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Supplementary Materials: Synthesis of Bioactive
2-(Arylamino)thiazolo[5,4-flquinazolin-9-ones via
Hiigershoff Reaction or Cu Catalyzed Intramolecular
C-S Bond Formation

Damien Hédou, Carole Dubouilh-Benard, Nadége Loaéc, Laurent Meijer, Corinne Fruit and
Thierry Besson

1H and 3C-NMR Spectra of Compounds 2-6, 7a-1, 8a-m, 10a and 101, 11-13, 14a-f, 15, 16 and 17a-d

Nnennne Teaeney axonpzasog
aRANNSA 853883883888 t 5500

mmmmmmmmmmmmmmmmm

8
8
5¢
5!
5
5
5
87
84
5.76

mmmmmmmmm

5000
4500
4000
OgN /&
2 N
| 3500
N

3000
2500
2000
1500

1000

ﬁ ‘ / “‘ 500
\‘ . B
B

T

1.001
4.07

~-500

T T T T T T T T T T T T T T T T T T T T T T T 1
115 11.0 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00
f1 (ppm)

Figure S1. TH-NMR Compound 2.
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Figure S2. 1H-NMR and 3C-NMR Compound 3.
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Figure S3. 1H-NMR and 3C-NMR Compound 4.
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Figure S4. 1H-NMR and 3C-NMR Compound 5.
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Figure S5. TH-NMR and 3C-NMR Compound 6
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Figure S6. TH-NMR and 13C-NMR Compound 7a
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Figure S7. TH-NMR and 3C-NMR Compound 7b
? 5 59 828299888 ~
g 3 e $8388NYRY a3 2 L 160000
g g £3% BRBEERENE 2 &
Y
150000
140000
130000
PP A
T N 120000
cl s N/)
110000
7b
100000
90000
- 80000
70000
60000
50000
40000
30000
20000
| | o ‘
' ' | ‘ . . I ‘ -
l Ly
+-10000
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 90 80 70 60 50 40 30 20 10 0 -10

f1 (ppm)



Molecules 2016, 21, 794; d0i:10.3390/molecules21060794 S8 o0fS4 8

33 ARG 8ERIZLERAY R REE 888883
EH] SaaRnRRERRIISIRY pRp g 238433
I I e S e ~ 000
3500
o] 3000
H H
T v
S =
F N g
2500
7c
2000
1500
/ r 1000
/ 500
I
Il e
4 Lo
d i s
T T T T T T T T T T T T T T T T T T T 1
2.0 11.5 11.0 10.5 10.0 9.5 9.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
Figure S8. TH-NMR and 3C-NMR Compound 7¢
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Figure S9. 9F-NMR Compound 7c



Molecules 2016, 21, 794; d0i:10.3390/molecules21060794 S10 of S4 8

_-1033
- 10.29
95
93
93
77
74
72
69
66
63
3.7
3.26
3.24
3.23
3.22
11
07
06
03
%
95
%4

2800

;
\
{
é
x

2600
2400

H H //\ 2200

2000

<
Q
=
o=
z
z
Y

7d 1800

r 1600

1400

1200

1000

800

600

400

~—

_
—

z.oz{ — \

1219

T T T T T T T T T T T T T T T T T T T T T T T 1
20 115 110 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00
f1 (ppm)

Figure S10. 1H-NMR and 3C-NMR Compound 7d
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Figure S11. YF-NMR Compound 7d
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Figure S12. 1H-NMR and 3C-NMR Compound 7e
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Figure S13. 1H-NMR and 13C-NMR Compound 7f
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Figure S14. TH-NMR and 13C-NMR Compound 7g
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Figure S16. 1H-NMR and 13C-NMR Compound 7i
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Figure S18. TH-NMR and 13C-NMR Compound 7k
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Figure S20. 1H-NMR Compound 8a
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Figure S21. 'TH-NMR and 3C-NMR Compound 8¢
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Figure S43. 1H-NMR and 3C-NMR Compound 15

— 163.16
— 159.60
- 150.51
147.84
146.83
"\ 145.80
\ 12896
— 124.59
12031
e
111.31

Z

cl Br O :
N)\I//N N
5-S N
15

L

29.68

6.01

S43 0f S4 8

I ouuuu
75000
70000
65000
60000
55000
50000
45000
40000
35000
30000
25000
20000
15000
10000

5000

r-5000

T T T T T T T T T T T T
00 190 180 170 160 150 140 130 120 110 _ 100
f1 (ppm)



Molecules 2016, 21, 794; d0i:10.3390/molecules21060794 S44 of S4 8

NSO\ = e k2100

2000

Dtz moan . coww L
835 5885 ¥338% L0888 2200
238 denn

1900
r 1800
1700
1600
r 1500

s o
N‘f ,A t 1400

r 1300

L

16 1200
1100
r 1000
900
800
700
600
500
400

300

—

200

100

T T T T T T T
11.5 11.0 105 100 95 9.0 8.5

T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00
f1 (ppm)

T ? L F-100
80

Figure S44. 'H-NMR and 3C-NMR Compound 16

22000

160.14
15027
< 149.49
"\ 148.21
— 139.16
_- 13155
— 129.87
~ 127.83
_——115.24
—~ 11353
29.70
5.91

21000

20000

z
(o]

19000

7]
(o]

18000

r4

.

17000

4

16000

=
o

15000

14000

13000

12000

11000

10000

9000

- 8000

7000

6000

5000

4000

, 3000

2000

1000

r-1000

+-2000

T T T T T T T T T T T
00 190 180 170 160 150 140 130 120 110 _ 100 90 80 70 60 50 40 30 20 10
f1 (ppm)



Molecules 2016, 21, 794; d0i:10.3390/molecules21060794 S45 of S4 8

850

8.48
L gas

85
82
49
47
40
38
35
28
26
23
99
— 4.48
3.40
3.39
3
3.34
112
1.10
1.09
1.05

N ga1
27
A
% :
\ |

800

750
N:g\

700

/) 600

17a 550

N

500
k450
400
350
300
250
200
L 150
| I 100
J‘\ k50
- o
T

r-50

T T T T T T
2.0 11.5 11.0 10.5 10.0 9.5 9.0

T T T T T
65 60 55 50 45 40 35 30 25 20 15
f1 (ppm)

- 3.30{
o

0.5 0.0

Figure S45. 'TH-NMR and 3C-NMR Compound 17a

129.
129
128.
127
127
126.
29.66
6.63

40000

— 160.99
— 152.07
146.86
146.80

<
/
Y

38000
36000

@_\ NH, 34000
Ni

32000

N /A 30000

/) 28000

26000
24000
22000
20000
18000
r 16000
14000
12000
10000
8000

6000

4000

2000

-2000

T T T T T T T T T T T T T T T T T T T 1
00 190 180 170 160 150 140 130 120 110 _ 100
f1 (ppm)



Molecules 2016, 21, 794; d0i:10.3390/molecules21060794 S46 of S4 8

238 38 g BASARRBAMARREN 1885888
PR N ] AR BA A NNNNNN NN N Ao d oo | 6000
NZERY N
5500
MesN
NH;
N= 5000
N/ 8 o] ,
N 4500
N
4000
17b
3500
3000
2500
2000
1500
f 1000
J y
500
| |
J o
P 3 E) g
N = N 0 A - -500
T

T T T T T T T T T T T T T T T T T T T T T
20 115 110 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 0.0
f1 (ppm)

Figure S46. 1H-NMR and 13C-NMR Compound 17b
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Figure S47. 'TH-NMR and 3C-NMR Compound 17c¢
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