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Molecular packing in 5-benzyl-3-(4-methylphenylamino)-1,5-dihydro-4H-

pyrazolo[3,4-d]pyrimidin-4-one (4d)

Figure S1. Molecular packing in 4d: a view in projection down the b-axis of the unit cell contents. The

N-HN, C-H 0O, C-H 1 and 7 interactions are shown as blue, orange, pink and purple dashed lines,

respectively.

Geometric parameters (A, °) characterizing the identified intermolecular interactions

Interaction (A-HB) H-B AB A-HB Symmetry operation
N31-H31 01 2.589(12) 3.2035(12) 128.0(11) XY, Z
N1-H1nN7 2.061(12) 2.9215(12) 164.4(12) 1-x, 1-y, -z
C32-H3201 2.33 3.2751(14) 178 Yo-x, Yoy, Ya-7
C37-H37bCg3 2.71 3.5213(13) 141 X, 3-Y, -Z
C54-H54Cg(N5,N7,C3a,C4,C6,C7a)
2.76 3.5913(18) 146 1Yo-X, -Yaty, Yo-z
C55-H55 Cg(N1,N2,C3,C3a,C7a)
291 3.7465(15) 147 1Y52-X, -Yaty, Yo-z
Cg(N1,N2,C3,C3a,C7a) Cg(C31-C36)
3.5566(6) 3.46(6) X, -1+y, z
Cg(N5,N7,C3a,C4,C6,C7a) "Cg(C31-C36)
3.3616(6) 5.03(5) X, -1+y, z



Molecular packing in

dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4p)

3-(4-bromophenylamino)-5-(4-methoxylphenyl)-1,5-
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Figure S2. Molecular packing in 4p: a view in projection down the a-axis of the unit-cell contents.

The N-H N, C-H 0O, C-H -z, =7 and Br-O interactions are shown as blue, orange, pink, purple

and olive dashed lines, respectively.

Geometric parameters (A, °) characterizing the identified intermolecular interactions:

Interaction (A—HB) H-B AB A-H-B Symmetry operation
N1-H1n-N7 2.039(18)  2.9005(18) 170.3(19) 3-X, 2-y, 1-z
C32-H32-01 2.37 3.2264(18) 150 1-x, 1-y, 1-z
C33-H33Cg(C51-C56)

2.86 3.6487(16) 142 1-x, 1-y, 1-z
C52-H52-Cg(C31-C36)

2.51 3.2868(16) 139 2-X, 1-y, 1-Z
Cg(N1,N2,C3,C3a,C7a)Cg(N5,N7,C3a,C4,C6,C7a)

3.4144(8) 4.52(8) 2-X, 2-y, 1-Z

C34-Br31--051 3.1620(11) 154.75(6) -14X, Y, 142



Copies of *H and *C NMR spectra for prepared

3,5-disubstituted pyrazolo[3,4-d]pyrimidin-4-ones (4a-t)



5-Benzyl-3-(phenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4a)
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5-Benzyl-3-(phenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4a)
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5-Benzyl-3-(4-chlorophenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4b)
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5-Benzyl-3-(4-bromophenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4c)
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5-Benzyl-3-(4-methylphenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4d)
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5-Benzyl-3-(4-methoxyphenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4e)
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3-(4-Bromophenylamino)-5-(4-fluorobenzyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4f)
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3-(4-Bromophenylamino)-5-(4-chlorobenzyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4g)
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3-(4-Bromophenylamino)-5-(4-methylbenzyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4h)
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3-(4-Chlorophenylamino)-5-(4-picolyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4i)
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3-(4-Bromophenylamino)-5-(4-picolyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4j)
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__j“‘ \ y \UI i
s _‘JL/L: __j
T T T T T T T T T T T T T T T
8.6 8.5 8.4 ¥ -2 .1 8.0 3.5 7.8 7.7 7.6 2.5 7.4 73 ppm
J
- = 4 . o
a( |2 N : ks =
B M L‘ N'( 4 &
|
|
I
|
k |J LA
T T T T T T T T T T T T T T T T
16 15 14 13 11 10 9 8 7 & 5 4 3 2 1 0 Ppm
| | )
g 2lole) (arale 2
2 2122] [F2lE N
E Alslal lslsle a
S maaet I et &
Sl I T~ B o R — -
SaR@ac o & : S puta S A 2
SEBGS 4 an B 3 iNoR<TSen 2
LRmgens o = o > ik S e, £
ehaesss 2 8g o 2 SRaoaans :
V)
[
. C s ‘ ‘ o . il . ,i, J
T T T T T T T T T T T T T T T T T T T ' T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

(>

Current Data Parameters

NAME JN222
EXPNO 3
PROCNO al
F2 - Acquisition Parameters
Date_ 20210921
Time 12.14
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6103.516 Hz
FIDRES 0.083132 Hz
AQ 5.3687091 sec
RG 79.1896
DW 81.920 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO a1l
CHANNEL f1
300.1618536 MHz
1H
13.50 usec

F2 - Processing parameters
SI 536

SF 300.1599982 MHz
WDW EM

SgB 0

LB 0.30 Hz
GR

<)
BRUKER
(><)

.00

Current Data Parameters
NAM] JN.

222
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20210922
Time 11.21
INSTRUM FOURIER300
PROBHD S mm DUL 13C-1
PULPROG 29pg30
TD 65536
SOLVEN' DMSO
NS 3072
Ds 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
AQ 1.3421773 sec
RG 501.187
DW 20.480 usec
DE 6.50 usec
TE 298.3 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001300 sec
D40 0.02898005 sec
L4 40
L5 57
P32 90.00 usec
TDO 3
CHANNEL f1 ==
75.4828392 MHz
13C

SFO2

c2
CPDPRG [2

= CHANNEL f2 ==

13.00
22.00000000 W

300.1612006
1H

waltzle
PCPD2 90.00 usec
PLW2 9.30000019 W
PLW12 0.25149000 W
PLW13 0.12650000 W

- Processing parameters

SI 32768

F 75.4753343 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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3-(4-Methylphenylamino)-5-(4-picolyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4K)

Q T R o n o cwo e~ 3
@ MADOomo: O n o o o0 0~ 5
. hhscunanco E mnbhanea 2
B L N 0 MmN N AN NN 7
N B N e e
I
7.05 (d, J=8.31 Hz, 2 H) gﬁgent Data Param%iﬁ
7.28 (4, J-6.06 Hz, 2 H)
7.55 (d, J=8.28 Hz, 2 H) Exin 1
8.53 (d, J-6.03 Hz, 2 H) RO 1
F2 - Acquisition Parameters
Date_ 20210921
Time 12.05
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG 2g30
TD 65536
l SOLVENT DMSO
i \‘ NS 16
U i | DS 2
/ UFL J\ _&. / SWH 6103.516 Hz
J FIDRES 0.093132 Hz
T T T T T T T T T
8.¢ 8.4 8.2 8.0 7.8 7.6 7.4 7.2 pem 2 SERegi ) =ec
[ 1] DW 81.920 usec
] = 2, 2 i i DE 6.50 usec
s = 5 = = TE 298.2 K
D1 1.00000000 sec
TDO 1
HANNEL £1
SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 usec
PLW1 9.30000019 W
F2 - Processing parameters
ST 65536
SF 300.1599981 MHz
! WDW EM
JF SSB 0
> LB 0.30 Hz
GB 0
T T T T T T T T T T T T T T T T T EG 100
16 15 14 13 12 1 10 9 8 i 3 5 4 3 2 1 0 ppm
|
o aldl  [ofelafv ) o
o =151 [ =] =3 5 o
o alal f=lelele « =
aaaNaRS 9SG o aVvadmu~o ®
LR e o ANORYH®OO o °
$EEgces ®Ed e g S iaiias D 2 BRUKER
o e R i e e a SEMmmmmn Q °
WV NN
0 | Y !
Current Data Parameters
NAME JN130
EXPNO 5
DPROCNO 1
F2 - Acquisition Parameters
Date_ 20210922
Time 2.04
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 24414.063 Hz
FIDRES 0.372529 Hz
| \ 20 1.3421773 sec
I RG 501.187
W i DW 20.480 usec
e DE 6.50 usec
130 128 ppm TE 298.3 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001300 sec
D40 0.02898005 sec
L4 40
L5 57
P32 90.00 usec
TDO 3
CHANNEL f1
75.4828392
13C
13.00 usec
22.00000000 W
CHANNEL f2 = =
SFO02 300.1612006 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 9.30000019 W
PLW12 0.25149000 W
PLW13 0.12650000 W
F2 - Processing parameters
SI 32768
SF 75.4753339 MHz
! WDW EM
SsB 0
T T T T T T T T T T T T T T T T T T T T T T T T LB 1.00 Hz
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm GB 0

pC 1.40



3-(4-Bromophenylamino)-5-(4-phenethyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4l)

BRUKER
2.99 (t, J=7.28 Hz, 2 H) LX)
4.17 (t, J=7.31 Hz, 2 H)
7.41 (d, J=8.94 Hz, 2 H) Current Data Parameters
7.69 (d, J=8B.88 Hz, 2 H) Emsu ._mzzg
FROCHO :

F2 = Acguiszition Parameters

Date_ 20210319
Time 14.54
INSTRUM FOURIER3O0O
PROBHD 5 mm DUL 13C-1
PULFROG zg30
TD 65536

r - - . . - - T T T T T T T T SOLVENT OMSO
7.7 1.8 1.5 7.4 7.3 7.2 ppm 4.3 4.2 4.1 ppm 3.1 3.0 2.9 ppm MS 16
DS 2
- - o o " SWH 6103.516 Hz
= = 1 o > i FIDRES 0.093132 Hz
od jod i al a AQ 5.3687091 sec
RG 5&.008
oW 81.920 usec
DE &6.50 usec
TE 298.2 K
Dl 1.00000000 sec
! TOO 1
|
! CHANNEL f1
| SFO1 300.1618536 MHz
NUC1 1H
Pl 13.50 uszec
i PLW1 3.32000001% W
|
I | | F2 = Processing parameters
I 65536
| 5F 300.1599976 MHz
WDW
= | ss8 0
g e LB 0.30 Hz
GB o
BC 1.00
T T T T T T T T T T T T T T T T T
16 15 14 13 1z 11 10 9 B 7 13 5 4 3 2 1 o ppm
or FMD S A| ’N
o &l == = G = =
= lkeiloileilm il i
cusanwamTne a o (—‘><7
GO~ OoRHrTT * @ © AVO®ONDAD
Srra e R T B MNAR T ®N e o
YooY dridodd s o ? PhanIORnn 8
GHSSShASERE B g sempenc e g BRUKER
AR . N\ |
i (e
Current Data Parameters
NAME JN220
EXPNO 3
PROCNO S
F2 - Acquisition Parameters
Date_ 20210321
Time 22.04
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
' ) ‘ TD 65536
1 I 2
At e, —ecnd I
T T T T
154 152 150  ppm 129 128 ppm
75.4828392 MHz
usec
W
SFO2 300.1612006 MHz
NUC2 H
CPDPRG[2
. " ol e W
T T T T T T T T T T T T T T T T T T T T T T T SSB 0 -
250 240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm LB 1.00 Bz



3-(4-Bromophenylamino)-5-(4-methylphenyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4m)

®

=3 TN DM@
o HHOO oo
+ LR
= RN ENENENE N

J=9.27 Hz, 2 H)

o
1=}
5]
S
Data Parameters
JNZ16
5
al
F2 - Acquisition Parameters
Date_ 20210318
Time 13.31
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
Ds 2
SWH €103.516
FIDRES 0.093132
AQ 5.3687091
RG 1 .15
DW
DE
TE 2
D1 1.0000
TDO
CHANNEL
SFO1 300.161
NUC1
Bl 13.50 usec
PLWL 9.30000012% W
F2 - Processing parame
SI 65536
SF 300.15999894 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

12 11 10 | 8 7 6 3 4 3

Ul
= [ARNATS
= EI
5 A lalle

o a

& )

= o

2

Time

INSTRUM

T T T T T T T T T
230 220 210 200 190

110 100 90 80 70 60 50 40 30 20

ng parameters
32768

75.475334
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5-(4-Methoxylphenyl)-3-phenylamino-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4n)

A T T G D mAamoms =
2 LERIOETEnRALT 8 oZEdgsoe E
> NELEYTEEnIETEE 2 Eaneazs g
a e e A A e LR T
6.87
7.08
T7.26
7.41
T7.66
|
|
7.8 7.7 7.4 7.5 7.4 7.3 7.2 7.1 7.0 &.9 6.8 ppm
ﬁﬂl,» wnrﬁﬂr \Eﬁ ﬁﬂﬁ
= = = =
™ a ™ Y o
| [ I
I
] ! ,
L 1 — |
. : : : - - - : : . : : - -
16 15 14 13 11 10 9 8 7 & 4 3 2 0 ppm
jmr AQAM% "
= EEEEEE 2
= I 1 4 ) B P ™~
L
NINSSI RS2 203 o - o
g SN2z nes g
Srbar o emm s ; :
AmmesT aaa28% o R -
e A A -3 neTMmmmmamm [
i T | r T
152 150 ppm 130 129 128 ppm
240 230 220 210 200 1%0 180 170 160 150 140 130 120 110 100 90 80 T0 60 S0 40 k() 20 10 0 ppm

C><)
BRUKER
tt_A.::><:;-:)

Current Data Parameters

HAME JN123
EXPNO 21
PROCNO 1

F2 = Acguisition Parameters
Date_ 20201016
Time 10.1e
INSTRUM FOURIER3OO
PROBHD 5 mm DUL 13C=-1
PULPROG zg30

TD 65536
SOLVENT DMS0

NS 1&

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 31.623

oW 81.920 usec
DE £.50 usec
TE 298.2 K
Dl 1.00000000 sec
TDO 1
mmmmmsms CHANNEL fl ssssss=e
SFOL 300.1618536 MHz
NUCL 1H

Pl 13.50 usec
PLW1 9.30000019 W

F2 = Processing parameters
sI 65536

5F 300.1599983 MHz
WDW

S5B i}

LE 0.30 Hz
GE

BC .00

o)
BRUKER
(<

Current Data Parameters

HAME JHl23
EXENO 2z
PROCHO 1

F2 = Acguisition Parameters
Date_ 20201016
Time 10.25
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C=1
PULPROG zgpg30

T 5536
SOLVENT OMS0

NS 3072

bs 4

SWH 24414.083 Hz
FIDRE. 0.372529 Hz
AQ 1.3421773 sec
RG 501.187

bW 20.480 usec
DE 6.50 usec
TE 29B.3 K
b1 2.00000000 sec
Dll 0.03000000 sec
D3l 0.00001200 sec
D40 0.02E98005 sec
L4

L5 57

P32 30.00 usec
TDO 3
mmmmmmee CHANNEL f1 ==semees
5FO1 T5.4B2B302 MHz
NUC1 13c

158 13.00 usec
PLM 2200000000 W
————— CHANNEL £2 memsmaas
SFO2 300.1612006 MHz
Nuc2 1H
CPDERG([2 waltzlé
PCPDZ 30.00 usec
PLW2 9.30000019 W
PIW12 0.2514%000 W
PLWI13 0.12650000 W

F2 = Processing parameters

sI 32768

SF T5.4753338 MH:z
WowW EM
S85B ]

LB 1.00 H=z
GB ]

rc 1.40
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3-(4-Chlorophenylamino)-5-(4-methoxylphenyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (40)

= MBS e T " A weave b4
= N3L8%55253 3 gmsass E
g NA-F@TMNNO O @ M B nn T T .
a LT ¢ Mo T
7.08 (d, J=8.94 Hz, 2 H)
7.28 (4, J=8.91 Hz, 2 H)
7.40 (4, J=B.88 Hz, 2 H)
7.71 (4, J=8.85 Hz, 2 H) !
T T T T T T T |
B.4 8.2 B.0 7.8 7.6 7.4 7.2 Ppm
T { HEH W
S = =
el e H i
I
|
! iy
1 i l
I
18 15 14 13 12 11 10 9 B 7 6 5 4 3 2 1 1] ppm
- . C.Eiiv rc.
5| = gkl =
= il edbmileiled o
P
NONSND! SRToRS " Py O o
9 s ganon ]
Fesend nosnas ; 2
gongcie apenas B s S
BinRe S Qoo b Beassass ;
ittt
152 150 ppm 130 ppm
A SR SN |J L J‘L‘ L’J i
240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

<)
BRUKER
(>

Current Data Parameters

NAME JN1ZZ2
EXPNO 4
FROCHNO 1

F2 - Acquisition Parameters
Date_ 20200815
Time 10.08
INSTRUM FOURIER300
PFROBHD 5 mm DUL 13C-1
PULFROG zg30

T 65536
SOLVENT DMEO

NS 16

DS 2

SWH 6103.516 Hz
FIDRES 0.093132 Hz
AQ 5.3687091 sec
RG 151.731

D 81.920 usec
LDE 6.50 usec
TE 298.2 K
Dl 1.00000000 sec
TDO 1

CHANNEL £1
300.1618536 MHz
1H
13.50 usec
9.30000019 W
F2? - Processing parameters
51 65536
SF 300.1599%94 MHz
WDW EM
35B 0
LB 0.30 Hz
GB 0
FC 1.00

.
BRUKER
()

Current Data Parameters
=

NAM JN122

EXPNO 6

PROCNO 1

F2 = Acquisition Parameters

Date_ 20200917

Ti 18.05
FOURIER300

PROBHD 5 mm DUL 13C-1

PULPROG zgpg30

65536

SOLVENT DMSO

NS 12288

Ds 4

SWH 24414.063 Hz

FIDRES 0.372529 Hz

Al 1.3421773 sec

RG 501.187

DW 20.480 usec

DE 6.50 usec

TE 298.2 K

D1 2.00000000 sec

D11 0.03000000 sec

D31 0.00001300 sec

D40 0.02898005 sec

L4

L 57

p32 90.00 usec

D0 12

CHANNEL f1

SFO1 75.4828392 MHz

Nuc1 13C

Pl 13.00 usec

PLW1 22.00000000 W

mmmsmsae CHANNEL £2 =sssasae

SFO2 300.1612006 MHz

Nuc2

CPDPRG [2

pcep2 90.00 usec

PLW2 9.30000019 W

PLW12 0.25149000 W

PLW13 0.12650000 w

F2 - Processing parameters

34 32768

SF 75.4753350 MHz

WDW EM

SSB 1)

LB 1.00 Hz

GB 0

PC 1.40
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3-(4-Bromophenylamino)-5-(4-methoxylphenyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4p)

=
ToTTmoTT oo =
MOr T o@D o @ oo & e =
MmO OT Mmoo =y

TERETES SRR =
mmr e LT 1

—_—13.082
—_—3.823

— 3,327

BRUKER
7.08 (d, J=8.88 Hz, 2 H) L)./\J
7.66 (d, J=B.85 Hz, 2 H)

Current Data Parameters

NAME JHZ04
EXFNO 5
PROCHO 1
FZ - Acguisition Parameters
Date_ 20210323
Time 11.41
INSTRUM FOURIER300
PROEHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
T T T T T T T T Ds 2
8.4 B.2 8.0 7.8 7.8 7.4 7.2 Ppm SWH 6103.516 Hz

FIDRES 0.093132 H=z

o =) | | AQ 5.3687091 sec

> i H f RG 160.971

o al = ol D 81.920 usec
DE 6.50 usec
TE 297.9 K
D1 1.00000000 sec
TD0 1

= CHANNEL f1
300.1618536 MHz

1H
13.50 usec
9.3000001% W

] F2 - Processing parameters
sI 65536
! | SF 300.1599994 MHz
1 } / l WDW a
SSB
- | e 1B 0.30 Hz
GB a
T T T T T T T T T T T T T T T T T BC 1.00
16 15 14 13 1z 11 10 9 ] 7 & g 4 3 2 1 0 ppm
i = ] &
- | il led B

GeEEE R H
HEnsasaRS EER O — g
IABERRN8E 298 o b g
SToShoinnT 208 : 8835 8h 3
gEECS HNe 852 o G enasass X
NEVIE RN 11T 1 T | BRUKER

)

Current Data Parameters
NAME JN204
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters

Date 20210323
Time™ 18.05
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
™D 65536
SOLVENT DMSO
NS 12288
Ds 4
SWH 24414.063 Hz
T T T T T

FIDRES 0.372529 Hz
r ; AQ 1.33217;3 sec
153 152 151 1 RG 501.187
PP 132 130 128 ppm on 20.480 usec
DE 6.50 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001300 sec
D40 0.02898005 sec
L4 40
LS 57
P32 90.00 usec
TDO 12
mmmmmmmm CHANNEL £1 mme==e—e——
SFO1 75.4828392 MHz
NUC1 13c
P1 13.00 usec
PLW1 22.00000000 W
wwweeeee CHANNEL f2 weeweees
SFO2 300.1612006 MHz
NUC2 1H
CPDPRG(2 waltzl6
PCPD2 $0.00 usec
PLW2 9.30000019 W
PLW12 0.25149000 w
PLW13 0.12650000 w
F2 - Processing parameters
SF 75.4753352 MHz
WoW EM
T T T T T T T T T T T T T T T T T T T T T T T SSB 0
250 240 230 220 210 200 190 180 170 160 150 140 130 120 20 80 70 &0 50 40 30 20 10 o ppm 1B 1.00 Hz
GB 0
PC 1.40
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5-(4-Methoxylphenyl)-3-(3-methylphenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4q)

E L P EEE e G wrEoTmo- =2
E BERERE R 4 BL23REE g
3 PEgeep sk 4 5 monn= T ?
= B e T - 2 P T
6.6% (d, J=7.41 H=z, 1 H)
T T T T T T T T T T T :
7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.1 7.0 6.9 6.8 £.7 €.6 ppm [
I e : A
= S =
o = I |
1
;o
|
| ) \ I
T T T T T T T T T T T T T T T
16 15 14 13 1z 11 10 g 8 7 € 4 3 H 0 ppm
K \a Hrm]F;W - W
= =B &
I~ S I ET I i 3
MNOMOoO OmMm NO oo -
R RERr feromah @ ~eroamno @ =
I R ) [=} ™M ooy DT D o o
hr-HoOr- A- hooowT M . L ) B g
MW WNT TO N NN A A m H ot oo — (=3
A A A A A A A -3 nEAmmmAnm o 1
T T T T T T T T T T
152 151 ppm 130 129 128 ppm 115 114 ppm
T T T T T T T T T
240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 B8O 70 &0 S0 40 30 20 10 0 gppm

(<)

(>

Current Data Parameters
NAME JHZ03

EXFNO 2

PROCNO 1

F2 - Acquisition Parameters

Date 20210304

Time™ 14.38

INSTRUM FOURIER300

PROEHD 5 mm DUL 13C-1

PULFROG zg30

TD 65536

SOLVENT DMSO

NS 16

DS 2

SHH £103.516 Hz

FIDRES 0.093132 Hz

AQ 5.3687091 sec

RG 56.2431

D 81.920 usec

DE B.50 usec

TE 298.1 K

i 1.00000000 sec

TDD 1
CHANNEL f1

SFO1 300.1618536 MHz

NUC1 1H

Pl 13.50 usec

BLW1 5.30000019 W

F2 - Processing parameters

SI 65536

SF 300.1589988 MHz

WOW

SSB 0

LE 0.30 Hz

GB a

BC 1.00

o)
BRUKER
(>

Current Data Parameters

HAME Ju203
EXENO 4
PROCHO 1

F2 = Acguisition Parameters
Date_ 20210314

Time 12.08
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
BULEROG zgpg30

0 65536
SOLVENT DME0

NS 5120

D3 4

SWH 24414.063 Hz
FIDRES 0_372529 Hz
AD 1.3421773 sec
RG 501.187

bW 20.480 usec
E 6.50 usec
E 288.3 K

bl 200000000 sec
D11 0.03000000 sec
D31 0.00001300 sec
o40 0_028%B005 sec
L4 40

15 57

B32 %0.00 usec
TDO 5

CHANNEL ] ssssssa=
T5.4828392 MHz
13c

13.00 usec
22.00000000 W

CHANNEL f? ssssssas

SFO2 300.1612006 MHz
NuC2 1H
CPDPRG [2 waltzlé
PCPD2 20.00 usec
BLW2 9.32000001% W
PLW12 0_.25149000 W
PLWI13 0.12650000 W

F2 - Processing parameters
s8I 32768

&F T5.4753339 MHz
WO EM

S5B ]

1B 1.00 Hz
GB o

FC 1.40
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5-(4-Methoxylphenyl)-3-(4-methylphenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4r)

w
w e LR L W
@ MmO @ noo®
H NN TMoooo W T
— L e o e ood g

—_—3.822
—3.343

S

2.491
2.235
—-0.000

C><)

(>

Current Data Parameters

7.40 (d, J=8.85 Hz, 2 H)
7.55 (d, J=8.43 Hz, 2 H)

JH205
EXPNO 2
PROCNO 1
! FZ - Acguisition Parameters
Date_ 20210227
Time 14.08
INSTRUM FOURIER3O00
PROBHD 5 mm DUL 13C-1
PULFROG zg30
TD 65536
SOLVENT DMS0
NS 16
oS 2
T T T T T T T T T SWH 6103.516 Hz
7.8 7.7 1.6 7.5 7.4 7.3 7.2 7.1 7.0 ppm , FIDRES 0.063132 Hz
AQ 5.3687091 sec
E X ¥ § o “Ritez
; . a . r -920 usec
- - - = DE 6.50 usec
TE 298.2 K
Dl 1.00000000 sec
TDO 1
! CHANNEL £1
300.1618536 MHz
1H
| 13.50 usec
| y 9.30000019 W
| o | F2 - Processing parameters
SI 65536
SF 300.159%9992 MH=z
WoW EM
L SSB 0
LE 0.30 Hz
GB 0
T T T T T T T T T T T T T T T T T T BC 1.00
16 15 14 13 12 11 10 9 B 3 5 4 2 1 o ppm
=] =] [=[=]=]= & =
| |28 =]
o il eleileal £ e
AO-mT 0 wnoo @mm
N m & Ao we ) W MmwoomTe @ o=
Armor @ fmoo oo - s e o s - -
i e = B H SARAREE = 7 BRI'I‘ER
Current Data Parameters
anzos
EXPNO 4
PROCNO 1
F2 - hcguisition Parameters
Date_ 202103213
Time 13.04
INSTRUM FOURIERIOO
PROBED 5 mm DUL 130=1
PULPROG zgpg30
D 65536
SOLVENT DMEQ
NS 4096
Ds 4
SWH 24414.062 Hz
FIDRES 0.372529 Hz
AaQ 1.3421773 sec
i 501.187
- ) T T T oW 20.480 usec
15z 151 pem 130 129 128 ppm E 6.50 usec
'E 298.3 K
D1 2.00000000 sec
D11 0.03000000 sec
D31 0.00001200 sec
D40 0.02E98005 zec
L4 40
L5 57
P32 90.00 usec
TDO 4
== CHANMEL £1 ==mma=aa
T5.4B28392 MHz
13c
13.00 usec
22.00000000 W
CHANNEL £2
SFO2 300.1612006 MHz
HUC2 1H
CPDPRG[2 waltzlé
pCrD2 30.00 usec
PLW2 9.30000019 W
PLW1Z 0.25149000 W
PLW13 0.12650000 W
F2 - Processing parameters
| | s1 32768
» Wit SF T5.4753245 MHz
WOM EM
=3B [}
T T T T T T T T T T T T T T T T T T T T T T T T 1.00 Hz
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 B® 70 &0 S0 40 3¢ 20 10 0 ppm o 2

FC 1.40



5-(4-Methoxylphenyl)-3-(4-methylphenylamino)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4r)

<)
BRUKER
)

current Data Parameters
v T

ppm %

m

100

120

140

14

13

12

1

10

on Parametars

20220201
L ime 5.03
e 0 S o
PROEED 5 mm DUL 13C-1
PULPROG  hmbogplpndaf
™ 2048
SOLvENT HEO
ne 12
1
® I - 20 516
§ ]
~ 80 £ ]
PLRL 9.30000019 H
camEL £2
75.4828272 MHz
13
12.00 usec
100 22.00000000 W
o
(R
—120 Fe
F1 - Acquisition paramsters
o g 8 ™ 128
sFoL 75.45283 MH=
FIDRES 131.082214 B
sw 222.283 ppm
® 140 Femone oF
F2 - Processing param
1 2048
3001509938 Mz
o . smE
0 B2
0 .
@ ° ¢ —160 L4
F1 - Processing parameters
1 o%e

14

13

12

11

10

oF
75.4753180 Mz
sme

8 7 6 5 4 3 2 1 0  ppm
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3-(2-Methoxylphenylamino)-5-(4-methoxylphenyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4s)

@ =
m PO N OENDNNEM AN A0 NN A U000 NMET AT I NNTN G N 0N OO0 o
o CENN T AMOO - NND OO ONMNEON R0 eN-MOO DM NS00 ® o DanmS
. P4 01 Cd B T e DS D D S T S 0 D O O D 0D 0 I D 7 (D D e e P e T M D N e SO O
- L T T P

6.87 (ddd, J=1.62, 7.64, 7.64 Hz, 1 H)
6.96 (ddd, J=1.41, 7.70, 7.70 Hz, 1 H)
7.01 (dd, J=1.35, 7.89 Hz, 1 H)

7.09 (d, J=9.09 Hz, 2 H) Current Data Parameters

7.42 (d, J=8.85 Hz, 2 H) v 202

N (d, J=8. Zr EXPNO 5
PROCHNO 1
F2Z = Acguisition Parameters
Date_ 20210319
Time 14.45

INSTRUM FOURIER300

PROBHD 5 mm DUL 13C-1

PULFROG zg30

TD 65536

SOLVENT OMS0

NS le

DS 2

SWH 6103.516 Hz
L FIDRES 0.093132 Hz

T T T T T T T T T T

aQ 5.3687091 sec
T T T T T T T _“ 3
8.3 8.z 8.1 B.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 7.2 7.1 7.0 E.3 ppm RG 06.345
- oW 81.920 usec
o - o - - - | LE &€.50 usec
= &l = =l k| =] B = TE 298.2 K
2 = e 2 =l - | Dl 1.00000000 sec
i TDO 1
CHANNEL £1 =
300.1618536 MHz
1H
EtOH 13.50 usec
EtOH ! 9.3000001% W
1
F2 = Processing parameters
51 65536
1 SF 300.15999594 MHz
! WOW B
I 558 i}
] J LB 0.30 Hz
1 W cs o
BC 1.00
T T T T T T T T T T T T T T T T T
16 15 14 13 12 11 10 9 8 7 1] 5 4 3 2 1 0 ppas
= it it i el =
o4 04 1y DD = e T (“m
38583 ZRETENS3 et O o
el i pap st
darw  coooo
Din w0 e nomonooa
8845 83452 RERIRRER

(O

= 157.57
—g2.96

_—-189.22
=
~
-
==
=

38,86
3B.58
—0.00

Current Data Parameters
HAME JN202
EXPHO &
PROCHO L
F2 = RAcquisition Parameters
Date 20210321
Time 18.04
EtOH INSTRUM FOURIER300
PROEHD 5 mm DUL 13C-1
FULPROG zgpg 30
TD 65536
SOLVENT DMS0
NS 40496
DS 1
SWH 24414.063 Hz
FIDRES 0.372529 H=z
AR 1.3421773 sec
—_— T T T LI T L T ! T T T T RG 501.187
154 152 ppm 132 130 pom 122 120 ppm 116 114 ppm 56 55 ppm DW 20.480 usec
DE 6.50 usec
TE 268.3 K
D1 200000000 sec
D1l 0.03000000 sec
D3l 0.00001300 sec
D40 0.028%8005 sec
L4 a0
L5 57
piz S90.00 usec
TDO 1
CHANNEL f1
SFO1 75.4828302 MHz
KUC1 13c
Pl 13.00 usec
PLW1 2200000000 W
CHANNEL £2
SFOZ 300.1612006 MHz
KUz 11
CEDPRG[2 waltzl6
PD2 50.00 usec
PLWZ 9.30000019 W
PLH12 0.25149000 W
PLW13 0.12650000 W
F2 = Processing parameters
51 32768
m SF 75.4753346 MHz
WOH EM
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 558 0
240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 %0 8¢ 7o &0 50 40 30 20 10 0 pp= ég o 1.00 Hz
PC 1.40
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3-(4-Methoxylphenylamino)-5-(4-methoxylphenyl)-1,5-dihydro-4H-pyrazolo[3,4-d]pyrimidin-4-one (4t)

e e - R ] ™ omoed o4 el e

—— 12.8BY
208
103
616
GEE
41B
ELE]
Daz
062
B2
B4Z
104
086
LLE]
D62
823
709
331
181
163
514
508
502
4986
490

——=0.000

C><)

06 2, 2 1) (<O

6.86 (d, J=9

7.08 (d, J=B.93 Hz, 2 H)

7.40 (d, J=8B.87 Hz, 2 H) Current Data Parameters

7.60 (d, J=9.01 Hz, 2 H) e 208
FPROCNO 1

F2 = Acguisition Parameters

Date 20210319

Time 14.49

INSTRUM FOURIERIOO0

PROBHD 5 mm DUL 13C=1

PULPROG zg30

TD 65536

SOLVENT DMS0

NS le

DS 2
e e ! S cLba e ne
1.2 7.1 7. FIDRES 0.093132 Hz

AQ 5.3687091 sec

7.8 7.7 7.6 7.5 7.4 7.3 o 6.9 6.8 ppm
RG B7.9148
= = = ol 81.920 usec
L i~ o ~ al DE &.50 usec

2%B.2 K
1.00000000 sec

D1
DO
mmmmsmeae CHANNEL fl =secs==s
SFO1 300.1618536 MHz
NUCl 11
Pl 13_50 usec
MeOH PLW1 3.2000001% W
MeOH .
F2 = Processing parameters
! I ST 65536
il by SF 300.1593393 MHz
1 ! WOW E
| 558 [
}— ' LB 0.30 Hz
o GB 0
BC 1.00
T T T T T T T T T T T T T T T T T
16 15 14 13 12 11 10 E] E 7 [ s 1 3 2 1 0 ppm
I == o ==
i | |l |eibei|ed o
crwmmno Moo Amn m
S558C°rS S9rm mAam @ wonmmo e o a
o MEN G- " 4@ in a
aEma0s so@m mem i :
ShhER: S8 535 o neconoaons a BR."‘ER
Current Data Parameters
NAME JNZO06
EXPNO [
PROCHD 1
F2 = Acquisition Parameters
Date_ 2021032
Time 5.4
INSTRUM FOURIER300
PROBHD 5 mm DUL 13C-1
PULPROG zgpg3d
TD 65536
SOLVENT IMSO
NS 6144
Ds 4
SHH 24414.063 Hz
FIDRES 0.372529 Hz
s S— AQ 1.3421773 see
1 T ' ' T T 1 T T 1 RG 501.187
193 352 ISLOEE 130 129 ppm 115 114 pem sg 55 pem oW 20.480 usec
DE 6.50 usec
TE 298.3 K
ol 2.00000000 sec
, D11 0.03000000 sec
D31 0.00001300 sec
040 0.0ZB9B005 sec
L4 40
LS 57
P32 90.00 usec
TDO [
mmmmmmee CHANHEL f1 m==e—=——
SFOL 75. 4828392 MHz
HOC1 13C
Fl 13.00 uszec
PLH1 22.00000000 W
| | mmmmmmee CHANHEL {2 mmme——e——
SFD2 300.1612006 MHz
NUC2 1H
1 CPDPRG (2 waltzls
PCPD2 90.00 uszec
i PLHZ 5.3000001%3 W
[ L PLHLZ 0.25145000 W
[ lI | PLWL3 0.12650000 W
Fi = Processing parameters
J sI 32768
- e o e SF 75.4753346 MHz
" . o - o J o o
SSB a
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 B 1.00 Hz
250 240 230 220 210 200 1%0 180 170 160 150 140 130 120 110 100 90 B0 70 &0 50 40 30 20 10 O ppm == 0
PC 1.40
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