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"H - NMR of compound 2 (200 MHz, CDCl;)
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13C NMR of compound 2 (50 MHz, CDCl;)
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DEPT-135 NMR of compound 2 (50 MHz, CDCl;)
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"H - NMR of compound 3 (200 MHz, CDCl3)
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3C NMR of compound 3 (50 MHz, CDCl3)
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"H - NMR of compound 6 (200 MHz, CDCls)
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DEPT-135 NMR of compound 6 (50 MHz, CDCl;)
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13C NMR of compound 7 (50 MHz, CDCls3)
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"H - NMR of compound 9 (200 MHz, CDCls)
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DEPT-135 NMR of compound 9 (50 MHz, CDCl;)
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"H - NMR of compound 10 (200 MHz, CDCl5)
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3C NMR of compound 10 (50 MHz, CDCl3)
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"H - NMR of compound 11 (200 MHz, CDCl,)
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DEPT-135 NMR of compound 11 (50 MHz, CDCl;)
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3C NMR of compound 12 (50 MHz, CDCls)
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"H - NMR of compound 13a (400 MHz, CDCls)
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DEPT-135 NMR of compound 13a (100 MHz, CDCl;)
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"H - NMR of compound 14 (400 MHz, CDCl,)
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DEPT-135 NMR of compound 14 (100 MHz, CDCl;)
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"H - NMR of compound 15 (200 MHz, CDCl5)
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3C NMR of compound 15 (50 MHz, CDCls)
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"H - NMR of compound 16 (200 MHz, CDCl5)
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DEPT-135 NMR of compound 16 (50 MHz, CDCl;)
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3C NMR of compound 17 (50 MHz, CDCls)
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"H - NMR of compound 18 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 18 (100 MHz, CDCl;)
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3C NMR of compound 19 (100 MHz, CDCl5)
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"H - NMR of compound 20 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 20 (100 MHz, CDCl;)
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13C NMR of compound 22 (50 MHz, CDCl3)
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DEPT-135 NMR of compound 23 (50 MHz, CDCl;)
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3C NMR of compound 24 (50 MHz, CDCls)
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'"H - NMR of compound 25 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 25 (50 MHz, CDCls)

58'0L—

bS2T
DLLET
65621
T mmﬂw
TH' 0ET .\.
0Z'EET
ST'9ET

@“‘\\cogat

’74 OTBDPS

r
90
f1 (ppm)

100

170 160 150 140 130 120 110

80

'H - NMR of compound 26 (400 MHz, CDCls)

90'0—

€T
ST'T

vt
mNAW
&
mo.mw.
S0°C
STt
vE'C
wm.NW
8€'C
L6'C
wm.NV.
8L'€
08'¢
18°€
€8¢
v8'€
Ty
€'y
mﬂ.vw
9T’V

65°'S
ow.mw.
19'S
89'S
mw.mN
0L'S

9 L—

W\
@‘ CO,Et

OH

Fost
T
61T
Fee

1801

BT

0°T
0°T

9.5 9.0 8.5 8.0 7.5 70 65 6.0 55 5.0 4.5 40 35 3.0 25 2.0 15 1.0 05 00
f1 (ppm)

10.0



13C NMR of compound 26 (100 MHz, CDCl5)
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"H - NMR of compound 27 (400 MHz, CDCl,)
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DEPT-135 NMR of compound 27 (50 MHz, CDCls)

90°T
=] 80T
01’1
L6'T
66T
00°¢
00°¢
10°¢C
10°¢C

’ 0°¢
Ls w G

20

96'6T=— r

[4x4
CE'bE— 20T
Ly'T
8¢
. 8v'¢
08'Er— 6v'C

TS'BE—

40

— 0T
= 12T
05'z
05'C
15°C
15°C
€5°C
b €5°C
09'T9— 60c

0L'€
L€
we

08'€ 4
08'€
184
v8'e
sged
98¢
8¢
ozt
ozt
120
17t
wyd
87'L1
T/
2
T
2L
iR
€L
bl
sz} —
9L
924
924
v
v
8z
8v'
8v'
8v'
6v'2]
6b'2
124
7
(e
[
e
e
€0
o2
e
seed
or¢d

aL'Br—

50

60

70

£ 0L— I

6°0
9°0
16°0

=88°0

S‘D
Ions

E——

a0

f1 (ppm)

100

Sy
1€°C

OF' 6ET=— + =€

i

6F' PET—

OH

150

7

OH
160
OTBDPS

'H - NMR of compound 28 (600 MHz, CDCls)

4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

50 45
f1 (ppm)
S36

100 95 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5

10.5

11.0



3C NMR of compound 28 (50 MHz, CDCls)

8691~
ZE6T
8£'6T
aTLT”

b9 —

383
broa"
19'0L~\
65°9L

mN.RW
o8LL,
78

89°LTT
mm.nw.ﬁ./
S8'6CT
co.omﬁv.
9EEET
8T'HET \y
€0°9€T

-40

-20

20

100 80 60 40

f1 (ppm)

120

OH
200 180 160 140

OTBDPS

220

240

DEPT-135 NMR of compound 28 (50 MHz, CDCl5)

86°9T—
ge'617
9Tz~

P9 —

€9~
P69~
190,

89°LTT
68'LTT

+8'62T
cc.oMH\

€0°9€T

-40

-20

20

100 80 60 40

f1 (ppm)
S37

120

160 140

OTBDPS
OH
200 180

220

240




'H - NMR of compound 29 (600 MHz, CDCls)
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DEPT-135 NMR of compound 29 (50 MHz, CDCl;)

No.ﬁ
20Ty
€074
€0'T
60T+
. r 01'T4
68'C
06'C % A
16'C — — R
£6'C
§6'C
96°C

-10

0

10
J

$5'9T g i i
L0z W
9T'LT~.

66'C
ETE
7€
v'Ed
ve'ed
sTed
sT'Eq
66'€7
66°€9|
00'+1
00't
T0'b
2..;7.
6T '+

07'p
E.L =

TE'F -
€€
€Y
e

8¢,

wie— -— %

18'vr—

Fore

;
J /
[

401
6689 s
DDA = L
5o/

10T
=00'T
=20'T

18]

f1 (ppm)

mo.hmﬁ
NmNNﬁV

mm.ﬂi.
bO0ET,
20'9T L

9L e - T
Ly e Im 829
t.,tﬁ e ey

OTBDPS
OTBDPS

PN

210 200 190 180 170 160 150 140 130 120 110 100 S0 80 70 60 50 40 30 20

L9°L
L9°L

"H - NMR of compound 30 (600 MHz, CDCl5)

1.0 05 0.0

15

S39

70 65 60 55 50 45 40 35 3.0 25 20
f1 (ppm)

10.0 95 90 85 80 75



3C NMR of compound 30 (50 MHz, CDCls)
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'H - NMR of compound 31 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 31 (50 MHz, CDCl;)
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3C NMR of compound 33 (50 MHz, CDCl3)
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"H - NMR of compound 34 (200 MHz, CDCl;)
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DEPT-135 NMR of compound 34 (50 MHz, CDCl;)
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3C NMR of compound 35 (50 MHz, CDCls)
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'H - NMR of compound 36 (400 MHz, CDCl,)
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DEPT-135 NMR of compound 36 (50 MHz, CDCl;)

wel—

wie——

86—

00y ——
96'Ey ——

LBOL——

WLl —

Wit
88°LTI

. g6t

L6'6TI

11°9¢1 =
S¥otl

L6TOT ——

OTBDPS

120

ppm

20

40

60

80

100

80 160 140

“

200

"H - NMR of compound 37 (600 MHz, CDCl5)

20T
£0°T
S0'T
90'T
90'T
0T
T
€71
87T~
€T~
b1
Sb'T
96’1
'
8'T1
ST
574
SS'T ﬁ
SS'T

69'T

ot ﬁ
LT
102
e
e
atf
81T

vE'T
857
097
197
29T
£9°7
£6'2
567
567
967
9L'E
e
8L
874y
L€
L844
1544
1544
8g'L
6E'L
6€'L
([
'L
1
']
'L
Wi
£/
3%
vh'L
L
SHL
0L'L
0Lt
1L
e
WL
[
[

TBDPSO,

#96'C
2-90'6
AoT'T
Fat
5660
=860
660
0T
ws.ﬁ
Loog
ot

60

TooT

Fogs

=06’

0.5

35 30 25 20 15 1.0

45 40

5.0
f1 (ppm)

5.5

6.0

85 80 75 70 65

9.0

00 95

S48



3C NMR of compound 37 (150 MHz, CDCl5)
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'H - NMR of compound 38 (400 MHz, CDCl;)
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DEPT-135 NMR of compound 38 (50 MHz, CDCl;)
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3C NMR of compound 39 (100 MHz, CDCl5)
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'H - NMR of compound 40 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 40 (50 MHz, CDCl;)
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'H - NMR of compound 42 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 42 (150 MHz, CDCl;)
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3C NMR of compound 43 (50 MHz, CDCls)
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"H - NMR of compound 44 (600 MHz, CDCL5)
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DEPT-135 NMR of compound 44 (50 MHz, CDCl;)
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'H - NMR of compound 45 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 45 (50 MHz, CDCl;)
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3C NMR of compound 46 (50 MHz, CDCls)
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"H - NMR of compound 47 (400 MHz, CDCL)
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DEPT-135 NMR of compound 47 (100 MHz, CDCl;)
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3C NMR of compound 48 (100 MHz, CDCl5)
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'H - NMR of compound 49 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 49 (50 MHz, CDCls)
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13C NMR of compound 50 (50 MHz, CDCl3)
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"H - NMR of compound 53 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 53 (50 MHz, CDCl;)
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"H - NMR of compound 54 (400 MHz, CDCl,)
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DEPT-135 NMR of compound 54 (50 MHz, CDCl;)
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3C NMR of compound 55 (100 MHz, CDCl5)
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"H - NMR of compound 56 (200 MHz, CDCl5)
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DEPT-135 NMR of compound 56 (50 MHz, CDCls)
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13C NMR of compound 57 (50 MHz, CDCl3)
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"H - NMR of compound 58 (200 MHz, CDCl5)
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DEPT-135 NMR of compound 58 (50 MHz, CDCl,)
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13C NMR of compound 59 (50 MHz, CDCl3)
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'H - NMR of compound 60 (200 MHz, CDCl,)
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DEPT-135 NMR of compound 60 (50 MHz, CDCl;)
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3C NMR of compound 61 (50 MHz, CDCl3)
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"H - NMR of compound 62 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 62 (100 MHz, CDCl;)
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3C NMR of compound 63 (50 MHz, CDCls)
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"H - NMR of compound 64 (600 MHz, CDCl5)
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DEPT-135 NMR of compound 64 (50 MHz, CDCl,)
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13C NMR of compound 65 (50 MHz, CDCl3)
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'H - NMR of compound 66 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 66 (150 MHz, CDCl;)
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13C NMR of compound 67 (100 MHz, CDCl5)
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'H - NMR of compound 68 (600 MHz, CDCls)
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DEPT-135 NMR of compound 68 (100 MHz, CDCl;)
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13C NMR of compound 69 (100 MHz, CDCl5)
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'H - NMR of compound 70 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 70 (150 MHz, CDCl;)
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'H - NMR of compound 71 (600 MHz, CDCls)

601+
0€'T4
(782
€1
€14
€1
[as
.14
32
e
et
et
v'T
¥2'24
Y224
YT
ST

=

€€
€€
€€
43
43
43
L€
85°€
65°€
19°€
S0y
S0y
90y
90y
L0y
L0t
80"+
80't
€]
€€t
YEb
SE'v
8¢t
8¢t
0v' v
o'+
'S
[A4E
s
€1'5
€1'5
€1'5
€1'S
$T'
ST'S
ST'S 4
17°54
1754
1754
1754
[aA
s
s
s
€7's
€75
vT's4
vT's
ST'S
vL'5

R A

e

—u

—

8.'5
6¢L4

|

7.5

oot
Foo't
Fo0'T

0°'T
0°T

6°T
0°C

0T
0T

0.0

0.5

4.0 3.5 3.0 2.5 2.0 15 1.0

5.5 5.0 4.5
f1 (ppm)

6.0

6.5

7.0

9.5 9.0 8.5 8.0

10.0

S97



3C NMR of compound 71 (150 MHz, CDCl5)
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'H - NMR of compound 72 (400 MHz, CDCls)
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DEPT-135 NMR of compound 72 (125 MHz, CDCl;)
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3C NMR of compound 73 (100 MHz, CDCl5)
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"H - NMR of compound 74 (600 MHz, CDCL)
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DEPT-135 NMR of compound 74 (150 MHz, CDCl5)
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13C NMR of compound 75 (150 MHz, CDCl5)
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"H - NMR of compound 76 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 76 (100 MHz, CDCl;)
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13C NMR of compound 77 (50 MHz, CDCl3)
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"H - NMR of compound 78 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 78 (150 MHz, CDCl;)

S56'6—

T5'92—

L0 Ch—

08'Lb—

0695~
- Yig

5 58—

£0'0L—

OH

‘.

1IOH

OH

a0

10

20

100

110

120

130

140

150

160

170

f1 (ppm)

'H - NMR of compound 79 (400 MHz, CDCls)

at
vﬁ.ﬁv

EE- S
< oF.
af

00'¢
€0'C

@
S
~

o =
-
NN

9T'C
vbE
SP'E
JAR
€9°€
bS'€e

65°€
1184

k]
-
<+ <

ST'v
LTy
St'v
Sv'v

<+ M
nn
<+ <

~ e \2“,#_-_4 |

95’y

€9°'S
L9'S

@
e
n

0L'S

9 L—

I/

S

Boc <

OH

5.5 5.0 45 4.0 3.5
f1 (ppm)

6.0

S109



13C NMR of compound 79 (100 MHz, CDCl5)
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'H - NMR of compound 80 (400 MHz, CDCl,)
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DEPT-135 NMR of compound 80 (50 MHz, CDCl,)
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13C NMR of compound 81 (100 MHz, CDCl5)
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'H - NMR of compound 82 (600 MHz, CDCls)
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DEPT-135 NMR of compound 82 (100 MHz, CDCl;)
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'H - NMR of compound 83 (400 MHz, CDCls)
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13C NMR of compound 83 (150 MHz, CDCl5)
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'H - NMR of compound 84 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 84 (150 MHz, CDCl5)
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'"H - NMR of compound 85 (600 MHz, CDCl;)
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3C NMR of compound 85 (150 MHz, CDCl5)
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'H - NMR of compound 86 (600 MHz, CDCls)

[T+
82T+
87'T
67T+
62T
0€'T+
0€'T
€T
TE'TA
TE T
YA
YA
1T+
8,14
641
08'14
08'14
181
1874
814
8T
€8T
v8'14
8271
8271
62T
627
0£'74
0£'24
0£'7
0£'
1€
1€
€T
€T
€€
8971
697
697
0L
0Lt
1z
12z
wed
wed
€L
x4
a2
Za2
ST
ST
9t
9T+
iad
LT+
YE'v
X2
St
sE'y
€'Y
€'Y
LE£Y
£
8€'h |
166 ]
1€°5
87'L
¥9'64

==~ f—

—

596

NS

OHC,,

6°0
0T

110 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00
f1 (ppm)

11.5

13C NMR of compound 86 (100 MHz, CDCl5)

85'0C
98'0¢:

¥E'EE—

L 5=

ST'bL

STbL
€000 6L'8L
000 :HNW
€000 EVLL

OHC,,

PLO0CT=—

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

$120



DEPT-135 NMR of compound 86 (100 MHz, CDCl;)
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13C NMR of compound 87 (150 MHz, CDCl5)
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'H - NMR of compound 88 (400 MHz, CDCl;)
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DEPT-135 NMR of compound 88 (100 MHz, CDCl;)
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"H - NMR of enantiopure 87 (600 MHz, CDCl;)
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13C NMR of enantiopure 87 (150 MHz, CDCl5)
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'H - NMR of compound 89 (400 MHz, CDCl,)
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DEPT-135 NMR of compound 89 (100 MHz, CDCl;)
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3C NMR of compound 90 (100 MHz, CDCl5)
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"H - NMR of compound 91 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 91 (100 MHz, CDCl5)
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"H - NMR of compound 92 (400 MHz, CDCl5)
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3C NMR of compound 92 (100 MHz, CDCl5)
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"H - NMR of compound 93 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 93 (100 MHz, CDCl5)
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3C NMR of compound 94 (150 MHz, CDCl5)
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"H - NMR of compound 95 (400 MHz, CDCl5)
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DEPT-135 NMR of compound 95 (50 MHz, CDCl;)
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3C NMR of compound 96 (50 MHz, CDCls)
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NOESY Spectrum of compound 96 (600 MHz, CDCl5)
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3C NMR of compound 97 (150 MHz, CDCl5)
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'H - NMR of compound 98 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 98 (150 MHz, CDCl;)
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3C NMR of compound 99 (150 MHz, CDCl5)

8061
om.mﬁV.
mm.mﬁ\

S0°LC—

656 —
88'€h —

0£°0L

o£0L>
€120D 989/
€D B.RW
€120 62°LL

cres/

vS'LTT
vm.mNﬂ/.
L9°6CT
mw.mNﬂV.
6b'EET —

E«Q\
mm.mﬂ\
06'SET

L0 —

OTBDPS

200 190 180 170 160 150 140 130

210

DEPT-135 NMR of compound 99 (150 MHz, CDCl5)

20'61~,_
€L6T"

SOLT—

65" 6E=—
88'Er—

0£°0L
9E'0L

PSLET
PLLET
LYBCT:
ER'BCT
B68'5ET:
06'SET:

OTBDPS

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

S142



'H - NMR of compound 100 (600 MHz, CDCl;)
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DEPT-135 NMR of compound 100 (150 MHz, CDCl;)
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13C NMR of compound 101 (100 MHz, CDCls)
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"H - NMR of compound 102 (600 MHz, CDCls)
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DEPT-135 NMR of compound 102 (100 MHz, CDCl;)
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3C NMR of compound 103 (100 MHz, CDCl;)
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"H - NMR of compound 104a (600 MHz, CDCl5)
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DEPT-135 NMR of compound 104a (100 MHz, CDCl5)
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3C NMR of compound 104b (150 MHz, CDCl3)
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'H - NMR of compound 105 (400 MHz, CDCl;)
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DEPT-135 NMR of compound 105 (100 MHz, CDCl;)
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3C NMR of compound 106 (125 MHz, CDCl;)
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'H - NMR of compound 107 (400 MHz, CDCl;)
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DEPT-135 NMR of compound 107 (100 MHz, CDCl3)
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13C NMR of compound 108 (100 MHz, CDCl;)
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"H - NMR of compound 109 (400 MHz, CDCls)
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DEPT-135 NMR of compound 109 (100 MHz, CDCl;)
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13C NMR of compound 110 (100 MHz, CDCl;)
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Crystal data and structure refinement for compound 31.

X-ray crystal data of compound 31 (the following crystal has been deposited at the
Cambridge Crystallographic Data Centre and has the deposition number CCDC 1402159).

Empirical formula

Formula weight
Temperature

Wavelength

Crystal system, space group
Unit cell dimensions

Volume

Z, Calculated density
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 24.99
Absorption correction

Max. and min. transmission
Refinement method

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

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

Absolute structure parameter
Largest diff. peak and hole

v

ORTEP presentation (drawn at 50% probability)

C7HI1N30
153.19
293(2) K
0.71073 A
Monoclinic, P21/m
a=15.5524(17) A alpha=90°
b=7.337(2) A beta=91.581(7) °
c=9.8713) A gamma = 90 °
402.0(2) A®
2, 1.266 Mg/m’
0.089 mm™"
164
0.2x0.2x0.1 mm’
2.06 to 24.99 °
-6<=h<=6, -8<=k<=8, -11<=l<=11
4269 / 1395 [R(int) = 0.0427]
99.9 %
none
0.9880 and 0.9762
Full-matrix least-squares on F*
1395/1/102
1.050
R1=0.0361, wR2 =0.1209
R1 =0.0480, wR2 = 0.1345
2(3)
0.155 and -0.192 e.A”
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Crystal data and structure refinement for compound 60.

X-ray crystal data of compound 60 (the following crystal has been deposited at the
Cambridge Crystallographic Data Centre and has the deposition number CCDC 1407794)

ORTEP presentation (drawn at 50% probability)

Empirical formula C25 H33 N3 02 Si

Formula weight 435.63

Temperature 293(2) K

Wavelength 0.71073 A

Crystal system, space group Monoclinic, P2(1)

Unit cell dimensions a=10.558(3) A alpha=90°

b=39.473(12) A beta=90°
c=11.458(4) A gamma =90 °

Volume 4775(2) A3

Z, Calculated density 8, 1.212 Mg/m3

Absorption coefficient 0.124 mm™

F(000) 1872

Crystal size 0.14 x 0.11 x 0.09 mm’

Theta range for data collection 1.03 to 25.00 °

Limiting indices -12<=h<=12, -44<=k<=46, -13<=I<=13
Reflections collected / unique 56546 / 15822 [R(int) = 0.1453]
Completeness to theta = 25.00 99.5 %

Absorption correction none

Refinement method Full-matrix least-squares on F*
Data / restraints / parameters 15822/1/1118
Goodness-of-fit on F* 1.052

Final R indices [[>2sigma(I)] R1=0.1078, wR2 = 0.2381

R indices (all data) R1=0.1580, wR2 = 0.2781
Absolute structure parameter 0.42)

Extinction coefficient 0.078(4)

Largest diff. peak and hole 0.852 and -0.687 ¢.A™
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Crystal data and structure refinement for compound 105.

X-ray crystal data of compound 105 (the following crystal has been deposited at the
Cambridge Crystallographic Data Centre and has the deposition number CCDC 1502161)

Empirical formula

Formula weight
Temperature

Wavelength

Crystal system, space group
Unit cell dimensions

Volume

Z, Calculated density
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Limiting indices

Reflections collected / unique
Completeness to theta = 25.00
Absorption correction

Max. and min. transmission
Refinement method

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

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

Absolute structure parameter
Largest diff. peak and hole

ORTEP presentation (drawn at 50% probability)

C26 H32 O3 Si

420.61

293(2) K

0.71073 A

Monoclinic, P21

a=10.523(5) A alpha = 90.000(5) °
b=10.046(5) A beta = 103.959(5) °
c=11.683(5) A gamma = 90.000(5) °
1198.6(10) A °

2, 1.165 Mg/m’

0.121 mm”

452

0.20 x 0.20 x 0.10 mm’

1.80 to 25.00 °

-12<=h<=12, -11<=k<=11, -11<=1<=13
13801 / 4156 [R(int) = 0.0253]

99.8 %

Semi-empirical from equivalents
0.9880 and 0.9762

Full-matrix least-squares on F*
4156/11/276

1.033

R1=0.0352, wR2 = 0.0878
R1=0.0406, wR2 = 0.0917

0.01(11)

0.151 and -0.143 e.A™
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Crystal data and structure refinement for compound 109.

X-ray crystal data of compound 109 (the following crystal has been deposited at the
Cambridge Crystallographic Data Centre and has the deposition number CCDC 1528322)

ORTEP presentation (drawn at 50% probability)

Empirical formula C27 H34 03 Si

Formula weight 434.63

Temperature 293(2) K

Wavelength 0.71073 A

Crystal system, space group Orthorhombic, P2(1)2(1)2(1)
Unit cell dimensions a=38.2816(14) A alpha =90 °

b=11.7445(19) A beta =90 °
c=25.888(4) A gamma =90 °

Volume 2517.9(7) A°

Z, Calculated density 4,1.147 Mg/m3

Absorption coefficient 0.117 mm

F(000) 936

Crystal size 0.20 x 0.20 x 0.10 mm’

Theta range for data collection 1.57t024.99 °

Limiting indices -9<=h<=9, -13<=k<=13, -30<=1<=30
Reflections collected / unique 29078 / 4417 [R(int) = 0.1226]
Completeness to theta = 24.99 100.0 %

Absorption correction Semi-empirical from equivalents
Max. and min. transmission 0.9884 and 0.9769

Refinement method Full-matrix least-squares on F*
Data / restraints / parameters 4417707286

Goodness-of-fit on F* 0.981

Final R indices [I>2sigma(l)] R1=0.0568, wR2 =0.1161

R indices (all data) R1=0.1160, wR2 =0.1396
Absolute structure parameter -0.10(19)

Extinction coefficient 0.0078(12)

Largest diff. peak and hole 0.160 and -0.157 e.A™
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