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Figure. S1. 'H NMR spectra of pyrazoline derivatives (3b-3g and 3i-3l) and **C-NMR spectra of

derivatives 3a-3l.
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Figure. S2. FTIR spectra of pyrazoline derivatives (3a-3l).
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Figure S3. Mass spectra of pyrazoline derivatives (3a-3l).
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Date Acquired:  25.02-2022 16:46:00 IST Date Processed @ 25-02-2022 18:23:30.IST

Column Name : XSELECT PHENYL HEXYL (4.6 X 250 mm)5 4
:_llloblle g‘ahase C: 5mM ABC inwater A:100% ACN
ow rate ¢ 1 ml/min, Temperature: Ambie!
Flow mode : Gradlent Tumerc (%) : 0.0/50.0, 2 0/50 0, 10.0/20.0, 15/05.0, 17.0/05.0, 17.50/50.0. 20.0/50.0

Auto-Scaled Chromatogram

5 I— N
0.50 9
q
Y
o
0.40 f
0.30
2
< 0.20]
~
0.104 8 % B 8
< © - i
b= o e =
0.00 LYY [T LX) L33
——— T T T T T T T 7
0.00 2.00 4,00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

Mnutes

Peak Results
RT Area | % Area

1111.900 32052 1.20

2(13.408 | 2589429 96.83

3/13.869 7716 0.29 ’

4116.177 38247 1.43

5117.390 6715 0.25
3c SAMPLE INFORMATION
Sample Name :  C.3-XBS-ABC Acquired By ~ : SystemHPLC_O1
Vial ; 104 Acq. Method Set : NON POLAR C@A20MIN 40%
Injection # 1 Injection Volume : 3.00 ul
RunTime 20.0 Minutes Proc. Chnl. Descr.. 2998 PDA 254.0 nm (2998
Date Acquired: 24-02-2022 18:46:40 IST Date Processed : 24-02-2022 19:16:50 IST

Column Name : XSELECT PHENYL HEXYL (4.6 X250 mm)S y

Mobile phase : C: 5SmM ABC in water A : 100% ACN

Flow rate © 1 ml/min, Temperature: Ambient

Flow mode : Gradlent Time/C (%) : 0.0/50.0, 2.0/50.0, 10.0/20.0, 15/05.0, 17.0/05.0, 17.50/50.0. 20.0/50.0

Auto-Scaled Chromatogram

0.50
0.40+
o
0.30 ©
[
=
< 0.20
0.10 >
~
=
-
0.00 - 2
r——————T T T T T T
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

Mnutes

Peak Results

RT Area % Area

9.681( 1203403 | 94.65

N

11.791 68016 5.35




3d

SAMPLE |INFORMATION

Sample Name : D-3-XBS-ABC Acquired By . System HPLC_01

Vial 72 Acq. Method Set :  NON POLAR C@A20MIN 40%

Injection # 1 Injection Volume :  3.00 ul

Run Time — 20.0 Minutes Proc. Chnl. Descr.: 2998 PDA 214.0 nm (2998
LDate Acquired:  25.02.2022 17:08:46 IST Date Processed : 25-02-2022 18:21:10 IST

Column Name : XSELECT PHENYL HEXYL (4.6 X250 mm)5 Y
Mobile phase : C: 5mM ABC in water

A:100% ACN

Flow rate © 1 ml/min, Temperature: Ambient
Flowmode : Gradient, Time/C (%) : 0.0/50.0, 2.0/50.0, 10.0/20.0, 15/05.0, 17.0/05.0, 17.50/50.0. 20.0/50.0
Auto-Scaled Chromatogram
0.50
0. ?
0.
5 i
< 0. §
0.10+ ; %g §
= o
o. Ao L3
0.00 2460 4.|00 S G.z)l) o 8.‘00 i I101.00‘ ' I12!00I ’ ‘14{00‘ I16!00I 18!00. I .20.00
Mnutes
Peak Results
RT Area % Area
1[10.694| 65244 149
2(11.041| 32983 0.56
3(12.655| 5782277 | 98.21
4(13.834 6952 0.12
3 SAMPLE INFORMATION
e HPLC_01
Name:  E-3.XBS-ABC Acquired By System i @A20MIN 40%
404 o 49 Acg. Method Set :  NON PIOLAR c
njection Tt : 3.00u
= 1 Injection Volume :
0 Tinsa 20.0 Minutes Proc, Chnl, Descr.: 2998 PDA a0 ;%17( ?39;)8
Date Acquired: 25-02-2022 17:31:29 IST Date Processed : 25-02-2022 18:19:

Column Name : XSE

LECT PHENYL HEXYL (4.6 X250 mm)5

Mobile phase : C: 5mM ABC in water A:100% ACN

Flow rate : 1 ml/min, Temperature: Ambient /50.0
Flowmode : Gradient, Time/C (%) : 0.0/50.0, 2.0/50.0, 10.0/20.0, 16/05.0, 17.0/05.0, 17.50/50.0. 20.0
Auto-Scaled Chromatogram
0.50+
)
0.40- b
0.301
2
< 0.204
0.104
= &
= -
0.00 A ol - =
0.00 2,00 4.00 6.00 8.00 1000 12,00 14.00 16.00 18.00
Minutes
Peak Results
RT Area % Area
1110.912 28696 0.29
211977 70449 0.72
3/12.469| 9692199 | 98.61
4(14.608 11032 0.11
5(14.738 26581 0.27

r=)
20.00



3f SAMPLE INFORMATION

Sample Name :  $3.XBS-ABC Acquired By System HPLC_01 .
Vial 103 Acq. Method Set :  NON POLAR C@A20MIN 40%
Injection # 1 Injection Volume :  3.00 ul

Run Time 20.0 Minutes Proc. Chnl, Descr.: 2998 PDA 258.0 nm (2998
Date Acquired: 23-02-2022 19:17:27 IST Date Processed : 23-02-2022 19:40:37 IST

Column Name : XSELECT PHENYL HEXYL (4.6 X250 mm)5 p
Mobile phase : C: 5mM ABC in water A : 100% ACN

Flow rate ¢ 1 ml/min, Temperature: Ambient
Flox mode : Gradient, Tinzlpcr(%‘)": 0.0/50.0, 2.0/50.0, 10.0/20.0, 15/05.0, 17.0/05.0, 17.50/50.0. 20.0/50.0
Auto-Scaled Chromatogram
0.50
0.401
0301
2
< 0.20] &
L
o
0.104 (QJ‘ 8 A =
(] P~
| B o«
0.00 A=
000 200 400 | 600 "800 "1000 1200 1400 "1600 "1800 12000
Mnutes .
Peak Results
RT Area % Area
1(10.722 2024 0.44
2[11.260 7475 1.63
3|12.592 | 447879 97.72
4(13.771 930 0.20
3g SAMPLE INFORMATION
> i System HPLC_01
Sample Name : G-3-XBS-ABC Acquired By 40%
Vial : 106 Acq. Method Set : NON POLAR C@A20MIN o
Injection # 1 Injection Volume : 3.00 ul .
Run Time 20.0 Minutes Proc. Chnl. Descr.: 2998 PDA 214.'0 n.r:3 e
Date Acquired: 24-02-2022 19:55:28 IST Date Processed 24-02-2022 20:17:

Column Name : XSELECT PHENYL HEXYL (4.6 X250 mm)5 u
Mobile phase : C: 5mM ABC in water A: 100% ACN

Flow rate : 1 ml/min, Temperature: Ambient
Flow mode Gradient , Time?C (%) : 0.0/50.0, 2.0/50.0, 10.0/20.0, 15/05.0, 17.0/05.0, 17.50/50.0. 20.0/50.0
Auto-Scaled Chromatogram
0.507
0.40
0.30 .
~
] S
2 -
< 0.201 -
0.101 S %
< A ©
0.00- FA 1Y)
000 200 400 600 "800 1000 "1200 1400 1600 "18.00
Minutes
Peak Results
RT Area % Area
10.521 5061 0.55
2111.072| 870230 95.00
3(13.381 40719 4.45

20.00



3h

SAMPLE INFORMATION
Sample Name : H3-XBS-ABC Acquired By . System HPLC_01
:{:‘:‘cnon o 0 23 Acqg. Method Set :  NON POLAR C@A20MIN 40%
R:Jn =0 1 Injection Volume :  5.00 ul
20.0 Minutes Proc. Chnl. Descr.: 2998 PDA 214.0 nm (2998
Date Acquired 02-03-2022 19:01:40 IST Date Processed : 02-03-2022 19:25:19 IST

Column Name : XSELECT PHENYL HEXYL (4.6 X250 mm)5 p

Mobile phase : C: 5SmM ABC in water A : 100% ACN

Flow rate 1 mUmin, Temperature : Ambient

Flow mode Gradient , Time/C (%) : 0.0/50.0, 2.0/50.0, 10.0/20.0, 15/05.0, 17.0/05.0, 17.50/50.0. 20.0/50.0

Auto-Scaled Chr gram
050
0.40
0301
o
2 020
8
~
0.10- 53
0.00 —i An—rf La BAI
r T T — — rr—rr—y—r—rr— 1
000 200 4.00 600 800 1000 12,00 14.00 16.00 18.00 2000
Mnutes

Peak Results
RT Area | % Area

11.426 | 7042027 | 95.57
13.790 | 326588 443

[Y)

3i SAMPLE INFORMATION

| Sample Name : 3 Acquired By : SystemHPLC_01
}’kal g o 57 Acq. Method Set :  NON POLAR C@A20MIN 40%
niection : 1 Injection Volume : 3.0 ul
Run Time  : 20.0 Minutes Proc. Chnl. Descr.: 2998 PDA 270.0 nm (2998
Date Acquired: 18-02-2022 17:55:39 IST (190-400)nm)

Date Processed : 18-02-2022 18:31:07 IST

Column Name : XBridgeC8 (4.6 X250 mm)5 y

Mobile phase : C:0.1% AHin Water A:100% ACN

Flow rate : 1 mi/min, Column Temperature : Ambient.

Flowmode : Gradient, Time/C (%) :: 0.0/60.0, 2.0/60.0, 9.0/25.0, 15.0/5.0, 18.0/5.0, 18.50/60.0, 20.0/60.0

Auto-Scaled Chromatogram

hT
u
2,00 3
q
9
1.504
1.004
0.50
< < o [} (=] -~
@
S 3 85 S 8 8 S
i - - < w © o
o o - - ~ — -~
5555 =55 A—rEE =55 ==
—————— T —— T —————
0.00 200 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
Mnutes
Peak Result
RT Area % Area RT Area | % Area

19.011 11701 0.07

©

8.302 11162 0.07
9.123 8228 0.05
11.354 7115 0.04

11.974 7084 0.04

13.445 16191623 | 98.51

14.082 | 107155 0.65

15.399 26533 0.16

o IN[o|la|d|lw|N| =

16.560 | 66586 0.41

20.00



3]

SAMPLE INFORMATION

- R Acquired By  : SystemHPLC_O1

Injection # 5 Acqg. Method Set :  NON POLAR C@A20MIN 40%

Run Time 20.0 Mi Injection Volume : 3.00 ul

Date Acquired: -0 Minutes Proc. Chnl. Descr.: 2998 PDA 214.0 nm (2998
23-02-2022 18:32:06 IST Date Processed : 23-02-2022 18:56:48 IST

Column Name : XSELECT PHENYL HEXYL
4.6 X250 mm)5
Mobile phase : C: 5mM ABC inwater A : (100% ACN o8
l;l'gw rattcej : 1 ml/min, Temperature: Ambien
wmode Gradlent Time/C (%) : 0.0/50.0, 2. 0/50 0, 10.0/20.0, 15/05.0, 17.0/05.0, 17.50/50.0. 20.0/50.0

Auto-Scaled Chromatogram

0.50-
0.401 @
0.30
-
< 0.20
0.10 <0
ﬁ
0. L)
av & o
X 2.00 4.00 6.00 'Bbc"'1l'v<|r..,A..l,.
L 0.00 1800
" ind 12.00 14.00 16.00 18.00 20.00
Peak Results
RT Area | % Area
1[11.384| 29812 075
2|11.635| 101812 255
3|12.728 | 3822752 95.61
4(12.998( 43917 1.10
3k SAMPLE INFORMATION
Sample Name : K-3-XBS-ABC Acquired By @ SystemHPLC_01
vial 96 Acq. Method Set :  NON POLAR C@A20MIN 40%
Injection # - 1 Injection Volume : 3.00 ul
Run Time 20.0 Minutes Proc. Chnl. Descr.: 2998 PDA 214.0 nm (2998
Date Acquired: 07-03-2022 17:59:11 IST (190-400)nm)

Date Processed : 07-03-2022 18:49:07 IST

Column Name : XBS(4 6 X250 mm)5 p

Mobile phase : C: 5SmM ABC in water A 100% ACN

Flow rate - 1 mi/min, Temperature . Ambient

Flow mode Gradient , Time/C (%) : 0.0/70.0, 2.0/70.0,6.0/40.0, 12.0/40.0, 15.0/5.0, 18.0/5.0, 18.50/70.0,20.0/70.0

Auto-Scaled Chromatogram

'I o
1 <
| N
3004 g 1
|
! |
200! l
2
< | |
1.00+
5 \
(]
! Q \
1 @
000 J ") I '
—_— 1 ——————T T T T T T T T T
000 200 400 6.00 800 10.09 12.00 1400 16.00 18.00 20.00
Mnutes

Peak Results
RT Area % Area

9.437| 42547 0.21
11.290 19795397 | 99.79

-

N




3a

3l SAMPLEiilNVFORMATION

Run Time
Date Acquired:

20.0 Minutes

18-02-2022 17:55:39 IST (190-400)nm)

Date Processed

Sample Name : 13 Acquired By  : System HPLC_01
Vvial 57 Acq. Method Set :  NON POLAR C@A20MIN 40%
Injection# 1 Injection Volume : 3.00 ul

Proc. Chnl. Descr.: 2998 PDA 270.0 nm (2998

: 18-02-2022 18:31:07 IST

Column Name : XBridgeC8 (4.6 X250 mm)5 p

Mobile phase : C:0.1% AHin Water A:100%;/\\(r:n,:‘ :
Flow rate : 1 mi/min, Column Temperature : ient.
Flowmode : Gradient, Time/C (%) :: 0.0/60.0, 2.0/60.0, 9.0/25.0, 15.0/5.0, 18.0/5.0, 18.50/60.0, 20.0/60.0
Auto-Scaled Chromatogram
250
E
2,00+ 3
b
1.504
2
<
1.00
0.507 < < o [} (=] -~
g ¢ a2 T 42 2 =
0.00 S5 A rEE s —TE o
000 200 400 600 "800 1000 1200 140 1600 "1800 20.00
) . Mnutes
Peak Results
RT Area % Area RT Area | % Area
1] 8.302 11162 0.07 IQ 19.011 11701 0.07
2| 9123 8228 0.05
3(11.354 7115 0.04
4]11.974 7084 0.04
5(13.445 16191623 | 98.51
6(14.082| 107155 0.65
7(16.399| 26533 0.16
8(16.560 | 66586 0.41

Figure. S4. HPLC spectra of pyrazoline derivatives (3a-3l).

Analysis Info
Analysis Name
Method
Sample Name
Comment

Y:\Data\MARCH 2022\KM 3A000002.d
tune_low.m

tm 1 100

Acquisition Parameter

Acquisition Date

Operator
Instrument

BDAL@DE
micrOTOF-Q

03/15/22 3:25:37 PM

228888.10262

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 vV Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 VvV Set Dry Gas 4.0 /min
Scan End 2800 m/z Set Collision Cell RF 150.0 Vpp Set Divert Valve Waste
lnﬁf;;» T KM 3A000002.d: +MS, 0.8min #48]
3.0 1
381.0905
25
2.0 |
1.5 "
1.01 ‘
2+
378.0790
0.5 | I | | 397.0655
368.8748 i 1 | 415.0653
| 375.0898 || f | 405.0890 411.0723 |
0.0+ Wil " " | 1 " l L 1
380 390 400 410 420 m/z

370



3h

Analysis Info
Analysis Name  Y:\DataMARCH 2022\KM 3H000002.d

Acquisition Date  03/15/22 3:14:00 PM

Method Tune_Low_New.m Operator ~ BDAL@DE
Sample Name  tm 1100 Instrument micrOTOF-Q  228888.10262
Comment
Acquisition Parameter i > = N
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 4.0 /min
Scan End 3000 m/z Set Collision Cell RF  250.0 Vpp Set Divert Valve Source
Intens. +MS, 0.5min #2
x104
409.0626
6
4
2
g 797.1332
0 A NS 1 . . - .
500 1000 1500 2000 2500 miz
Meas. m/z # lonFormula m/z err[ppm] mSigma #mSigma Score rdb e Conf N-Rule
409.0626 1 C18H19BrN4NaO 409.0634 29 13.6 1 10000 105 even ok

Figure. S5. HRMS spectra of lead compounds (3a and 3h).



