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1H NMR (500 MHz, CDCl3)
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1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3)

ppm
0.01.02.03.04.05.06.07.08.09.010.0

8.
64

1
8.

62
4

7.
82

6
7.

80
8

7.
79

4
7.

77
8

7.
57

5
7.

56
0

7.
54

5
7.

40
5

7.
38

9
7.

37
5

7.
25

5
7.

25
4

7.
25

0
6.

46
8

6.
22

5

4.
99

2

3.
82

9

2.
39

0

1.00

2.01
1.04
1.03
0.96

0.97
1.01

2.06

2.98

3.05

7.307.407.507.607.707.80

13C NMR (126 MHz, CDCl3)

ppm
013253850637588100113125138150163175188

16
5.

89
0

15
6.

97
9

13
5.

74
3

13
5.

69
0

13
0.

33
4

12
9.

62
3

12
8.

20
2

12
7.

14
6

12
6.

78
4

12
5.

49
8

12
4.

10
2

11
9.

12
8

11
4.

65
5

67
.6

15

52
.0

11

18
.4

34

3ga

SMe
O

CH2
OMe

O



S22

1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3)
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1H NMR (500 MHz, CDCl3)
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1H NMR (500 MHz, CDCl3)
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1H NMR (500 MHz, CDCl3)
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1H NMR (500 MHz, CDCl3)
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1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3) 
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1H NMR (500 MHz, CDCl3) 
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Additional Experiments:

Few independent experiments were performed to know more about our synthetic protocol. 

The experiments are showing below.

Experiment 1: 

TMS

OTf O

SMe

OH

SMe

KF

DMSO, rt

KF
DMSO, rt1a

An independent experiment was performed by using aryne precursor 1a (0.12 mL, 0.5 

mmol), KF (0.116 g, 2 mmol) and DMSO (2 mL) under our optimized reaction conditions. 

Under these conditions, we did not get our expected 2-(methylthio)phenol. However, o-

aryloxydiarylsulphide was isolated, which is already reported by Wang group.1

Experiment 2: 

TMS

OTf

KF

DMSO, rt
CH3Br

OCH3

S
Me1a

Another independent experiment was peformed by using methyl bromide as reactive partner 

instead of activated alkene. In a typical experimential procedure, aryne precursor 1a (0.12 

mL, 0.5 mmol), CH3Br (0.04 mL, 0.75 mmol), KF (0.116 g, 2 mmol) and DMSO (2 mL) 

were treated under our optimized reaction conditions. Under these conditions, we did not get 

the desired product as shown in the above scheme.

Experiment 3: 

SMe

OH

MeOTf

DCE, 60 oC
12 h

S

OH
OTf

Br
CH2

OMe

O

KF, DMSO
rt

O
CH2

OMe

O
SMe

A B

In another experiment, sulfonium salt2 A (0.15 g, 0.5 mmol, 1 equiv) was treated with 

methyl-2-(bromomethyl)acrylate (0.09 mL; 0.75 mmol, 1.5 equiv) and KF (0.116 g, 2 mmol) 

in DMSO (2 mL) under our optimized conditions. Under these conditions, the desired 

product B was not observed. 
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