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1. X-Ray crystallography data of 5a

Figure S1. X-Ray crystal structure of 5a.

Single crystals of product Sa suitable for X-ray crystallographic analysis were obtained by slow
crystallization from the acetonitrile solution. X-ray diffraction data for 5a were collected on Rigaku
RAPID II Image Plate system using graphite-monochromated CuKa. radiation (A = 1.54187 A) at
173 K. The structure was solved by Sir 2011 and refined on F? using ShelXle. Crystal data for 5a
C17H;5CIINOs: monoclinic, space group P21/c, a=12.6913(3), b= 14.8285(4), c = 18.3997(13) A, a
=90°, B = 104.695(7) °, y = 90°, V = 3349.4(3) A3, Z = 8, 22784 reflections measured, 5815 unique
(4560 I>20/(1)); Rint=0.0780. Rsigma = 0.0834, R; (I>20/(I)) = 0.0595, R1 = 0.0696, wR2.1 = 0.1700.
S = 1.086; Please see the cif for more detailed information: CCDC- 2122170.

2. Mass study

i) Reaction of 7a with 5a and Ph3P

0 Me N [PPhsO+HI™ 750
1.5: -27-9:)5-45\' calcd mass; -7 +
o—-1—nN~ Me Ph.p Lo /’V'f ----- 279.0933 [6a+H]
Me 3 calcd mass;
"o * C o ———— PhPO * N Me 290.0036
t,1h H 08 agss
6
7a a o l ) | 2940808
5a 275 280 285 290 295
ii) Reaction of Pyridine with 5a M
e
+ _
74 \N_|_N)\Me Cl CO,
N e Oty
pZ rt,1h
N
12 Intens.
Not detected xi0#
ii) Reaction of DMAP with 5a
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H NMR (500 MHz, CDCls);

O Me

)\Me

N
H

6a

18¢'L —
g6¢’ Fv

€9¢'v
9/¢'v
68¢'v
68¢'v
c0g'v
(40154
SLEY
6cev

695°G—
090°Z1
€90°Z1
G90°/
890°/
20"/
L20°LA
6L0°L1
180°Z
80"/
060°ZA
Nmo.?ﬁ
56027
160°L
vreL
LYEL
0S€e'L
09€'Z
19",
€9/
ey
elE L
9/€/
8/€/
08€'L
88€e'/
162
ve8'L
058'Z

Foou

LL

=== [a01

i B

F8ie

= 00t

9.5

10.0



1H NMR (500 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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H NMR (500 MHz, CDCls)
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iH NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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TH NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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iH NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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iH NMR (500 MHz, CDCls)
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H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (400 MHz, CDCls)
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13C NMR (100 MHz, CDCls)
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H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (400 MHz, CDCls)
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13C NMR (100 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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iH NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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1H NMR (400 MHz, CDCls)

Cl

8j

Y8y
8E8'Y
962G
00€'S
(4]
92e’'S
¥6€'S
86€'G
LEV'S
'S
186G
¢00'9
€109
9109
8209
0€0'9
0’9
¥¥0'9
9509
6509
120°9
G809
69€°L
68€°L
601°L
€25°L
92G’L
82G°L
1€G°L
€VS'L
9MYS'L
8VG'L
166,
0v6'L
696°L
9€0'8
0v0'8
Sv0'8

TN N e

Fvie

01
- Fovt

== Fuo

Fs0t
Fe01

= S0t

AJ 00t

0.5

1.5 1.0

2.0

T
0 45 4.0 35
f1 Fppm)

55




13C NMR (100 MHz, CDCls)
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13C NMR (100 MHz, CDCls)
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1H NMR (400 MHz, CDCls)
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13C NMR (100 MHz, CDCls)
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1H NMR (500 MHz, CDCls)
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13C NMR (125 MHz, CDCls)
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13C NMR (100 MHz, CDCls)

O Me

H
10b

o2} OO O®
@ NOoNOND A [
[To) OF =N - ~
© OOHOANN ai i
- e < 3\
"y " y " I N IS
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 T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 20 80 70 60 50 40 30 20 10 0 -10

f1 (ppm)



1H NMR (400 MHz, CDCls)
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13C NMR (100 MHz, CDCls)
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1H NMR (400 MHz, CDCls)
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13C NMR (100 MHz, CDCls)
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