpul
UNITYplus—400 “unityd00"
Date: Oct 24 2012
Solvent: CDCI13

ambient temperature

Total &4 repetitions
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Pulse Sequence: sZpul

UNITYplus=400
Date: Oct 29 201
Solvent: COCIA
Ambient temperature
Total 48 repetitions
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Pulse Sequence: sZpul
UNITYplus-480 “unity400"
Date: Oct 23 2012
Solvent: CDC13

ambient temperature

Total 1280 repetitions
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Compound 5h
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Pulse Sequence: s2pul
UMITYplus=400 “unity400"
Date: Oct 24 201

tesperature
Total 32 repetitions
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3.963
3.827
3.778
3.774

4.991

ids
5 Kat 2 i
2% =3 an
Di: o 3
2 ] :
2 3
|
11 |
. | ] |
5 e 10 n M
9 8 7. 6 5 4 3 2 1 ppm
p e 3 z el
g B s = T 3z
RO R z 3 i 8
BKIM
Pulse Seguence: s2pul
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Date: Oct 24 2012
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Compound 5j

SK1011109

Pulse Sequence: sZpul
UNITYplus-408  "unitys00"
Date: Nov 14 2012
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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Pulse Sequence: sZpul
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Compound 5l

SE1011129

Pulse Sequence: s2pul

vent: CDC13

ambi temperature
Mercury-400BB  “MercuryPlusd0o”

3.7

Pulse 53.6 degrees
Acq. time 4.002 sec
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FT size §5536
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Pulse Sequence: sZpul

Solvent: COC13
ARbiEnt tEmperature
Mercury-400BB “"MercuryPlusdse”

Pulte 68.7 degrees

Acg. time 1.000 sec

width 25000.0 Mz

1232 repetitions
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DECOUPLE M1, 400.3999572 MHz
Power 38 dB

cont inuous 1y on

WALTZ=16 modulated
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Line broadening 1.0 Hz

FT size 65536

Total time 21 hr, 51 min, 34 sec
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Compound 6a
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Pulse Sequence: sZpul
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Compound 6b
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Pulse Sequence: sZpul ==
UNITYPIUS-400  “unitysss” !
Date: Nov 2 2012 |
Solvent: CDC13 |
Asbient temperature 1
Total 64 repetitions
0
MeO
WH 2
5 H
GI? .
o’lo o
"
=
&3
-
H
]
e
- o .‘
o
LEEE R ~
PRI P g
an R : an
. L) -
™~ T - .
- et
3 8
. e
1l | .
. ,| ﬂ
| | A L .
9 a 7 6 5 a 3 2 1
H A s s 5= 3 b s = 5
" = == = = %4 =
sK1011101
Pulse Sequence: sZpul
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Compound 6¢

Pulse Sequence: sZpul
UNITYplus-400  “unitydoo"
7 2013
0C13

SE1011227-1
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Compound 6d

s2pul

Pulse Sequence:

sKi0zoLL7?
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Compound 6e
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20

40

&0

S-24

100

120

[ =
L&
| e
|
9307 ¥T
vEs 22
| EER'S2
£50°0 N ig e LT
TR0 ———— reocig BEZTBZ
mere— | - EVE' 62
L1576
T B ] 555762
TErT e ——— — FEGT902 9562
9z T— — . } oosgz— [/
{ . £90° 08—
Py = —c— R 859" 1%
™~
LL9°55
s68°2
S06°2 - — 4 FiN 1
E06° 2 o
. ! TR
§54°F ) 997 9L—,
. AL E = 4 Fees DO L L ——
16L°E -5 BIE LL-
RIRE— i b=
== Feecor
e 7} seer
| z5r°0T1
~—, = | 2676 LALRE
i TELT 12T
LT
2067421
J Y e QLB 22T
. —— b e TEQRZT
1 WIE"WIT
] : w2z ezt —
e LR 16 ZET
| zze £l
| B e RLLISET—
PE— N B3 GET
—
. J ] vS2' 9Nt
T ——— F o leeet
— ..|||.i, L fwem :
o - =4 teszz 128° 151
@
v .
=3 & i §
FE-Y 32 8
T - T =
% Sm 50 o §E, b=
23 2= = % 5a 52
 Eely ERE S @ i B h z 2
HPSETH [ § Smie Z-4-&
£ Senas o 2a =8 -
s3 < £ Sega ()
o Fucie =3 5T 588 °Q
% §55."2 m Fac iR o)
AT B 230.d
- e “.. - m - B EE
- o e - - =4
S ZEE2RE = BEasis
% 233882 ¥ zEszds m
% & 53582

140

160

1a0




HETEROCYCLES, Vol. 87, No. 7, 2013

Compound 6f

SK1011114

Pulse Sequence: sZpul
UNITYplus=400 “unitydso”
Date: Nov 16 2012
Solvent: COC13

Ambient tesperature
Total 32 repetitions
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Pulse Sequence: sZpul
UNITYplus-408 "unitydde”
Date: Mov 16 2012
Solvent: CDC13
Ambient tesperature
Total 880 repetitions
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Compound 69

sKio11z17
Pulse Sequence: s2pul ;:
UNITYplus=400 “unitydoo” -
Date: Dec 17 2012 L
Solvent: COCI3 1
It tesperature
64 repetitions
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Pulse Sequence: sZpul
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Pulse Sequence: s2pul
UNITYplus=400 “unfty400"
Date: MWov 12 2012
Solvent: COCIZ

Ambient temperature

Total 64 repetitions
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Compound 6h

3.852

OH |
MeO = |
!
v :
=5 |
i
o Pllo
||
et
223Y na o
b S5 -]
e LT = |
- - . 1 -
=1 - - |
= |
2 | [
| |
|
| I
I
| ’
Lt
Il | |
| | |
L ?ﬂ ke f.
§ )8 Rl I |, IR |
9 a8 7 [ 5 4 3 2 ppm
20.0121.15 11.03 18.97 9.82 19.95
11.12 9.11 9.23 10.90 31.84
\.\!
SEOHBSCI
Pulse Sequence: sZpul
UNITYplus-400 “unitys00™
Date: Mowv 12 2012
Solvent: CDCI3
Ambient temperature
Total 1680 repetitions
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Compound 7a

SKDATH

Pulse Sequence: sZpul
UNITYplus-480 “unitydig”
Date: Dct 18 2012
Solvent: COC13

Ambient temperature

Total &4 repetitions
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Compound 7c¢
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Compound 7d

SK1020118
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Compound 7e
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Compound 7f
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Compound 7i
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SKETGM

Pulse Sequence: sZpul
UNITYplus-400  “unityass”
Date: Oct 18 2012
Solvent: COC13

Asbient tesperature

Total &4 repetitions
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Compound 8a
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Pulse Sequence: sZpul
UNITYplus=400 “unitydoo=
Date: Oct 18 2012
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Compound 8b

SKETOBU

Pulse Sequence: s2pul
UNITYplus=400 “unitydoe=
Date: Nov & 2012
Solvent: COCI3

Ambient temperature

Total €4 repetitions
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Pulse Sequence:
UNITYplus=400
Date: Mov & 281
Solvent: COCI3
Ambient temperature
Total 1568 repetitions
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Compound 8¢

sKiezolol

Pulse Sequence: sZpul
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Pulse Sequence: $2pul

UNITYplus-488 “unitydon®
Date: Jan 28 2013
Solvent: COC13

Ambient temperature

Total &4 repetitions
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Pulse Sequence: szpul

UNITYplus=400 “unity400"
8 2013

Ambient temperature
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Compound 8d
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Compound 8e
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Compound 8f

sk1oM1122

Pulse Sequence: sZpul
UNITYplus-408 “unitys00"
Date: Nov 22 2012
Solvent: CDCI13

Ambient temperature
Total 64 repetitions
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Pulse Sequence: sZpul
UNITYplus=408 “unitydoe®
Date: Nov 22 2012
Solvent: CDC13
ambient temperature
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Pulse Sequence: s2pul
UMITYplus-400 “unity400"
Oate: Dec 28 2012
Solvent: COC13

Zmbient temperature
Total €4 repetitions

OMe Me

156

D‘:;o

MeO.

6.692
6.667

7.260

18.38 -
29.16

sKie11221

Pulse Sequence: sZpul
UNITYplus=200 “unitydde®
Date: Dec 28 2012
Solvent: COC13

Ambient temperature
Total 5040 repetitions

OMe Me

156

MeO.

152.4%4
146.072
142.282
138.9%4
132.541

19.67 |
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10.00 4

132.473

124,703

122.186

Compound 8qg

3.826
3,798

7
10.85 +
9

61.75 ]

—109.848

1.523
1.505

1.253

=
=

£1.078
—55.745
45.453
31,116
-21.732

180 160 lap
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SK1911025-1

Pulse Sequence: sZpul
UNITYplus-480 “unitys00”
Date: Oct 29 2012
Solvent: COC13

Asbient temperature

Total &4 repetitions

oF
\d-)

Iy

25
who

19.96
10.00 {o, |
11.40
894

Compound 8h

.15

40.35

4.328

3.837

35.88

2.8 >

w

20.11

ppm

SK1011025-1

Pulse Sequence: sipul

UNITYplus=208 “unitydoe™
Date: Det 29 2012
Solvent: CDC13

Ambient tesperature
Total 2112 repetitions

uwm

5z,
o P':’

128.842
127.087

126.090

132,387
131.737
LES.TEE
125.294

135.914
133.860

w
"
=

144,336
141.508

152.879

L

109.701

77.318

77.000
76.682
74,188

55.752

49,446

23.248

180 160 140 120

100
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Compound 9
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X-ray crystal data of compound 4h

OH
MeO =

Table 1. Crystal data and structure refinement for mo_130201It_Om.

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

Unit cell dimensions

Volume

4

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 28.27°
Absorption correction

Max. and min. transmission
Refinement method

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

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

Largest diff. peak and hole

mo_1302011t_Om

C16 HI8 N 04 S

320.37

100(2) K

0.71073 A

Orthorhombic

Pbca

a=14.0992(8) A o=90°.
b =14.5823(9) A B=90°.
¢ =15.0416(9) A y=90°.
3092.5(3) A3

8

1.376 Mg/m3

0.227 mm-!

1352

0.3x0.27 x 0.25 mm3

24210 28.27°.

-18<=h<=18, -8<=k<=19, -20<=1<=20
27580

3824 [R(int) = 0.0153]

99.8 %

Semi-empirical from equivalents
0.9804 and 0.8816

Full-matrix least-squares on F2
3824/0/199

1.064

R1 =0.0399, wR2 = 0.1129
R1=0.0439, wR2 = 0.1182

0.788 and -0.822 e.A3
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Table 2. Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

for mo_130201It_Om. U(eq) is defined as one third of the trace of the orthogonalized Uil tensor.

X y z U(eq)
S(1) 5831(1) 1072(1) 5807(1) 14(1)
N(1) 5962(1) -22(1) 6010(1) 15(1)
O(1) 8314(1) -918(1) 8190(1) 21(1)
0(2) 6988(1) -1226(1) 9396(1) 22(1)
0(@3) 6684(1) 1533(1) 6071(1) 18(1)
O(4) 5527(1) 1122(1) 4888(1) 18(1)
C(1) 7386(1) -747(1) 7969(1) 16(1)
C(2) 6665(1) -908(1) 8595(1) 16(1)
C@3) 5724(1) -759(1) 8373(1) 18(1)
C(4) 5503(1) -452(1) 7520(1) 16(1)
C(5) 6218(1) -299(1) 6904(1) 14(1)
C(6) 7180(1) -436(1) 7116(1) 14(1)
C(7) 7969(1) -296(1) 6447(1) 16(1)
C(8) 8249(1) -1182(1) 6003(1) 19(1)
C(9) 8309(1) -1294(1) 5132(1) 30(1)
C(10) 6286(1) -1542(1) 10011(1) 24(1)
C(11) 4908(1) 1484(1) 6490(1) 16(1)
C(12) 5144(1) 1939(1) 7276(1) 20(1)
C(13) 4421(1) 2234(1) 7835(1) 24(1)
C(14) 3479(1) 2076(1) 7608(1) 26(1)
C(15) 3253(1) 1617(1) 6828(1) 26(1)
C(16) 3965(1) 1315(1) 6259(1) 21(1)
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Table 3.  Bond lengths [A] and angles [°] for mo_130201lt_Om.

S(1)-0(3) 1.4329(11)
S(1)-0(4) 1.4505(11)
S(1)-N(1) 1.6351(13)
S(1)-C(11) 1.7632(15)
N(1)-C(5) 1.4501(18)
N(1)-H(1A) 0.8800
0(1)-C(1) 1.3716(17)
O(1)-H(1B) 0.8700
0(2)-C(2) 1.3696(18)
0(2)-C(10) 1.4308(18)
C(1)-C(6) 1.3920(19)
C(1)-C(2) 1.405(2)
C(2)-C(3) 1.385(2)
C(3)-C(4) 1.395(2)
C(3)-H(3B) 0.9500
C(4)-C(5) 1.386(2)
C(4)-H(4B) 0.9735
C(5)-C(6) 1.4077(19)
C(6)-C(7) 1.5137(19)
C(7)-C(8) 1.506(2)
C(7)-H(7A) 0.9900
C(7)-H(7B) 0.9900
C(8)-C(9) 1.323(2)
C(8)-H(8A) 0.9500
C(9)-H(9A) 0.9800
C(9)-H(9B) 0.9800
C(9)-H(9C) 0.9800
C(10)-H(10A) 0.9800
C(10)-H(10B) 0.9800
C(10)-H(10C) 0.9800
C(11)-C(12) 1.395(2)
C(11)-C(16) 1.396(2)
C(12)-C(13) 1.390(2)
C(12)-H(12A) 0.9500
C(13)-C(14) 1.391(3)
C(13)-H(13A) 0.9500
C(14)-C(15) 1.388(3)
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C(14)-H(14A) 0.9500
C(15)-C(16) 1.391(2)
C(15)-H(15A) 0.9500
C(16)-H(16A) 0.9500
0(3)-5(1)-0(4) 119.27(7)
0(3)-S(1)-N(1) 108.14(7)
0(4)-S(1)-N(1) 105.08(6)
0(3)-S(1)-C(11) 107.34(7)
0(4)-S(1)-C(11) 108.67(7)
N(1)-S(1)-C(11) 107.89(7)
C(5)-N(1)-S(1) 118.26(10)
C(5)-N(1)-H(1A) 120.9
S(1)-N(1)-H(1A) 120.9
C(1)-O(1)-H(1B) 108.0
C(2)-0(2)-C(10) 116.67(12)
0(1)-C(1)-C(6) 118.80(13)
0(1)-C(1)-C(2) 119.84(13)
C(6)-C(1)-C(2) 121.35(13)
0(2)-C(2)-C(3) 125.64(13)
0(2)-C(2)-C(1) 113.91(13)
C(3)-C(2)-C(1) 120.44(14)
C(2)-C(3)-C(4) 119.01(13)
C(2)-C(3)-H(3B) 1205
C(4)-C(3)-H(3B) 1205
C(5)-C(4)-C(3) 120.27(13)
C(5)-C(4)-H(4B) 119.9
C(3)-C(4)-H(4B) 119.8
C(4)-C(5)-C(6) 121.79(13)
C(4)-C(5)-N(1) 118.92(13)
C(6)-C(5)-N(1) 119.25(12)
C(1)-C(6)-C(5) 117.13(13)
C(1)-C(6)-C(7) 120.21(12)
C(5)-C(6)-C(7) 122.61(13)
C(8)-C(7)-C(6) 111.88(12)
C(8)-C(7)-H(7A) 109.2
C(6)-C(7)-H(7A) 109.2
C(8)-C(7)-H(7B) 109.2
C(6)-C(7)-H(7B) 109.2
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H(7A)-C(7)-H(7B) 107.9
C(9)-C(8)-C(7) 124.22(15)
C(9)-C(8)-H(8A) 117.9
C(7)-C(8)-H(8A) 117.9
C(8)-C(9)-H(9A) 109.5
C(8)-C(9)-H(9B) 109.5
H(9A)-C(9)-H(9B) 109.5
C(8)-C(9)-H(9C) 109.5
H(9A)-C(9)-H(9C) 109.5
H(9B)-C(9)-H(9C) 109.5
0(2)-C(10)-H(10A) 109.5
0(2)-C(10)-H(10B) 109.5
H(10A)-C(10)-H(10B) 109.5
0(2)-C(10)-H(10C) 109.5
H(10A)-C(10)-H(10C) 109.5
H(10B)-C(10)-H(10C) 109.5
C(12)-C(11)-C(16) 121.45(14)
C(12)-C(11)-S(1) 118.63(12)
C(16)-C(11)-S(1) 119.85(12)
C(13)-C(12)-C(11) 119.03(15)
C(13)-C(12)-H(12A) 120.5
C(11)-C(12)-H(12A) 120.5
C(12)-C(13)-C(14) 120.05(16)
C(12)-C(13)-H(13A) 120.0
C(14)-C(13)-H(13A) 120.0
C(15)-C(14)-C(13) 120.41(15)
C(15)-C(14)-H(14A) 119.8
C(13)-C(14)-H(14A) 119.8
C(14)-C(15)-C(16) 120.46(16)
C(14)-C(15)-H(15A) 119.8
C(16)-C(15)-H(15A) 119.8
C(15)-C(16)-C(11) 118.59(16)
C(15)-C(16)-H(16A) 120.7
C(11)-C(16)-H(16A) 120.7

Symmetry transformations used to generate equivalent atoms:
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Table 4. Anisotropic displacement parameters  (A2x 103) for mo_130201It_Om. The anisotropic

displacement factor exponent takes the form: -2n?[ h2 a*2Ul + ... +2hka* b* U12]

Ull U22 U33 U23 U13 U12
S(1) 13(1) 15(1) 14(1) 0(1) 0(1) 0(1)
N(1) 16(1) 14(1) 14(1) -1(1) -2(1) 0(1)
0(1) 12(1) 32(1) 19(1) 7(1) -2(1) 0(1)
0(2) 18(1) 32(1) 14(1) 5(1) -1(1) -4(1)
0@3) 15(1) 18(1) 20(1) -1(1) -1(1) -3(1)
0(4) 19(1) 21(1) 14(1) 2(1) -1(1) 0(1)
C(1) 12(1) 18(1) 17(1) 0(1) -1(1) -1(1)
C(2) 17(1) 19(1) 14(1) 0(1) -1(1) -3(1)
C(3) 14(1) 22(1) 17(1) 0(1) 2(1) -2(1)
C(4) 12(1) 18(1) 19(1) -1(1) 0(1) 0(1)
C(5) 13(1) 14(1) 15(1) 0(1) -1(1) -1(1)
C(6) 13(1) 14(1) 16(1) 0(1) 1(1) -1(1)
c(7) 12(1) 18(1) 17(1) 2(1) 2(1) 0(1)
Cc(8) 15(1) 20(1) 23(1) 3(1) 2(1) 2(1)
C(9) 36(1) 28(1) 26(1) -2(1) 2(1) 2(1)
C(10) 23(1) 33(1) 16(1) 3(1) 1(1) -11(1)
C(11) 16(1) 15(1) 18(1) 3(1) 2(1) 2(1)
C(12) 23(1) 18(1) 20(1) 0(1) 2(1) 0(1)
C(13) 33(1) 20(1) 20(1) 0(1) 7(1) 2(1)
C(14) 28(1) 22(1) 26(1) 7(1) 11(1) 8(1)
C(15) 17(1) 30(1) 30(1) 6(1) 4(1) 3(1)
C(16) 17(1) 23(1) 23(1) 1(1) 1(1) 1(1)
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Table 5.  Hydrogen coordinates ( x 10%) and isotropic  displacement parameters (A2x 10 3)
for mo_130201It_Om.

X y z U(eq)
H(1A) 5880 -432 5588 18
H(3B) 5236 -864 8797 21
H(7A) 7758 147 5989 19
H(7B) 8528 -32 6752 19
H(8A) 8392 -1692 6372 23
H(9A) 8509 -1924 5001 45
H(9B) 8774 -863 4888 45
H(9C) 7688 -1180 4861 45
H(10A) 6597 -1757 10555 36
H(10B) 5927 -2047 9744 36
H(10C) 5853 -1038 10156 36
H(12A) 5789 2045 7426 24
H(13A) 4571 2543 8373 29
H(14A) 2987 2283 7990 31
H(15A) 2607 1509 6681 31
H(16A) 3813 1000 5725 25
H(4B) 4843 -367 7349 50
H(1B) 8329 -1096 8742 50
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