Electronic Supplementary Material (ESI) for RSC Advances.
This journal is © The Royal Society of Chemistry 2017

Supplementary Information

Microwave-Assisted One-pot Synthesis in Water of
Carbonylpyrazolo[3,4-b]pyridine Derivatives Catalyzed By InCl; and
Sonochemical Assisted Condensation with Aldehydes to obtain new
Chalcone derivatives containing the Pyrazolopyridinic moiety

EfrainPolo ,Karoll Ferrer-Pertuz, Jorge Trilleras, Jairo Quiroga and Margarita Gutiérrez



LST—

T€e—

€T'E
STe—

i

(s

By

2.26

3.25

232

261

| —

20

25

3.0

35

DMSIO—d6

LSC—

Tee—

2.26
=

3.25

Hd

261
=

H 4

222111

216
H

1.01
H

15

20

25

3.0

35

4.0

45

5.0

55

6.0

6.5

7.0

7.5

8.0

8.5

9.0

Fig. S1'H-NMR spectra for 3-methyl-1-phenyl-7,8-dihydrociclohexa[2,3-e]lpyrazolo[3,4-b]pyridin-5(6H)-one (4a).



—129.07
—120.10

—196.49

—163.93
— —150.38
— —145.14
—— —138.74
—— —130.31
— —125.72

———122.85
—— —116.06

200 190 180 170 160 150 140 130 120 110

DMSIO-dG

39.50

39.29

/3970

39.92
3908

—129.07

12572
4013
\-38.87

38.15
33.04

\

—196.49
——21.33

———120.10

— —116.06

— —150.38
—— —145.14
———138.74

L _~130.31

i

L B . S s S S s S S S R S SO B B S S B S S B S S S B B S S B |
200 150 100 50 0

Fig. S2'3C-NMR spectrafor3-methyl-1-phenyl-7,8-dihydrociclohexa[2,3-e]pyrazolo[3,4-b]pyridin-5(6H)-one (4a).
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Fig. S3'H-NMR spectra for 3,7,7-trimethyl-1-phenyl-7,8-dihydrociclohexa[2,3-e]pyrazolo[3,4-b]pyridin-5(6H)-one (4b).
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Fig. S413C-NMR spectrafor 3,7,7-trimethyl-1-phenyl-7,8-dihydrociclohexa[2,3-e]pyrazolo[3,4-b]pyridin-5(6H)-one (4b).
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Fig. S5'H-NMR spectra for 3-methyl-1-phenylnaftalen[2,3-e]pyrazolo[3,4-b]pyridin-5,10-dione (4c).
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Fig. S613C-NMR spectrafor3-methyl-1-phenylnaftalen[2,3-e]pyrazolo[3,4-b]pyridin-5,10-dione (4c).
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Fig. S7*H-NMR spectra for 3-methyl-1-phenyl-6,7-dihydrociclopenta[2,3-e]pyrazolo[3,4-b]pyridin-5(1H)-one (4d).
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Fig. S813C-NMR spectrafor3-methyl-1-phenyl-6,7-dihydrociclopenta[2,3-e]pyrazolo[3,4-b]pyridin-5(1H)-one (4d).
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Fig. S9'H-NMR spectra for 3-methyl-1-phenylindeno[2,3-e]pyrazolo[3,4-b]pyridin-5(1H)-one (4e).
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Fig. S103C-NMR spectrafor3-methyl-1-phenylindeno[2,3-e]pyrazolo[3,4-b]pyridin-5(1H)-one (4e).
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Fig. S11'H-NMR spectraforl-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-il)etanone (4f).
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Fig. S1213C-NMR spectrafor1-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-il)etanone (4f).
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Fig. S13'H-NMR spectrafor3-methyl-1-Phenyl-4,5-dihydro-1H-pyrazol[3,4-b]pyridine (4g).
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Fig. S19'H-NMR spectrafor(E)-6-((benzo[d][1,3]dioxol-5-yl)methylene)-7,8-dihydro-3-methyl-1-phenyl-1H-pyrazolo[3,4-

b]quinolin-5(6H)-one (6a)
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Fig. S20'3C-NMR spectrafor(E)-6-((benzo[d][1,3]dioxol-5-yl)methylene)-7,8-dihydro-3-methyl-1-phenyl-1H-pyrazolo([3,4-
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Fig. S2213C-NMR spectrafor(E)-6-(4-morpholinobenzylidene)-7,8-dihydro-3-methyl-1-phenyl-1H-pyrazolo[3,4-b]quinolin-
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Fig. S36'3C-NMR Spectrafor(E)-6-(3,5-dimethoxybenzylidene)-3-methyl-1-phenyl-1,6,7,8-tetrahydro-5H-pyrazolo[3,4-

b]quinolin-5-one (6i)
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Fig. S37'H-NMR spectrafor(E)-3-methyl-1-phenyl-6-(3,4,5-trimethoxybenzylidene)-1,6,7,8-tetrahydro-5H-pyrazolo[3,4-
blquinolin-5-one (6j)

38



129.00

o)
v N
@« ~
S o
I =
B
o
s
I}
o)
-
o
~ ~ N
~ N S
[se} -~ Yo}
~
- o0
-
«©
e}
) Q 2 A [t} —
N X s 2 g | s
o o >
@ © 3 “C | I =
e © - 3 N & <
@© o
* 3
-
)
-~
" N " - ) [ Py bt o o
Ty Laaite () i LAt L b 1) " L 4 L e bl o ) Lo . 4 Ligd ) L
LU L L L L L L L L L L L
190 180 170 160 150 140 130 120 110
Chloroform-d
1
o
S
-NC
ot
NS
o
S = i
P {
& 3
- %)
v N
L ~
<} o
I -
o
o
-
[30]
0
-~
N
2 ©
o
[N N} 3 ~
N~ Nlo ) o
on~—| v NS -
—o ™ N i ©
© mT‘_ SN
1) © o2 lo|
o ~ 23| ol o
> o Qo o| s
< © = I Q)=
Qg - 3 ‘I— -
= = |
wn
T
| 1 i | . J. .
" . i ot "
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
150 100 50
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Fig. S43'H-NMR spectrafor(E)-6-((5-(4-chlorophenyl)furan-2-yl)methylene)-3-methyl-1-phenyl-1,6,7,8-tetrahydro-5H-
pyrazolo[3,4-b]lquinolin-5-one (6m)

44



— =] < Mo, 0
% P T e e e B = i = = R I Sy =
™~ b o B e e T N T T o O e o O P T TR Y O O e ]
T TR AR
I
|
|
| | 1! |
I |
| I | | | . N I
I " | . | v 1 . | v 1 " I ! 1 - |

130 140 80 70

it b Sulfoxide-dé

14831
—125.20
11754
_~11453
S 11346
— 10757
—-1154

—-24.97

—-5.2q

i L n

T T T T T T T T T T T T T T T T T T T T T T T T
180 170 180 150 140 130 120 110 100 90
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Fig. S5013C-NMR spectrafor(E)-1-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-yl)-3-(4-morpholinophenyl)prop-2-
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Fig. S54'3C-NMR spectrafor(E)-1-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-yl)-3-(4-methoxyphenyl)prop-2-en-
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Fig. S57*H-NMR spectrafor(E)-1-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-yl)-3-(quinolin-3-yl)prop-2-en-1-one
(6m)
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Fig. S5813C-NMR spectrafor(E)-1-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-yl)-3-(quinolin-3-yl)prop-2-en-1-
one (6m)
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Fig. S59'H-NMR spectrafor(E)-1-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-yl)-3-(5-(4-nitrophenyl)furan-2-
yl)prop-2-en-1-one (6n)
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Fig. S603C-NMR spectrafor(E)-1-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-yl)-3-(5-(4-nitrophenyl)furan-2-
yl)prop-2-en-1-one (6n)
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Fig. S6213C-NMR spectrafor(E)-1-(3,6-dimethyl-1-phenyl-1H-pyrazolo[3,4-b]pyridin-5-yl)-3-(4-nitrophenyl)prop-2-en-1-

one (60)



