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Figure 1: 'H NMR spectrum of 8-azidooct-1-ene
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Figure 2: 33C NMR spectrum of 8-azidooct-1-ene
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Figure 4: HRMS (GCMS-EIl) spectrum of 8-azidooct-1-ene
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Figure 3: 13C DEPT NMR spectrum of 8-azidooct-1-ene
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Figure 5: 'H NMR spectrum of compound 4d
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Figure 6: 13C NMR spectrum of compound 4d
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Figure 7: 13C DEPT NMR spectrum of compound 4d
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Figure 8: HRMS spectrum of compound 4d
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Figure 9: 'H NMR spectrum of compound 4e
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Figure 10: 13C NMR spectrum of compound 4e
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Figure 11: 13C DEPT NMR spectrum of compound 4e
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Figure 12: HRMS spectrum of compound 4e
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Figure 14: 13C NMR spectrum of compound 4f
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Figure 13: 'H NMR spectrum of compound 4f
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Figure 15: 13C DEPT NMR spectrum of compound 4f
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Figure 16: HMRS spectrum of compound 4f
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Figure 18: 13C NMR spectrum of compound 4g

S11

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

-2000

20000
19000
18000
17000
16000
15000
14000
13000
12000
11000
10000
9000
8000
7000
6000
5000
4000
3000
2000

1000

r-1000

r-2000

BO104 ARRANTIRY ? BEERAN
NN NNNNNN " ERRERERA R
H1.ab CDCI3 /opt/topspin csap 35 T e N
1
N=N.  Ph
N
5 ~ )
Br 4 3
5
4
1,3
| |
1
|
|
|
1 l Ll j
Iy 3 LI
35 S S 2
e N I ]
T T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
Figure 17: 'H NMR spectrum of compound 4g
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Figure 20: HRMS spectrum of compound 4g
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Figure 21: 'H NMR spectrum of compound 4h
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Figure 22: 13C NMR spectrum of compound 4h
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Figure 23: 13C DEPT NMR spectrum of compound 4h
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Figure 25: 'H NMR spectrum of compound 4i
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Figure 26: 13C NMR spectrum of compound 4i
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Figure 28: HRMS spectrum of compound 4i
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Figure 29: 'H NMR spectrum of compound 2b
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Figure 30: 13C NMR spectrum of compound 2b
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Figure 32: 'H NMR spectrum of compound 3a
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Figure 33: 13C NMR spectrum of compound 3a

S20



B028-51 a2

o
&
%
S

N
&
C13-DEPT135.ab CDCI3 /6pt/,

2 5500

)
o
&

120.60

°
n
=t
o

122.16
34.14
Ed 33.40
31.02
30.96
44
42
06
36
74
14.09
13.66
10.67
10.61
9.97

VA
N

77.17
76.97
76.66
—51.54

spin csap 35

)
<
{
\
L
L
X

5000

4500

4000

3500

3000

2500

2000

1500

1000

L | L

! F-500

r-1000

r-1500

r-2000

r-2500

r-3000

r-3500

r-4000
,

T T T T T T T T T T T T T T T T T T T T T T T T T T T T

140 135 130 125 120 115 110 105 100 95 90 85 80 f175( 7)0 65 60 55 50 45 40 35 30 25 20 15 10 5
ppm

Figure 34: 13C DEPT NMR spectrum of compound 3a
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Figure 35: 'H NMR spectrum of compound 3b
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Figure 36: 13C NMR spectrum of compound 3b
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Figure 37: 13C DEPT NMR spectrum of compound 3b

S24



V Free V Buried V Total V Exact
133.182 46,353 179.535 179.504

¥ _Free %V _Bur % Tot/Ex
74,182 25.818 99,967

Table 1: calculation result of SambVca for 3a (Bondi radii scaled by 1.17 for the atoms, radius of the sphere R = 3.5 A)

Figure 38: X-ray structures of 3a: weak CH/mt interaction
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