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1.1. Structures of starting materials

1.1.1. Structures of f-Enaminones (1a-r).
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1.1.2. Structures of 2-Aminopyridines (2a-i) & heteroaryl amines (2j-k).
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1.2. Experimental section

General

Melting points were measured by CINTEX programmable melting point apparatus and are
uncorrected. 'H, 3C and 'F NMR spectra of samples in CDCl; recorded on AVANCE- 300,
400, 500 MHz spectrometers. Chemical shifts (8) are reported relative to TMS (8 = 0.0) as the
internal standard. Mass spectra were recorded in ESI spectrometers. All high-resolution mass
spectra were recorded on QSTAR XL hybrid ms/ms system (Applied Bio systems/MDS sciex,
foster city, USA), equipped with an ESI source (IICT, Hyderabad). TLC was performed on
Merck 60 F-254 silica gel plates. The chemicals used in this work were obtained from
commercial channels and were used without purification.

1.2.1. General Procedure for the Synthesis of 3-oyl-imidazo[1,2-a]pyridines (3a-3ze).

o I2
NH, s Z N
JJ\% - + 1~ Grinding 1_(\r/
R N R @ 1520 min.  ~ \/N\g\
g7 R
1a-r 2a-k 3a-3ze

A mixture of f-enaminone (1a, 150 mg, 1.0 mmol, 1.0 equiv.), 2-aminopyridine (2a, 85 mg,
1.05 mmol, 1.05 equiv.), and molecular iodine (216 mg, 1.0 mmol, 1.0 equiv.) were manually
grinded at room temperature for 15-20 minutes. After completion of the reaction as ascertained
by TLC, reaction mass dissolved in dichloromethane (DCM) and quenched with sat. sodium
thiosulphate (Na,S,03) followed by treated with sat. NaHCO;, and separated organic layer
dried over sodium sulphate and concentrated under reduced pressure. The leftover mass
dissolved in minimum amount of DCM and this was slowly dropped into anti-solvent
Pentane/hexane (10 times) in a round bottomed flask and stirred for 15 minutes at room
temperature. The obtained solids are filtered and dried in oven at 40-50 °C for 1 h to afford the
desired product 3a in 92% yield (175 mg) and similar procedure was followed for all the

corresponding products 3b-3ze.



1.3 Spectroscopic data and copies 'H, I°’F &'3C of compounds.
Imidazo[1,2-a]pyridin-3-yl(phenyl)methanone (3a)!

Isolated as a yellow solid, yield 92% (175 mg), m.p 96-98 °C, IR (ATR): 3121, 2920, 2853,
1715 (C=O0 stretching), 1620, 1474, 1218, 887, 750 cm’!, 'TH NMR (400 MHz, CDCl;): 6 9.76
(d,/J=6.9 Hz, 1H, Ar), 8.22 (s, 1H, Ar), 7.92 — 7.85 (m, 2H, Ar), 7.82 (d, /=9.0 Hz, 1H, Ar),
7.64 —7.57 (m, 1H, Ar), 7.57-7.51 (m, 3H, Ar), 7.16 (t, J = 6.9 Hz, 1H, Ar) ppm, '*C NMR
(100 MHz, CDCl;5): ¢ 184.88 (C=0), 149.14 (Ar), 145.72 (Ar), 139.30 (Ar), 132.07 (Ar),
129.46 (Ar), 128.93 (Ar), 128.86 (Ar), 128.63 (Ar), 123.58 (Ar), 117.79 (Ar), 115.17 (Ar) ppm,
ESI-MS: m/z 223 [M+H]*, HRMS (ESI) Anal. calcd. for C14H;;N,O m/z 223.08659 [M+H]*,
found 223.08658.
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BK-222 #1-34 RT: 0.00-0.14 AV: 6 SB: 31 0.32-1.20 NL: 1.32E9

CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMEMNT OF ANALYTICAL & STRUCTURAL CHEMISTRY
CENTER FOR MASS SPECTROMETRY

223.08658
CiaHy O N2 =223.08659
-0.05564 ppm

250 300
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450

Imidazo[1,2-a]pyridin-3-yl(p-tolyl)methanone (3b)!

Isolated as a white solid, yield 85% (159 mg), m.p 117-120 °C, IR (ATR): 3057, 2932, 2829,
1721 (C=O0 stretching), 1632, 1437, 1225, 893, 749 cm’!, 'TH NMR (400 MHz, CDCl5): 6 9.74
(dt,/=6.9 Hz, 1H, Ar), 8.22 (s, 1H, Ar), 7.84 — 7.78 (m, 3H, Ar), 7.57-7.51 (m, 1H, Ar), 7.34
(d, J=17.8 Hz, 2H, Ar), 7.14 (td, J= 6.9 Hz, 1H, Ar), 2.47 (s, 3H, -CH3) ppm, 3C NMR (100
MHz, CDCl5): 0 184.71 (C=0), 148.99 (Ar), 145.34 (Ar), 142.81 (Ar), 136.58 (Ar), 129.31
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(Ar), 129.03 (Ar), 128.90 (Ar), 123.64 (Ar), 117.74 (Ar), 115.06 (Ar), 21.65 (-CH3) ppm, ESI-
MS: m/z 237 [M+H]*, HRMS (ESI) Anal. calcd. for C{sH;3N,O m/z 237.1022 [M+H]*, found
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1/09/24 174816

R.A1

[Thermo Scientific Orbitrap Exploris 120

lanalysed by G SAIKRISHNA

AK-236 #5-31 RT: 0.03-0.14 AV: 5 SB: 31 0.32-1.20 NL: 6.85E8

- FTMS + p ESI Full ms [50.0000-750.0000]
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Imidazo|1,2-a]pyridin-3-yl(4-isobutylphenyl)methanone (3c¢)

Isolated as a brown solid, yield 83% (150 mg), m.p 89-92 °C, IR (ATR): 3079, 2943, 2832,
1724 (C=O0 stretching), 1631, 1442, 1226, 887, 752 cm’!, 'TH NMR (400 MHz, CDCls): 6 9.74
(d,J=6.9 Hz, 1H, Ar), 8.24 (s, 1H, Ar), 7.82 (d, /= 8.3 Hz, 3H, Ar), 7.57 — 7.51 (m, 1H, Ar),
7.31(d, J= 8.1 Hz, 2H, Ar), 7.18-7.12 (m, 1H, Ar), 2.58 (d, J= 7.2 Hz, 2H, (CH3),CHCH;-),
2.01 — 1.90 (m, 1H, (CH3),CH-), 0.96 (d, J = 7.1 Hz, 6H, (CH3),CH-) ppm, 3C NMR (100
MHz, CDCL): 6 184.75 (C=0), 148.97 (Ar), 146.56 (Ar), 145.31 (Ar), 136.81 (Ar), 129.36
(Ar), 129.31 (Ar), 128.90 (Ar), 127.04 (Ar), 123.63 (Ar), 117.72 (Ar), 115.05 (Ar), 45.41
((CH3),CHCHj,-), 30.20 ((CH3),CH-), 22.41 ((CH;),CH-) ppm, ESI-MS: m/z 279 [M+H]",
HRMS (ESI) Anal. caled. for C1gH;9N,O m/z 279.1491 [M+H]", found 279.1489.
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FAEXPLORIS DATAN A0S-01-20248\AK-278 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

1180177290 CENTER FOR MASS SPECTROMETRY

1/09/24 18:01.08
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[A\K-278 #5-26 RT: 0.03-0.12 AvV: 4 SB: 31 0.32-1.20 NL: 1.09E9

- FTMS + p ESI Full ms [50.0000-750.0000]

279.14893
Cia H1s O N2 =279.14919
-0.94510 ppm

Relative Abundance
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Imidazo[1,2-a]pyridin-3-yl(4-methoxyphenyl)methanone (3d)!

Isolated as a yellow solid, yield 88% (162 mg), m.p 139-141 °C, IR (ATR): 3108, 2918, 2849,
1732 (C=O0 stretching), 1603, 1505, 1255, 891, 763 cm’!, 'TH NMR (400 MHz, CDCl;): 6 9.70
(d,J=6.9 Hz, 1H, Ar), 8.21 (s, 1H, Ar), 7.91 (dd, /=9.2 Hz, 2H, Ar), 7.80 (d, /J=9.0 Hz, 1H,
Ar), 7.56 — 7.50 (m, 1H, Ar), 7.16 — 7.11 (m, 1H, Ar), 7.06 — 7.01 (m, 2H, Ar), 3.91 (s, 3H, -
OCHj3;) ppm, 3C NMR (100 MHz, CDCls): 6 183.76 (C=0), 162.98 (Ar), 148.86 (Ar), 144.77
(Ar), 131.83 (Ar), 131.10 (Ar), 129.16 (Ar), 128.85 (Ar), 123.58 (Ar), 117.70 (Ar), 114.95
(Ar), 113.94 (Ar), 55.55 (-OCHj3) ppm, ESI-MS: m/z 253 [M+H]*, HRMS (ESI) Anal. calcd.
for CsH3N,0, m/z 253.0971 [M+H]", found 253.0969.
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ENEXPLORIS DAT AN . M0S-01-2024HAK-252 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY
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(3,4-dimethoxyphenyl)(imidazo[1,2-a]pyridin-3-yl)methanone (3¢)>

Isolated as a yellow solid, yield 92% (166 mg), m.p 136-140 °C, IR (ATR): 3112, 2920, 2852,
1744 (C=O0 stretching), 1610, 1525, 1166, 895, 772 cm’!, 'H NMR (400 MHz, CDCl;): 6 9.69
(d,J=6.9 Hz, 1H, Ar), 8.25 (s, 1H, Ar), 7.81 (d, /= 9.0 Hz, 1H, Ar), 7.58 — 7.51 (m, 2H, Ar),
7.48 (d,J=1.9 Hz, 1H, Ar), 7.14 (td, /= 6.9 Hz, 1H, Ar), 7.01 — 6.97 (m, 1H, Ar), 3.98 (s, J
= 6.4 Hz, 6H, -OCH3;) ppm, '*C NMR (125 MHz, CDCl;): 6 183.67 (C=0), 152.70 (Ar), 149.22
(Ar), 148.96 (Ar), 144.85 (Ar), 131.93 (Ar), 129.18 (Ar), 128.82 (Ar), 123.56 (Ar), 123.32
(Ar), 117.75 (Ar), 114.98 (Ar), 111.43 (Ar), 110.29 (Ar), 56.16 (-OCH3), 56.09 (-OCH3;) ppm,
ESI-MS: m/z 283 [M+H]*, HRMS (ESI) Anal. calcd. for C;¢H;sN,O; m/z 283.1077 [M+H]*,
found 283.1075.
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EAEXPLORIS DATAN \09-01-2024\AK-282 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

180177305 CENTER FOR MASS SPECTROMETRY
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fK-282 #5-31 RT: 0.03-0.14 AV: 5 SB: 31 0.32-1.20 NL: 3.59E8

l: FTMS + p ESI Full ms [50.0000-750.0000]

283.10751
CieHis O3 Nz = 28310772
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Imidazo[1,2-a]pyridin-3-yl(3,4,5-trimethoxyphenyl)methanone (3f)

Isolated as a yellow solid, yield 85% (150 mg), m.p 114-116 °C, IR (ATR): 3117, 2932, 2846,
1739 (C=O0 stretching), 1611, 1492, 1172, 892, 769 cm'!, '"H NMR (400 MHz, CDCl;): 6 9.70
(d, /J=6.9 Hz, 1H, Ar), 8.29 (s, 1H, Ar), 7.84 (d, /=9.0 Hz, 1H, Ar), 7.60 — 7.53 (m, 1H, Ar),
7.19 —7.15 (m, 3H, Ar), 3.96 (s, 3H, p-OCH3), 3.94 (s, 6H, (m-OCHj3;),) ppm, 3C NMR (100
MHz, CDCl,): 0 183.84 (C=0), 153.22 (Ar), 149.09 (Ar), 145.16 (Ar), 141.68 (Ar), 134.36
(Ar), 129.52 (Ar), 128.86 (Ar), 123.43 (Ar), 117.78 (Ar), 115.23 (Ar), 106.42 (Ar), 104.55
(Ar), 92.02 (Ar), 61.05 (p-OCH3), 56.36 (m-OCH3) ppm, ESI-MS: m/z 313 [M+H]*, HRMS
(ESI) Anal. calcd. for C;;H7N,O4 m/z 313.1182 [M+H]*, found 313.1180.
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FEAFLORTS DAT AL 1180175440 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY
j2aK-312 CENTER FOR MASS SPECTROMETRY

02/09/24 115749
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jrnalysed by G SAIKRISHNA . L
[1180178440#3-25 RT: 0.02-0.10 AV: 6 SB: 52 0.32-1.20 NL: 9.55E8
T: FTMS + p ESI Full ms [60.0000-900.0000]

313.11804
Ci7H17 04 N2 =2313.11828
-0.78052 ppm

Relative Abundance
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(4-fluorophenyl)(imidazo[1,2-a]pyridin-3-yl)methanone (3g)*

Isolated as a yellow solid, yield 75% (140 mg), m.p 178-182 °C, IR (ATR): 3105, 2916, 2852,
1705 (C=0 stretching), 1613, 1506, 1467, 1221, 894, 761 cm™!, 'H NMR (400 MHz, CDCl;):
09.72 (d, J= 6.9 Hz, 1H, Ar), 8.20 (s, 1H, Ar), 7.95 — 7.88 (m, 2H, Ar), 7.82 (d, /= 9.0 Hz,
1H, Ar), 7.60 — 7.53 (m, 1H, Ar), 7.25 — 7.14 (m, 3H, Ar) ppm, 3C NMR (100 MHz, CDCls):
0 183.33 (C=0), 165.17 (d, J =253.82 Hz, (Ar 'Jcr)), 163.91 (Ar), 149.20 (Ar), 145.45 (Ar),
135.51 (Ar), 131.31 (Ar), 131.22 (Ar), 129.60 (Ar), 128.90 (Ar), 123.40 (Ar), 117.84 (Ar),
115.81 (d, J=21.64 Hz (Ar %Jcr)), 115.27 (Ar) ppm, ESI-MS: m/z 241 [M+H]", HRMS (ESI)
Anal. calcd. for C4H;(FN,O m/z 241.0771 [M+H]", found 241.0769.
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EEXPLORIG DAT A, W09-01-2024%RK-240 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

1180177288 CENTER FOR MASS SPECTROMETRY

01/09/24 17.52:28

R:A1

[Thermo Scientific Orbitrap Exploris 120

l2nalysed by G SAIKR ISHNA

AK-240 #5-31 RT: 0.03-0.14 AV: 5 SB: 31 0.32-1.20 NL: 5.21E8

[T: FTMS + p ESI Full ms [50.0000-750.0000]

241.07698
CiaHinON2F =241.07717

100 -0.77138 ppm
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Relative Abundance
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(2-chlorophenyl)(imidazo[1,2-a]pyridin-3-yl)methanone (3h)!

Isolated as pale brown solid, yield 67% (122 mg), m.p 151-153 °C, IR (ATR): 3113, 2923,
2851, 1733 (C=0 stretching), 1622, 1592, 1478, 1092, 753, 665 cm’!, '"H NMR (400 MHz,
CDCl5): 6 9.79 (d, J = 6.8 Hz, 1H, Ar), 7.92 (s, 1H, Ar), 7.83 (d, J=9.0 Hz, 1H, Ar), 7.63 —
7.57 (m, 1H, Ar), 7.55 - 7.43 (m, 3H, Ar), 7.40 (m, 1H, Ar), 7.21 (t, J = 6.6 Hz, 1H, Ar) ppm,
BC NMR (125 MHz, CDCl;): 6 183.03 (C=0), 146.49 (Ar), 138.31 (Ar), 131.78 (Ar), 131.44
(Ar), 131.30 (Ar), 130.40 (Ar), 130.14 (Ar), 129.17 (Ar), 126.64 (Ar), 117.70 (Ar), 115.67 (Ar)
ppm, ESI-MS: m/z 257 [M+H]", HRMS (ESI) Anal. calcd. for C;4H,(CIN,O m/z 257.0485
[M+H]*, found 257.0482.
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CENTER FOR MASS SPECTROMETERY - CSIR TICT Aster

Sample Information

Name Data File Path
Sample 1D Acq. Time (Local)
Instrument £ms Method Path (Acq)
MS Type GTOF version (Acq SW)
Inj. vol. (ul) 611 IRM Status
Position P1-F2 Method Path (DA)
Plate Pos, Target Source Path
Operator Result Summary

Sample Chromatograms

Sample Spectra

+Scan (rt: 0.371-0.454 min)

ENHRMS SAMPLES\2025\NOVEMBER 2025\13-11-2025\4K - 256.d
11/13/2025 5:28:06 PM (UTC+05:30)

I\EXTERNAL SAMPLES\HRMS-20-05-2025 POS.M

6200 senes TOF/6500 series Q-TOF B.05.01 (B6172 SP1)

Al ions missed

x10f |¥ESI Sean (rt: 0.371-0.454 min, & scans) Frag=B0.0v AK-256.d
N 257.0482
2,57
P
1.57
=
0.5
o 78.0222 124.0862  166.0970 J_

Sectrum Identification Table

T T T T T T T T T T T T | T I T T T T T T T T
€0 80 100 120 140 160 180 200 220 240 260 280 300 320 340 350 380 400 420 440 460 480 500 S20 540 5650

T Iz oz ol
S80 600 620
Counts vs. Mass-to-Charge (m/z)

Best ID Source Name Formula Species

m/z Diff Mass Score  Score  Scare
) {Lib) (DB}

No MFG CI4HIOCINZO

257.0482 165 25704359  80.22
0705309

MassHunter Qual 10.0
(End of Report)

Imidazo[1,2-a]pyridin-3-yl(o-tolyl)methanone (3i)!

Isolated as pale brown solid, yield 55% (102 mg), m.p 110-111 °C, IR (ATR): 3020, 2924,
2853, 1721 (C=0 stretching), 1626, 1509, 1481, 1172, 750, 669 cm!, '"H NMR (400 MHz,
CDCl;): 0 9.82 (d, J= 6.9 Hz, 1H, Ar), 7.92 (s, 1H, Ar), 7.82 (d, /=9.0 Hz, 1H, Ar), 7.61 —
7.54 (m, 1H, Ar), 7.44 (m, 2H, Ar), 7.31 (m, 2H, Ar), 7.18 (t, /= 6.6 Hz, 1H, Ar), 2.42 (s, 3H,
-CH;) ppm, 13C NMR (100 MHz, CDCl3): 6 186.90 (C=0), 149.20 (Ar), 146.29 (Ar), 138.92
(A1), 136.54 (A1), 131.20 (A1), 130.34 (Ar), 129.70 (Ar), 128.98 (Ar), 128.26 (Ar), 125.36
(Ar), 124.47 (Ar), 117.79 (Ar), 115.36 (Ar), 19.68 ppm, ESI-MS: m/z 237 [M+H]", HRMS

(ESI) Anal. calcd. for C;sH;3N,Om/z 237.1035 [M+H]*, found 237.1031.
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CENTER FOR MASS SPECTROMETERY - CSIR IICT A

Sample Information

Name DataFile Path E:\HRMS SAMPLESY20254NOVEMBER 2025113-11-2025\AK -236 d
Sample ID Acq. Time (Local) 11/13(2025 5:31: 40 PM (UT C+05:30)

Instrumen t LCMS Method Path {(Acq) IAEXTERNAL SAMPLESIHRMS-20-05-2025 POS.m

MS Type QTOF Yersion (Acq SW) 6200 series TOFJ6500 series Q-TOF B.06.01 (B&172 SP1)

Inj. Yol. {ul) 05 IRM Status Al ions missed

Position P1-F3 Method Path (DAY

Plate Pos. Target Source Path

Operator Result Summar ¥

Sample Chrom atogra}'ns

Sample Spectra

+ Scan (rt: 0.156-0.190 min)

& [+ESI Scan {rt: 0.156-0.190 min, 3 scans) Frag=80.0% AK-236.d
T *237,1035

=10

0.5
.67
0.4
0.z

166.0476 | 329‘}402
r

T T T T T T T T T T T T T T T T T T 1 T T T T T T T T T T T T T T T T T T 1
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 SO0 S20 540 S60 S80 600 620 &40 660 680 700 720 740 760 780

Counts vs. Mass-to-Charge (m f2)

+ Scan (rt: 0.239-0.256 min)

%105 [TESI Scan (rti 0.233-0.256 min, 2 scans) Frag=800Y AK-236.d
i 237.1031

P
1.5

=
0.57

78.0224  1z4poee 1SS4TE el BRI i i g S S s

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 T T T T T T T T 1
60 80 100 120 140 160 180 200 220 240 260 260 300 320 340 360 330 400 420 440 460 480 SO0 S20 540 560 S50 600 620 o640 660 80 700 720 740 760 740

Counts vs. Mass-to-Charge (m f2)

Spectrum Identification Tabie

Best ID Source Name Formula Species m/z Diff Mass Score Score Score Score Lib/DB
{ppm) (Lib) {DE) (MFG)
Mo MFG CISHIZNZ O M+ 237.1031 330 237.10356 68.53 68 53
9513164

MassHunter Qual 10.0
(End of Report)

Imidazo[1,2-a]pyridin-3-yl(naphthalen-2-yl)methanone (3j)!

Isolated as a yellow solid, yield 77% (140 mg), m.p 134-137 °C, IR (ATR): 3051, 2918, 2852,
1713 (C=O0 stretching), 1611, 1472, 1181, 902, 755 cm™!, 'H NMR (400 MHz, CDCl;): 6 9.79
(d, J=6.9 Hz, 1H, Ar), 8.40 (s, 1H, Ar), 8.30 (s, 1H, Ar), 7.99 (dd, /= 11.0, 5.0 Hz, 3H, Ar),
7.96 —7.92 (m, 1H, Ar), 7.88 — 7.82 (m, 1H, Ar), 7.65 — 7.55 (m, 3H, Ar), 7.18 (t, /= 6.9 Hz,
1H, Ar) ppm, 13C NMR (100 MHz, CDCl3): 6 184.79 (C=0), 149.11 (Ar), 145.63 (Ar), 136.50
(Ar), 135.12 (Ar), 132.50 (Ar), 130.03 (Ar), 129.56 (Ar), 129.28 (Ar), 128.96 (Ar), 128.68
(Ar), 128.15 (Ar), 127.89 (Ar), 126.98 (Ar), 125.08 (Ar), 117.79 (Ar), 115.25 (Ar) ppm, ESI-
MS: m/z 273 [M+H]*, HRMS (ESI) Anal. calcd. for CisH;3N,O m/z 273.1022 [M+H]*, found
273.1018.
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EMEXPLORIS DATAN M9-01-2024\8K-272 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

1180177284 CENTER FOR MASS SPECTROMETRY

01/09/24 18:14:06

R.A1

Thermo Scientific Orbitrap Exploris 120

[Analysed by G SAIKRISHNA - L

JAK-272 #4-25 RT: 0.03-0.12 AV: 4 SB: 31 0.32-1.20 NL: 3.71E8

[T: FTMS + p ESI Full ms [50.0000-750.0000]

273.10185

CigH13 O N2 =273.10224

100+ -1.42504 ppm
953
805
855
803
755
703
653
603
557

Relative Abundance
(4]
(=]
1l

200.10669
C13H14 ON =200.10699
53 60.04418 -1.52250 ppm
|l|\l\L\|\||\\\\||||\L\\\l\\\\\|||L\\|\||\|I‘\\|\||\\\\||||\\|\|\\\\||||\\|\
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750

nalz

Benzo|d][1,3]dioxol-5-yl(imidazo[1,2-a]pyridin-3-yl)methanone (3k)?

Isolated as a yellow solid, yield 72% (131 mg), m.p 173-175 °C, IR (ATR): 3092, 2915, 2851,
1731 (C=O0 stretching), 1625, 1455, 1262, 955, 880, 753 cm!, 'TH NMR (400 MHz, CDCly): ¢
9.68 (d, /J=6.9 Hz, 1H, Ar), 8.22 (s, 1H, Ar), 7.81 (d,J=8.9 Hz, 1H, Ar), 7.59 — 7.47 (m, 2H,
Ar), 7.43 —7.37 (m, 1H, Ar), 7.19 — 7.11 (m, 1H, Ar), 6.94 (m, 1H, Ar), 6.13 — 6.07 (m, 2H, -
CH;-) ppm, 13C NMR (125 MHz, CDCls): 6 183.24 (C=0), 151.22 (Ar), 148.96 (Ar), 148.14
(Ar), 144.83 (Ar), 133.49 (Ar), 129.31 (Ar), 128.86 (Ar), 124.80 (Ar), 123.47 (Ar), 117.72
(Ar), 115.04 (Ar), 109.03 (Ar), 108.11 (Ar), 101.88 (-CH;-) ppm, ESI-MS: m/z 267 [M+H]",
HRMS (ESI) Anal. calcd. for C;sH;N,O3 m/z 267.0764 [M+H]*, found 267.0760.
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EEXPLORIS DATAY, W00-01-2028AK-264 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY
180177302 CENTER FOR MASS SPECTROMETRY
110924 18:48:53
R:A1

[Thermo Scientific Orbitrap Exploris 120

frnalysed by G SAIKRISHNA = e = = = =
PK-264 #2-39 RT: 0.03-0.17 AV: 6 SB: 31 0.32-1.20 NL: 4.13E8
I FTMS + p ESI Full ms [50.0000-750.0000]

267.07609
CisH11 O3 N2 =267.07642
-1.21818 ppm

Relative Abundance
(4]
(=]

G\ill\\'\ll\\l\l\\ll\‘\
0 100

T
150 200 250

L . K S PO A F |
300 350 400
m/z

T I
450 500 550

Imidazo[1,2-a]pyridin-3-yl(thiophen-2-yl)methanone (31)!

Isolated as a brown solid, yield 82% (155 mg), m.p 114-116 °C, IR (ATR): 3086, 2916, 2852,
1726 (C=O0 stretching), 1594, 1503, 1414, 1221, 815, 755 cm™!, '"H NMR (400 MHz, CDCl;):
09.65(d, J=6.9 Hz, 1H, Ar), 8.51 (s, 1H, Ar), 7.91 — 7.86 (m, 1H, Ar), 7.81 (d, /= 9.0 Hz,
1H, Ar), 7.73 — 7.68 (m, 1H, Ar), 7.57 — 7.50 (m, 1H, Ar), 7.25 - 7.20 (m, 1H, Ar), 7.13 (td, J
= 6.9 Hz, 1H, Ar) ppm, 3C NMR (100 MHz, CDCl;): 6 175.70 (C=0), 149.07 (Ar), 143.79
(Ar), 143.73 (Ar), 132.60 (Ar), 131.88 (Ar), 129.36 (Ar), 128.83 (Ar), 128.03 (Ar), 123.27
(Ar), 117.84 (Ar), 115.09 (Ar) ppm, ESI-MS: m/z 229 [M+H]*, HRMS (ESI) Anal. calcd. for
C12HoN,OS m/z 229.0430 [M+H]", found 229.0427.
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AEXFLORIS DATAL A\DS-01-20240AK-228 CSIR-INDIAN [NSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

1160177291 CENTER FOR MASS SPECTROMETRY

1/09/24 18:05.26
R.A1
[Thermo Scientific Orbitrap Exploris 120
lfnalysed by G SAIKRISHMNA,
[K-228 #3-32 RT: 0.03-0.14 AV: 5 SB: 31 0.32-1.20 NL: 4.25E8
T: FTMS + p ESI Full ms [50.0000-750.0000]

229.04276
CizHs ONz §=229.04301
100 -1.08223 ppm
95
90
85
80
75

70

Relative Abundance
(4]
et

0 it |IARAY AR AN IERAR AR ALy LAt LA AR LA R L ] LA LA LR R LR T TECTET | RAARS MARLARARSS ALUL UARES EARE RELRAE
0 150 200 250 300 350 400 450
miz

Imidazo[1,2-a]pyridin-3-yl(1H-pyrrol-2-yl)methanone (3m)

Isolated as a yellow solid, yield 79% (152 mg), m.p 206-209 °C, IR (ATR): 3329 (N-H
stretching), 3124, 2917, 2862, 1735 (C=O0 stretching), 1592, 1510, 1425, 1025, 815, 755 cm’!,
'"H NMR (400 MHz, CDCl;): 6 9.95 (s, 1H, -NH-), 9.62 (dt, /= 7.0 Hz, 1H, Ar), 8.53 (s, 1H,
Ar), 7.79 (dt, J= 9.0 Hz, 1H, Ar), 7.52-7.44 (m, 1H, Ar), 7.17 - 7.11 (m, 2H, Ar), 7.07 (td, J
= 6.9 Hz, 1H, Ar), 6.43-6.36 (m, 1H, Ar) ppm, 3C NMR (125 MHz, CDCls): 6 173.01 (C=0),
148.61 (Ar), 142.33 (Ar), 131.25 (Ar), 128.62 (Ar), 124.44 (Ar), 123.01 (Ar), 117.79 (Ar),
116.09 (Ar), 114.64 (Ar), 111.20 (Ar) ppm, ESI-MS: m/z 212 [M+H]*, HRMS (ESI) Anal.
calcd. for C;,H (N3O m/z 212.0823 [M+H]*, found 212.0829.
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CENTER FOR MASS SPECTROMETERY - CSIR IICT Aol

Sample Information

Name Data File Path ENHRMS SAMPLES\2025\MAY 2025109-05-2025\4K-211.d
Sample ID Acq. Time (Local) 5/9/2025 12:33:18 PM (UTC+05:30)
Instrument LCMS Method Path (Acq) I\EXTERNAL SAMPLES\HRMS-01-05-2025PCS.m
MS Type QTOF Version (Acq SW) 6200 series TOF /6500 series Q-TOF B.06.01 (B6172 SP1)
Inj. vol. (ul) 1 IRM Status All ions missed
Position P1-E1 Method Path (DA)
Plate Pos, Target Source Path
Operator Result Summary
Sample Chromatograms
Sample Spectra
+Scan (rt: 0.14-0.17 min)
X10°.| +ESI Scan (rt: 0.14-0.17 min, 3scans) Frag=80.0¥ AK-211d
* 212.0829
P
o
.
ku
b
é_ | e | 304.1192 B v

Spectrum Identification Table

Counts vs. Mass-to-Charge (m/z)

T T T T T T 1 T T T T 1 T T 1 T T T 1 T T T T T T T 1 T 1 T 1
60 B0 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 900 520 540 560 530 €00 620 640 €60 €80 700 720 740 760 780

Best ID Source Name Formula Species m/z Diff CAS Score Score Score Score  Lib/DB
[ppm) (Lib) (0B)  (MFG)
No MFG CIZHIN3 O (M+H)+ 212.082% 490 7668 7668
Mo MFG C12HION3O M+ 2120829 488 F6E8 J668

MassHunter Qual 10.0
(End of Report)

Imidazo[1,2-a]pyridin-3-yl(pyridin-2-yl)methanone (3n)’

Isolated as a white solid, yield 69% (131 mg), m.p 115-118 °C, IR (ATR): 3020, 2917, 2812,
1716 (C=0 stretching), 1626, 1491, 1221, 892, 757 cm’!, 'H NMR (500 MHz, CDCI;): § 9.90
(d, /J=6.9 Hz, 1H, Ar), 9.25 (s, 1H, Ar), 8.78 (d, J=4.2 Hz, 1H, Ar), 8.17 (d,J=7.9 Hz, 1H,
Ar), 7.92 (td,J=7.7 Hz, 1H, Ar), 7.83 (d, /= 8.9 Hz, 1H, Ar), 7.58 — 7.53 (m, 1H, Ar), 7.52-
7.48 (m, 1H, Ar), 7.16 (dd, J = 10.0, 3.8 Hz, 1H, Ar) ppm, 3C NMR (100 MHz, CDCls): 6
181.04 (C=0), 155.47 (Ar), 148.94 (Ar), 148.76 (Ar), 148.43 (Ar), 137.14 (Ar), 129.48 (Ar),
129.26 (Ar), 126.40 (Ar), 123.58 (Ar), 123.17 (Ar), 117.83 (Ar), 115.22 (Ar) ppm, ESI-MS:
m/z 224 [M+H]*, HRMS (ESI) Anal. calcd. for C;3H(N3;O m/z 224.0818 [M+H]", found

224.0816.
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VEXPLORIS DATAY V180178441 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHMNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

-223 CENTER FOR MASS SPECTROMETRY

02/05/24 11:53:29

=41

[Thermo Scientific Orbitrap Exploris 120

lrnalysed by G SAIKRISHMNA

1180178441 #3-25 RT: 0.02-0.10 AV: 6 SB: 52 0.32-1.20 NL: 1.59E8

T: FTMS + p ESI Full ms [60.0000-200.0000]

22408162
CizH10 O Ng=224.08184
-0.97030 ppm

457 338.12831
3 262.06830

Relative Abundance
[4)]
(=]
1l

354 163.03883

E 24008634 370.15433

E 311.15965
53 102.12761  153.13851 | i J 354-1|2321

0~ \‘ T et T
100

M

T T T T T T T Aadas T f e T f T T
300 350 400

T T Hr T T T
200 250
miz

i
150

1-(imidazo[1,2-a]pyridin-3-yl)-2-methylpropan-1-one (30)

Isolated as a yellow liquid, yield 65% (130 mg), IR (ATR): 3109, 2919, 2855, 1722 (C=0
stretching), 1640, 1472, 1190, 940, 855, 760 cm™!, 'TH NMR (400 MHz, CDCl3): 6 9.71 (d, J =
6.9 Hz, 1H, Ar), 8.40 (s, 1H, Ar), 7.80 (d, J=9.0 Hz, 1H, Ar), 7.55 — 7.48 (m, 1H, Ar), 7.10
(td, J=6.9, 0.8 Hz, 1H, Ar), 3.43 (hept, /= 6.8 Hz, 1H, (CH;),CH-), 1.30 (s, 3H, -CH3), 1.29
(s, 3H, -CH3) ppm, 3C NMR (125 MHz, CDCl;): 6 194.96 (C=0), 148.78 (Ar), 142.32 (Ar),
129.13 (Ar), 128.96 (Ar), 122.85 (Ar), 117.60 (Ar), 115.11 (Ar), 37.30 ((CH;3),CH-), 19.70
((CH3),CH-) ppm, ESI-MS: m/z 189 [M+H]*, HRMS (ESI) Anal. calcd. for C;H3N,0 m/z
189.1027 [M+H]*, found 189.1030.

30



62T~
0T

8E'E
0b'Eq
FA
mvmuw
mw.ﬁﬂ
LpE

B0°%ZA
604+

1] ¥
T
(4 %4
2T
[A-yASN
e5¢-
6LL-T
8L

08—

0476~
L6~

LOTE
-90'E

=& —0T'T

—==—60'T

—0T'T
===—60"T

————S0'1

= —00'T

90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00
f1 (ppm)

9.5

11.0 105 10.0

0L£61—

0eLeE—

IT°SI1T—
094117
SB'TZI~
96°82T+,

ET6ZT—-

ETHT—

8481 —

96°+6T —

190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 10
f1 (ppm)

200

31



CENTER FOR MASS SPECTROMETERY - CSIR TICT Adlert

Sample Information

Name Data File Path EAHRMS SAMPLES\2025\MAY 2025\09-05-2025\AK-188.d
Sample 1D Acq. Time (Local) 5/9/2025 12:28:11 PM (UTC+05:30)

Instrument LCMS Method Path (Acq) I\EXTERMAL SAMPLES\HRMS-01-05-2025P0S. m

MS Type QTOF Version (Acq SW) 6200 series TOF /6500 series Q-TCF B.06.01 (B6172 SP1)
Inj. vol. (ul) 1 IRM Status All'ions missed

Position P1-D10 Method Path (DA)

Plate Pos, Target Source Path

Operator Result Summary

Sample Chromatograms

Sample Spectra

+ Scan (rt: 0.15-0.17 min)

w10f_[¥ESI Sean (rt: 0.15-0.17 min, 2 scans) Frag=80.0V AK-188.d
] * 1831030
e
pa
Z 555.2767
& |, B4.0806 237.1023

T T T 1 T T T 1 T 1 T [ T T 1 T T T T T T T T T 1 T 1 T 1 T 1 1
€0 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 330 400 420 440 450 480 500 520 540 560 SBO 600 620 640 60 €80 700 720 740 760 780

Courts vs. Mass-tio-Charge (m/z)

Spectrum Identification Table

Best ID Source Name Formula Species m/z Diff CAS Score Score Score Score  Lib/DB
(ppm) (Lib) (DB) (MFG)
No MFG Cl1HI2ZN20O (M+H)+ 189.1030 4.10 B.17 79.17
Mo MFG ClIHIIN2O M+ 1991030 4.07 R.17 79.17

MassHunter Qual 10.0
(End of Report)

1-(imidazo[1,2-a]pyridin-3-yl)-3-methylbutan-1-one (3p)

Isolated as a brown liquid, yield 63% (123 mg), IR (ATR): 3110, 2951, 2862, 1716 (C=0O
stretching), 1636, 1511, 1475, 1180, 976, 757 cm’!, 'H NMR (400 MHz, CDCl;): 6 9.71 (dt, J
=6.9 Hz, 1H, Ar), 8.35 (s, 1H, Ar), 7.77 (dt, J=9.0 Hz, 1H, Ar), 7.53 — 7.48 (m, 1H, Ar), 7.09
(td, J = 6.9 Hz, 1H, Ar), 2.79 (d, J = 7.09 Hz, 2H, (CH;3),CHCH,-), 2.39-2.31 (m, 1H,
(CH;),CH-), 1.03 (d, J= 6.6 Hz, 6H, (CH3),CH-) ppm, *C NMR (100 MHz, CDCl3): 6 190.38
(C=0), 148.75 (Ar), 142.96 (Ar), 129.06 (Ar), 128.84 (Ar), 124.38 (Ar), 117.66 (Ar), 115.04
(Ar), 48.62 ((CH3),CHCH;-), 26.24 ((CH3),CH-), 22.81 ((CH3),CH-) ppm, ESI-MS: m/z 203
[M+H]", HRMS (ESI) Anal. calcd. for C,,H;sN,O m/z 203.1184 [M+H]*, found 203.1190.
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CENTER FOR MASS SPECTROMETERY - CSIR TICT A

Sample Information
Name DataFile Path E\HRMS SAMFLES\ 2025\MAY 2025\09-05-2025\AK-202.d
Sample ID Acq. Time (Local) 5/9/2025 12:46:19 PM (UTC+05:30)
Instrument LCMS Method Path (Acq) I\EXTERNAL SAMPLES\HRMS-01-05-2025P0S.m
MS Type GTOF Version (Acq SW) 6200 series TOF/6500 series Q-TCF B.06.01 (B6172 SP1)
Inj. Vol (ul) 1 IRM Status All ions missed
Position PLES Method Path (DA)
Plate Pos. Target Source Path
Operator Result Summary
Sample Chromatograms
Sample Spectra
+ Scan (rt: 0.19 min)
xicf [FESI Saan (rt: 0.19 min) Frag=80.0V AK-202.d
i * 203,119
0.8
0.6
0.47
0.2 |
o 84.0807 | 403@131

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 T T T T T T T T 1
€0 80 100 120 140 160 180 200 220 240 260 280 300 320 340 380 380 400 420 440 460 480 500 520 540 %60 580 600 620 &40 €60 680 W00 720 740 760 780

Courts vs, Mass-to-Charge (m/z)

Spectrum Identification Tabke

Best ID Source Name Formula Spedies m/z Diff CAS Score Scare Score Score  Lib/DB
(ppm]) (Lib) (DB) (MFG)

No MFG CI1ZHI4N20 (M+H)+ 2031190 512 71.30 71.30

No MFG CI2HISN20 M+ 2031190 S.10 71.30 71.30

MassHunter Qual 10,0
(End of Report)

(8-methylimidazo[1,2-a]pyridin-3-yl)(phenyl)methanone (3q)!

Isolated as a yellow solid, yield 76% (154 mg), m.p 96-98 °C, IR (ATR): 3115, 2918, 2852,
1721 (C=0 stretching), 1619, 1505, 1470, 1247, 895, 767 cm!, '"H NMR (400 MHz, CDCl;):
09.61 (d, J=6.7 Hz, 1H, Ar), 8.18 (s, IH, Ar), 7.90 — 7.86 (m, 2H, Ar), 7.64 — 7.59 (m, 1H,
Ar), 7.56-7.51 (m, 2H, Ar), 7.37 — 7.33 (m, 1H, Ar), 7.07 (t, /= 7.0 Hz, 1H, Ar), 2.70 (s, 3H,
-CHj3;) ppm, 13C NMR (125 MHz, CDCls): 6 184.93 (C=0), 149.26 (Ar), 145.04 (Ar), 139.44
(Ar), 132.00 (Ar), 128.89 (Ar), 128.60 (Ar), 128.52 (Ar), 127.64 (Ar), 126.66 (Ar), 123.96
(Ar), 115.20 (Ar), 16.99 (-CHj3) ppm, ESI-MS: m/z 237 [M+H]", HRMS (ESI) Anal. calcd. for
CisH13N,Om/z 237.1022 [M+H]*, found 237.1020.
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EEAPLORIS DAT AL A0S-01-20240AK-3ME CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

’I’I|80'\ 77295 CENTER FOR MASS SPECTROMETRY

01/09/24 18:18:58

A1

[Thermo Scientific Orbitrap Exploris 120

[Analysed by G SAIKR ISHMNA

JAK-3ME #5-20 RT: 0.03-0.12 AV: 4 SB: 31 0.32-1.20 NL: 1.41E9

[T: FTMS + p ESI Full ms [50.0000-750.0000]

237.10209
CisH13 O N2 =237.10224
-0.64881 ppm

Relative Abundance
o
[=]
1l

I
RS N [ T [T T
50 100 150 200 250 300 350 400 450 500

miz

(7-methylimidazo[1,2-a]pyridin-3-yl)(phenyl)methanone (3r)!

Isolated as a yellow solid, yield 80% (162 mg), m.p 127-130 °C, IR (ATR): 3117, 2914, 2863,
1736 (C=0 stretching), 1622, 1521, 1436, 1254, 894, 762 cm™!, '"H NMR (400 MHz, CDCl;):
09.62 (d,J=7.0 Hz, 1H, Ar), 8.16 (s, 1H, Ar), 7.90 — 7.84 (m, 2H, Ar), 7.60 (m, 2H, Ar), 7.53
(t, J=7.4 Hz, 2H, Ar), 6.99 (dd, J= 7.0 Hz, 1H, Ar), 2.52 (s, 3H, -CH;) ppm, 3C NMR (125
MHz, CDCly): 0 184.57 (C=0), 149.56 (Ar), 145.88 (Ar), 141.23 (Ar), 139.40 (Ar), 131.93
(Ar), 128.81 (Ar), 128.58 (Ar), 128.07 (Ar), 123.34 (Ar), 117.65 (Ar), 116.42 (Ar), 21.65 (-
CHs;) ppm, ESI-MS: m/z 237 [M+H]*, HRMS (ESI) Anal. calcd. for C;sH;3N,O m/z 237.1022
[M+H]*, found 237.1019.
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EEXFLORIS DATAL 00012028 AR-AME CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

11801772986 CENTER FOR MASS SPECTROMETRY

1/09/24 18:23:18

A1

[Thermo Scientific O rbitrap Explaris 120

[fnalysed by G SAIKRISHNA

PK-4ME #4-24 RT: 0.03-0.09 AV: 3 SB: 31 0.32-1.20 NL: 6.45E8

- FTMS + p ESI Full ms [50.0000-750.0000]

237.10196
CisH13 ONz=237.10224
100 -1.19814 ppm
95
90
85
80
75
70
65
60
55
50
45
40
35
30
25
20
15
10
5
o Sl as lndad aads baad uias A Made Latadad tn) ol ldad ads Maad ity el Madt A Sdnl ot el et st st i
50 100 150 200 250 300 350 400 450 500

m/z

Relative Abundance

(6-methylimidazo[1,2-a]pyridin-3-yl)(phenyl)methanone (3s)!

Isolated as a pale brown solid, yield 78% (158 mg), m.p 78-82 °C, IR (ATR): 3112, 2921,
2844, 1711 (C=0 stretching), 1602, 1511, 1432, 1244, 912, 772 cm’!, 'TH NMR (400 MHz,
CDCl5): 6 9.60-9.56 (m, 1H, Ar), 8.16 (s, 1H, Ar), 7.89 — 7.85 (m, 2H, Ar), 7.71 (d, J=9.1 Hz,
1H, Ar), 7.64 — 7.58 (m, 1H, Ar), 7.56 — 7.51 (m, 2H, Ar), 7.44 — 7.39 (m, 1H, Ar), 2.47 (s,
3H, -CHj3;) ppm, 3C NMR (100 MHz, CDCly); 0 184.81 (C=0), 148.11 (Ar), 145.63 (Ar),
139.45 (Ar), 132.41 (Ar), 131.97 (Ar), 128.85 (Ar), 128.59 (Ar), 126.89 (Ar), 125.29 (Ar),
123.35 (Ar), 116.95 (Ar), 18.48 (-CH;3) ppm, ESI-MS: m/z 237 [M+H]", HRMS (ESI) Anal.
calcd. for C;sH;3N>,Om/z 237.1022 [M+H]*, found 237.1020.
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ENEXPLORIS DATAL. 309-01-202408K-5-ME CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF AMALYTICAL & STRUCTURAL CHEMISTRY

110177297 CENTER FOR MASS SPECTROMETRY

01/09/24 18:27.36

RA1

Thermo Scientific Orbitrap Exploris 120

Analysed by G SAIKRISHNA

IAK-5-ME #4-24 RT: 0.03-0.09 AV: 3 SB: 30 0.32-1.20 NL: 6.18E8

T: FTMS + p ESI Full ms [50.0000-750.0000]

237.10205
CisH130 N2 =237.10224
-0.81502 ppm

Relative Abundance
(4]
[=]
Ll

53 355.14348

OZI\\\I\ \\||||||'\ IIII|IIII‘|‘IIII|IIII|I\I

T T
50 100 150 200 250 300 350 400 450 500
/2,

(5,7-dimethylimidazo[1,2-a]pyridin-3-yl)(p-tolyl)methanone (3t)

Isolated as a yellow solid, yield 82% (172 mg), m.p 125-127 °C, IR (ATR): 3123, 2911, 2831,
1701 (C=O0 stretching), 1619, 1521, 1432, 1253, 877, 766 cm™!, '"H NMR (400 MHz, CDCl;):
0 7.98 (s, 1H, Ar), 7.93 (d, J= 8.2 Hz, 2H, Ar), 7.46 (s, 1H, Ar), 7.33 (d, /= 7.9 Hz, 2H, Ar),
6.77 (s, 1H, Ar), 2.65 (s, 3H, -CH3Ar), 2.47 (s, 6H, -CH3) ppm, *C NMR (100 MHz, CDCl5):
0 182.10 (C=0), 151.21 (Ar), 146.28 (Ar), 143.63 (Ar), 140.83 (Ar), 139.08 (Ar), 136.06 (Ar),
130.24 (Ar), 129.23 (Ar), 125.58 (Ar), 118.55 (Ar), 114.03 (Ar), 22.27 (-CH3), 21.71 (-CH3),
21.27 (-CH3) ppm, ESI-MS: m/z 265 [M+H]*, HRMS (ESI) Anal. calcd. for C;7H;7N,0 m/z
265.1340 [M+H]", found 265.1343.
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CENTER FOR MASS SPECTROMETERY - CSIR IICT /e

Sample Information

Name Data File Path E \HRMS S&MPLES\2025YMARCH 2029417-03-2025"4K 264.d
Sample ID Acq. Time (Local) 3/17/2023 6:43:27 PM (UTC+0S:30)

Instrument LCMs Method Path (Acq) [:\EXTERMAL SAMPLES\GENERAL POS.m

MS Type QTOF Version (Acq SW) 6200 series TOF /6500 series Q-TOF B.06.01 (B6172 5P1)
Inj. vol. (ul) 2 IRM Status Al ions rissed

Position P1-ES Method Path (DA)

Plate Pos. Target Source Path

Operator Result Summary

Sample Chromatograms

Sample Spectra

+ Scan (rt: 0,127-0.177 min)

5 |+ESI Scan (rt: 0.127-0.177 min, 4 scans) Frag=20.0V 4K-264.d
- 265.1343

%10

2]
1.5+
=

057
0 I
I I I I | I I I I I I I I | I | I [ I I I I I I I I [
60 80 100 120 140 1600 180 200 220 2400 260 280 3000 320 340 360 380 400 420 440 460 480 SO0 520 540 S0 sS40

1
Counts vs, Mass-to-Charge (m/z)

Spectrum Identification Table

Best ID Source Name Formula Species m/z Diff CAS Score Score Score Score  Lib/DB
(ppm) (Lib) (DB) _ {MFG)

Mo MFG CIFHIBNZ O (MHH)+ 2651343 247 75.24 75.24

Mo MFG CIFHIZNZ O [+ 2651343 246 7524 75.24

MassHunter Qual 10.0
(End of Report)

(4-isobutylphenyl)(7-methylimidazo[1,2-a]pyridin-3-yl)methanone (3u)

Isolated as a yellow solid, yield 87% (165 mg), m.p 118-122 °C, IR (ATR): 3127, 2943, 2837,
1720 (C=O0 stretching), 1629, 1513, 1473, 1218, 882, 764 cm!, "TH NMR (400 MHz, CDCls):
09.60 (d, J=7.0 Hz, 1H, Ar), 8.18 (s, 1H, Ar), 7.80 (d, J= 8.2 Hz, 2H, Ar), 7.58 (s, 1H, Ar),
7.30 (d, J = 8.1 Hz, 2H, Ar), 6.98 (dd, J = 7.1 Hz, 1H, Ar), 2.58 (d, J = 7.2 Hz, 2H,
(CH3),CHCH,-), 2.51 (s, 3H, -CH3), 2.00 — 1.89 (m, 1H, (CH3),CH-), 0.95 (d, /= 6.6 Hz, 6H,
(CH3),CH-) ppm, 13C NMR (100 MHz, CDCls): 6 184.50 (C=0), 149.42 (Ar), 146.41 (Ar),
145.50 (Ar), 141.08 (Ar), 136.90 (Ar), 129.33 (Ar), 128.84 (Ar), 128.06 (Ar), 123.39 (Ar),
117.57 (Ar), 116.36 (Ar), 45.42 ((CH;),CHCH,-), 30.21 ((CH;),CH-), 22.42 ((CH3),CH-),
21.64 (-CH3) ppm, ESI-MS: m/z 293 [M+H]*, HRMS (ESI) Anal. calcd. for C;yH,;;N,O m/z
293.1648 [M+H]", found 293.1647.
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EAEXPLORIS DATAL AO9-01-2024804K-292 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

1180177303 CEMNTER FOR MASS SPECTROMETRY

01/08/24 18:53.05

F.A1

[Thermao Scientific Orbitrap Exploris 120

lLnalysed by G SAIKR ISHNA

JAK-292 #4-27 RT: 0.03-0.12 AV: 4 SB: 31 0.32-1.20 NL: 7.74E8

[T: FTMS +p ESI Full ms [50.0000-750.0000]

293.16470
CigH21 O N2 =293.16484
-0.48583 ppm

Relative Abundance
o
o]
111

0:\\\\\\|||||||\|\|\\\\‘\l\‘||||||||\\‘\\\|\|\|\|||||'\|\\

50 100 150 200 250 300 350 400 450 500 550
m/z

(7-methoxyimidazo[1,2-a]pyridin-3-yl)(3,4,5-trimethoxyphenyl)methanone (3v)!

Isolated as a pale brown solid, yield 83% (160 mg), m.p 190-193 °C, IR (ATR): 3117, 2973,
2840, 1727 (C=0 stretching), 1614, 1499, 1144, 863, 770 cm™!, '"H NMR (500 MHz, CDCl;):
09.50 (d, J=17.6 Hz, 1H, Ar), 8.15 (s, 1H, Ar), 7.13 (s, 2H, Ar), 7.06 (d, J=2.4 Hz, 1H, Ar),
6.81 (dd, J= 7.6 Hz, 1H, Ar), 3.94 (s, 6H, -OCH3), 3.92 (s, 6H, -OCH;) ppm, 3C NMR (100
MHz, CDCl,): ¢ 183.22 (C=0), 161.07 (Ar), 153.15 (Ar), 151.37 (Ar), 145.85 (Ar), 141.46
(Ar), 134.53 (Ar), 129.36 (Ar), 123.02 (Ar), 109.16 (Ar), 106.27 (Ar), 95.77 (Ar), 61.01 (p-
OCH3), 56.33 (m-OCH3), 55.87 (-OCHj3) ppm, ESI-MS: m/z 343 [M+H]*, HRMS (ESI) Anal.
calcd. for C;gH9N,Osm/z 343.1293 [M+H]", found 343.1310.

44



Z6°E

OMe

OMe

OMe

vo'e

ST8—

606~
1567

[

/109
“00'9

-10'T
00T
~e0¢

—+0'T

—00'T

85 80 25 720 65 60 55 50 45 40 35 30 25 20 15 10 05 0.0

9.0

11.0 105 10.0 95

f1 (ppm)

1855~
€c9s
10719

LL°56—

LT90T—
9r'e0T—

zoezr
96T~
ESPET~_

9P TPT-
S8'SPT—
LETSTA
ST'EST~

LO0T9T—

CTEBT—

190 180 170 160 150 140 130 120 110 100 90 8 70 60 50 40 30 20 10
f1 (ppm)

200

45



CENTER FOR MASS SPECTROMETERY - CSIR TICT et

Sample Information

Name Data File Path ENHRMS SAMPLES\2025\MAY 2025\08-05-20290K-32d
Sample ID Acq. Time (Local) 5/9/2025 12:43:43 P (UTC+05:30)

Instrument LCMS Method Path (Acq) TAEXTERNAL SAMPLES\HRMS-01-05-2025 POS.m

MS Type QTCF Version (Acq SW) 6200 series TOF/6500 series Q-TOF B.06.01 (B6172 SP1)
Inj. Vol. (ul) 1 IRM Status All ions missed

Position P1-ES Method Path (DA)

Plate Pos. Target Source Path

Operator Result Summary

Sample Chromatograms

Sample Spectra

+ Scan (rt: 0.16 min)

iof [FESI Sean (rt: 0.16 min) Frag=80.0v AK-342.d
T *#31310
e
0.87
0.6
0.4
0.2 !
| Bcam
T- & e ol 0F b b o oille ol ole ol ol il wils ol ol Ae ol ole O ol ol ols sl ol abs ol ol ol ol ol ale ale ol oloel
€60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 530 600 620 &40 €60 680 700 720 740 760 780
Counts vs. Mass--Charge (m/z)
Spectrum Identification Table
Best ID Source Name Formula Species m/z Diff CaAs Score Score Score Score  Lib/DB
(ppm) (Lib) (DB) __ (MFG)
No MFG CIBHIBN205 (M+H)+ 31310 6.07 ®M.74 84.74
No MFG CIBHIONZOS M+ #31310 6.06 .74 84.74

MassHunter Qual 10.0
(End of Report)

(4-bromophenyl)(5,7-dimethylimidazo[1,2-a]pyridin-3-yl)methanone (3w)

Isolated as a yellow solid, yield 73% (143 mg), m.p 137-140 °C, IR (ATR): 3086, 2938, 2796,
1727 (C=0 stretching), 1620, 1511, 1421, 1271, 882, 767 cm!, "TH NMR (400 MHz, CDCls):
07.98 (s, 1H, Ar), 7.89 (d, J= 8.5 Hz, 2H, Ar), 7.68 (d, J= 8.5 Hz, 2H, Ar), 7.48 (s, 1H, Ar),
6.80 (s, 1H, Ar), 2.66 (s, 3H, -CH3), 2.48 (s, 3H, -CH3) ppm, 3C NMR (125 MHz, CDCl;): 6
180.82 (C=0), 146.84 (Ar), 141.40 (Ar), 139.24 (Ar), 137.52 (Ar), 131.83 (Ar), 131.50 (Ar),
127.83 (Ar), 125.24 (Ar), 118.86 (Ar), 114.17 (Ar), 22.29, 21.29 ppm, ESI-MS: m/z 329
[M+H]*, HRMS (ESI) Anal. calcd. for C,H4BrN,O m/z 329.0284 [M+H]*, found 329.0279.
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CAEXPLORIS DATAL MS-01-20240A4-329

11501773200

01/09/24 18:40:21

SN

[Thermo Scientific Orbitrap Exploris 120
lAnalysed by G SAIKRISHNA

T: FTMS + p ESI Full ms [50.0000-750.0000]

1005

Relative Abundance
(4]
o
Ll

AK-329 #3-25 RT: 0.03-0.12° AV: 4 SB: 31 0.32-1.20 NL: 3.58E8

C1sH14 O N2 Br=329.02840

CSIR-INDIAN INSTITUTE OF CHEMICAL TECHMNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY
CEMTER FOR MASS SPECTROMETRY

329.02789

-1.25055 ppm

m "
LI L AL L AL AL L UL L L L L L L L L L L S L L L

07II\\|II\\\|\\\I\\\I\\\II\
50 100 150 200 250

T T
300 350 400 450 500 550 600 650 700 750
miz

(8-methylimidazo|[1,2-a]pyridin-3-yl)(naphthalen-2-yl)methanone (3x)

Isolated as a white solid, yield 84%
1721 (C=0 stretching), 1601, 1517,
(d, J=6.8 Hz, 1H, Ar), 8.40 (s, 1H,

(160 mg), m.p 142-144 °C, IR (ATR): 3021, 2933, 2846,
1187, 923, 761 cm'!, "H NMR (400 MHz, CDCls): & 9.64
Ar), 8.27 (s, 1H, Ar), 8.02 — 7.93 (m, 4H, Ar), 7.66 — 7.56

(m, 2H, Ar), 7.40 — 7.35 (m, 1H, Ar), 7.09 (t, /= 6.9 Hz, 1H, Ar), 2.72 (s, 3H, -CH3) ppm, 13C
NMR (100 MHz, CDCls): 0 184.85 (C=0), 149.29 (Ar), 145.07 (Ar), 136.68 (Ar), 135.10 (Ar),
132.51 (Ar), 130.06 (Ar), 129.27 (Ar), 128.63 (Ar), 128.54 (Ar), 128.10 (Ar), 127.89 (Ar),
127.67 (Ar), 126.95 (Ar), 126.68 (Ar), 125.15 (Ar), 124.17 (Ar), 115.24 (Ar), 17.00 ppm, ESI-
MS: m/z 287 [M+H]*, HRMS (ESI) Anal. calcd. for C;oH;sN,O m/z 287.1178 [M+H]*, found

287.1176.

48



w©we—

202
60
1T
9¢°L
1€
BE'LA
JAVE
AYE
65
65,
19
19'4
1947
T9'LA
€971
£9'7 1
b9L
S9Lg
£6°L
S6'LA
S6'L
96°L -
96'L-]
L6'L
862
86,
6674
108+
278

[

+9'6~_
596~

i

—I0E

—00'T

85 80 25 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 00
f1 (ppm)

9.0

10.0 95

11.0 105

00°LT—

{22
89°9ZT~
56°9ZT-),
68°27T~%
or'szTf
£9'821
nm.mmﬁﬁ
90°0€1-
LO'SHT—
62°6HT—

S8BT —

e

Fyr-

L)

W

Ll Beiide g

w

190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 10
f1 (ppm)

200

49



EEXPLORIS DAT AL NI9-01-20240804-286 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

1180177301 CENTER FOR MASS SPECTROMETRY

01/08/24 18:44:33

R A1

[Thermo Scientific Orbitrap Exploris 120

jAnalysed by G SAIKRISHNA o o o

AK-286 #3-34 RT: 0.03-0.14 AV: 5 SB: 31 0.32-1.20 NL: 5.79E8

T: FTMS + p ESI Full ms [50.0000-750.0000]

287.11764
CigH15 ONy=287.11789

1005 -0.85959 ppm
957
905

857

Relative Abundance
(4]
[=]
1l

0:\ll‘l'\“\|\||\H||\|\\|||H|\|\\\\||\|\\|||HH|\H\|||H||||\\\||\|H|\|
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750

miz

Benzo|[d][1,3]dioxol-5-yl(6-methylimidazo[1,2-a]pyridin-3-yl)methanone (3y)

Isolated as a yellow solid, yield 80% (153 mg), m.p 170-173 °C, IR (ATR): 3106, 2930, 2877,
1703 (C=O0 stretching), 1617, 1457, 1263, 955, 892, 765 cm!, 'TH NMR (400 MHz, CDCly): ¢
9.49 (s, 1H, Ar), 8.16 (s, 1H, Ar), 7.70 (d, J=9.1 Hz, 1H, Ar), 7.50 — 7.45 (m, 1H, Ar), 7.41 —
7.35 (m, 2H, Ar), 6.95 — 6.90 (m, 1H, Ar), 6.09 (s, 2H, -CH,-), 2.45 (s, 3H, -CH3) ppm, 13C
NMR (100 MHz, CDCls): 6 183.17 (C=0), 151.10 (Ar), 148.09 (Ar), 147.99 (Ar), 144.86 (Ar),
133.66 (Ar), 132.20 (Ar), 126.78 (Ar), 125.08 (Ar), 124.73 (Ar), 123.23 (Ar), 116.92 (Ar),
109.04 (Ar), 108.07 (Ar), 101.85, 18.46 ppm, ESI-MS: m/z 281 [M+H]*, HRMS (ESI) Anal.
caled. for C;¢H13N,03 m/z 281.0920 [M+H]", found 281.0918.
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ENEAPLORIS DATAL. A08-01-202444K-280 CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

1150177304 CENTER FOR MASS SPECTROMETRY

01/09/24 18:57:25

RA1

[Thermo Scientific Orbitrap Exploris 120

[Pnalysed by G SAIKRISHMNA -, oz _

AK-280 #4-30 RT: 0.03-0.12 AV: 4 SB: 31 0.32-1.20 NL: 4.76E8

T: FTMS + p ESI Full ms [50.0000-750.0000]

281.09184
Cg Hiz O3 N2 =281.09207
-0.82212 ppm

Relative Abundance
(4]
o
1l

57 387.14456

0:}I\I|\I\I|\\\I|\\\I|‘\\\‘\|\\\\|I\\L\|I\\\|III\|IIII‘\\II

50 100 150 200 250 300 350 400 450 500 550
m/z

(6-methylimidazo|[1,2-a]pyridin-3-yl)(thiophen-2-yl)methanone (3z)

Isolated as a brown solid, yield 77% (154 mg), m.p 76-78 °C, IR (ATR): 3084, 2947, 2814,
1714 (C=0 stretching), 1645, 1508,1412, 1263, 892, 821, 776 cm’!, 'H NMR (400 MHz,
CDCl5): 6 9.47 (s, 1H, Ar), 8.47 (s, 1H, Ar), 7.88 — 7.85 (m, 1H, Ar), 7.74 — 7.68 (m, 2H, Ar),
7.39(dd, /=9.1, Hz, 1H, Ar), 7.24 - 7.19 (m, 1H, Ar), 2.44 (s, 3H, -CH3) ppm, 13C NMR (125
MHz, CDCl,): 6 175.64 (C=0), 148.02 (Ar), 143.87 (Ar), 143.63 (Ar), 132.50 (Ar), 132.37
(Ar), 131.78 (Ar), 128.01 (Ar), 126.79 (Ar), 125.22 (Ar), 123.02 (Ar), 116.98 (Ar), 18.47 ppm,
ESI-MS: m/z 243 [M+H]*, HRMS (ESI) Anal. Calcd. for C;3H;;N,OS m/z 243.0586 [M+H]",
found 243.0584.
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EMEXPLORIS DATAL W09-01-2024\A8K-242 CSIR-INDIAN INST ITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

118077306 CENTER FOR MASS SPECTROMETRY

01/09/24 19.06:03

R.A1

Thermo Scientific Orbitrap Exploris 120

Analysed by G SAIKRISHNA

AK-242 #4-30 RT: 0.03-0.12 AV: 4 SB: 31 0.32-1.20 NL: 6.24E8

T: FTMS + p ESI Full ms [50.0000-750.0000]

243.05841
Ci3H11 O N2 S =243.05866

1005 -1.03263 ppm

95—
905

853
805

75
703
657
603
555

505
457

407
357

Relative Abundance

53 349.11120

[
350

07I\J\I|‘\III\\II\I|\I\'\‘\'|\\II\ LI N A A s O I O B B I O B |
50 100 150 200 250 300 400 450 500 550

miz

(6-bromoimidazo|1,2-a|pyridin-3-yl)(3-nitrophenyl)methanone (3za)

Isolated as a brown solid, yield 67% (158 mg), m.p 218-222 °C, IR (ATR): 3085, 2917, 2852,
1707 (C=O0 stretching), 1620, 1524, 1461, 1348, 1225, 904, 724 cm’!, 'H NMR (400 MHz,
CDCl5): 09.92 (s, 1H, Ar), 8.72 (s, 1H, Ar), 8.52 — 8.45 (m, 1H, Ar), 8.23 —8.17 (m, 2H, Ar),
7.77 (dd, J = 8.4 Hz, 2H, Ar), 7.72 — 7.67 (m, 1H, Ar) ppm, 3C NMR (100 MHz, CDCls): 6
181.81 (C=0), 148.37 (Ar), 147.96 (Ar), 145.73 (Ar), 140.20 (Ar), 134.32 (Ar), 133.66 (Ar),
130.05 (Ar), 129.10 (Ar), 126.67 (Ar), 123.72 (Ar), 123.07 (Ar), 118.51 (Ar), 110.77 (Ar) ppm,
ESI-MS: m/z 346 [M+H]", HRMS (ESI) Anal. calcd. for C;4HyBrN;O; m/z 345.9821 [M+H]",
found 345.9816.
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EAEXPLORIS DAT AV MS-01-2024\4K-346

1180177289

01/09/24 18:36:09

R.A1

[Thermo Scientific Orbitrap Exploris 120
lAnalysed by G SAIKRISHNA

T: FTMS + p ESI Full ms [50.0000-750.0000]

Relative Abundance
(42}
[=]

60.04424 210.98623

102.12759

50 100

150 200 250

IAK-346 #5-30 RT: 0.03-0.12° AV:' 4~ SB: 3170.32-1.20 NL: 7.13E7

CSIR-INDIAM INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY
CENTER FOR MASS SPECTROMETRY

345.98169
C14Hg O3 N3 Br=345.98218
-1.41171 ppm

610.18307

371.92701

536.16469 684.20180

300 350 400

miz

450 500 550 600 650 700

750

(6-bromo-8-methylimidazo|[1,2-a]pyridin-3-yl)(phenyl)methanone (3zb)

Isolated as a yellow solid, yield 78% (211 mg), m.p 202-205 °C, IR (ATR): 3117, 2917, 2852,
1728 (C=O0 stretching), 1621, 1460, 1247, 891, 715 cm™!, 'H NMR (400 MHz, CDCl;): 6 9.79
(s, 1H, Ar), 8.15 (s, 1H, Ar), 7.88 — 7.84 (m, 2H, Ar), 7.65 — 7.60 (m, 1H, Ar), 7.57 — 7.52 (m,
2H, Ar), 7.47 — 7.43 (m, 1H, Ar), 2.69 (s, 3H, -CH3) ppm, *C NMR (100 MHz, CDCls): ¢
184.90 (C=0), 147.72 (Ar), 144.74 (Ar), 139.02 (Ar), 132.28 (Ar), 131.71 (Ar), 128.87 (Ar),
128.69 (Ar), 128.60 (Ar), 126.73 (Ar), 123.97 (Ar), 110.06 (Ar), 16.85 ppm, ESI-MS: m/z 315
[M+H]*, HRMS (ESI) Anal. calcd. for C;sH,BrN,Om/z 315.0127 [M+H]*, found 315.0125.
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EAEAPLORIS DATAL M0S-01-2020AK-315 C5IR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY

Mpo177298 CENTER FOR MASS SPECTROMETRY

01/08/24 18:31:57

[Thermo Scientific Orbitrap Exploris 120

Analysed by G SAIKRISHNA _— o o
JAK-315 #4-27 RT: 0.03-0.12 AV: 4 SB: 31 0.32-1.20 NL: 2.82E8
[T: FTMS + p ESI Full ms [50.0000-750.0000]

315.01252
CisH12 O N3 Br=315.01275
-0.74913 ppm

Relative Abundance
[}
=1
1

53 100.01102 290.02839
/e

0 Il\‘l\HH‘||\|\\|\||\|\'\\u|\%|\|\H|\||\l\\|\||H\\\l\||\H\|||||\|H|||

50 100 150 200 250 300 350 400 450 500 550 600 650 700 750
miz

Phenyl(6-(trifluoromethyl)imidazo[1,2-a]pyridin-3-yl)methanone (3zc)'

Isolated as a yellow solid, yield 75% (186 mg), m.p 146-148 °C, IR (ATR): 3102, 2917, 2852,
1726 (C=0 stretching), 1611, 1456, 1213, 1050, 752, 668 cm™!, 'H NMR (300 MHz, CDCls):
010.14 (s, 1H, Ar), 8.31 (s, 1H, Ar), 7.95 - 7.86 (m, 3H, Ar), 7.73 — 7.61 (m, 2H, Ar), 7.56 (t,
J=17.3 Hz, 2H, Ar) ppm, '°F NMR (375 MHz, CDCls): ¢ -61.92 ppm, 3C NMR (125 MHz,
CDCly): 0 185.02 (C=0), 148.80 (Ar), 146.33 (Ar), 138.60 (Ar), 132.62 (Ar), 128.90 (Ar),
128.81 (Ar), 127.90 (Ar), 127.86 (Ar), 125.26 (Ar), 125.25 (Ar), 123.17 (q, J=271.62 Hz, (Ar
C-CFy)), 124.28 (Ar), 122.21 (Ar), 119.34 (d, J = 34.74 Hz, (Ar C-CF3)), 118.51 (Ar) ppm,
ESI-MS: m/z 291 [M+H]*, HRMS (ESI) Anal. calcd. for C;sH;oF;N,O m/z 291.0745 [M+H]",
found 291.0753.
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CENTER FOR MASS SPECTROMETERY - CSIR IICT A

Sample Information

Name Data File Path E:\HRMS SAMPLESIZ025\MAY 2025),09-05-202514K-290.d
Sample ID Acq. Time {Local) 5/9)2025 12:41:06 PM {(UTC+05:30)

Instrument LCMS Method Path (Acq) TEXTERMAL SAMPLES\HRMS-01-05-2025 POS.m

MS Type QTOF Version {Acq SW) 6200 series TOF/6500 series Q-TOF B.06.01 {(B6172 SP1)
Inj. Yol. {ul) 1 IRM Status All ions missed

Position Pi-E4 Method Path (DA)

Plate Pos. Target Source Path

Operator Result Summary

Sample Chromatograms

Sample Spectra

+ Scan (rt: 0.18-0.20 min)

& MESI Scan (rt: 0.18-0.20 min, 2 scans) Frag=80.0v AK-290.d
i * 791 0753

x10

449.0923

|, 840806 ) 346.1441

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 T T T T T T T T T T 1
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 350 400 420 440 460 430 500 520 540 560 S50 600 620 640 660 &80 700 720 740 760 780

Counts vs, Mass-to-Charge (m [2)

Spectrum Identification Table

Best ID Source Name Formula Species m/z Diff CAS Score Score Score Score  Lib/DB
{ppm) {Lib} (DB} {MFG)

No MFG CISHIF3 N2 D (M+H)+ 291.0753 4.36 74,59 7459

No MFG CISHIOFSMNZ O M+ 291.0753 435 74.59 7459

MassHunter Qual 10.0
(End of Report)

Imidazo[1,2-a]pyrazin-3-yl(phenyl)methanone (3zd)°

Isolated as a yellow solid, yield 71% (136 mg), m.p 210-214 °C, IR (ATR): 3057, 2921, 2828,

1732 (C=O0 stretching), 1657, 1545, 1461, 1023, 766, 691 cm*!, '"H NMR (400 MHz, CDCl;):

09.54 (dd, J=4.6 Hz, 1H, Ar), 9.34 (s, 1H, Ar), 8.33 (s, 1H, Ar), 8.27 (d, /=4.6 Hz, 1H, Ar),

7.94 —7.89 (m, 2H, Ar), 7.71 — 7.64 (m, 1H, Ar), 7.61 — 7.55 (m, 2H, Ar) ppm, '3C NMR (100
60



MHz, CDCLy): 6 185.39 (C=0), 144.83 (Ar), 144.15 (Ar), 138.35 (Ar), 134.87 (Ar), 132.89
(Ar), 132.76 (Ar), 128.96 (Ar), 128.89 (Ar), 123.89 (Ar), 120.94 (Ar) ppm, ESI-MS: m/z 224
[M+H]*, HRMS (ESI) Anal. caled. for C13H;oN30 m/z 224.0823 [M+H]*, found 224.0820.
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Sample Information

CENTER FOR MASS SPECTROMETERY - CSIR IICT e

Name Data File Path E \HRMS SAMPLES\2025YWARCH 2025417-03-2025V4K-223.d

Sample ID Acq. Time (Local) 3/17/2025 7:04:14 PM (UTCH0S:30)

Instrument LCcMs Method Path (Acq) INEXTERMAL SAMPLES\GENERAL POS.m

MS Type QTOF Version (Acgq SW) 6200 series TOF/SS00 series Q-TOF B.06.01 (B6172 SP1)

Inj. vol. (ul) 2 IRM Status Allions missed

Position P1-E1l Method Path (DA) Ei\HRMS SAMPLES\20254MARCH 2025417-03-202544K 223, chResults\Qualversiond HRMS-
m

Plate Pos. Target Source Path

Operator Result Summ ary

Sample Chromatograms

Sample Spectra

+ Scan (rt: 0,117-0,133 min) Sub

x10* +ESI Scan (rt: 0.117-0.133 min, 2 scans) Frag=80.0V AK-223.d Subfract
T 224.0820

N -  1f3OEEF 252.0685 301.1410 397.1650 543.1799

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 1
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 SO0 520 40 560 530

Counts ws. Massto-Charge (mfz)

Spectrum ldentifeation Table

Best ID Source Name Formula Species m/z Diff CAS Score Score Score Score  Lib/DB
(ppm ) (Lib) (DB} (MFG)
Mo MFG CI13HIN3 O (MAH 224.0820 0.55 82.33 82.33
Mo MFG CI3HION3 O I+ 224.0820 0.55 82.33 82.33

MassHunter Qual 10.0
(End of Report)

Imidazo[1,2-a]pyrimidin-3-yl(phenyl)methanone (3ze)'

Isolated as a yellow solid, yield 68% (130 mg), m.p 147-151 °C, IR (ATR): 3105, 2927, 2821,
1736 (C=0 stretching), 1603, 1534, 1428, 1046, 777, 689 cm™!, 'H NMR (400 MHz, CDCls):
0 10.00 (dd, J = 6.9 Hz, 1H, Ar), 8.84 (dd, J=4.2 Hz, 1H, Ar), 8.41 (s, 1H, Ar), 7.93 — 7.87
(m, 2H, Ar), 7.68 — 7.62 (m, 1H, Ar), 7.59 — 7.54 (m, 2H, Ar), 7.24 (dd, J = 6.9 Hz, 1H, Ar)
ppm, 3C NMR (100 MHz, CDCl;): ¢ 185.19 (C=0), 153.70 (Ar), 151.53 (Ar), 146.48 (Ar),
138.31 (Ar), 136.69 (Ar), 132.60 (Ar), 128.87 (Ar), 128.81 (Ar), 121.80 (Ar), 111.29 (Ar) ppm,
ESI-MS: m/z 224 [M+H]*, HRMS (ESI) Anal. caled. for C;3H;oN3O m/z 224.0823 [M+H]",
found 224.0834.
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Sample Information

Name Data File Path EAHRMS SAMPLES\2025{MAY 202540905 20254K-223.d
Sample ID Acq. Time (Local) 5/9f2025 12:38:30 PM (UTC+05:30)

Instrument LCMS Method Path (Acq) T:EXTERMAL SAMPLES\HRMS-01-05-2025 POS.m

MS Type qToF Version (Acq SW) 6200 series TOFf6500 series Q-TCF B.0A.01 (B6172 SP1)
Inj. vd. (ul) 1 IRM Status All iens missed

Position P1E3 Method Path (DA)

Plate Pos, Target Source Path

Operator Result Summary

Sample Chromatograms

Sample Spectra

+ Scan (rt: 0.15-0.18 min)
wigf |*ES! Sean (Tt 0.15-0.18 min, 3 scans) Frag=80.0V AK-223.d
* 224,083

&

.
4
>

I 050788

o | BA.0807 118.1227

I I I L I L - T T T E & F E T T 1 T & L & [ & T I I T & F T I
€0 80 100 120 140 160 150 200 220 240 260 200 300 320 30 360 300 400 420 440 460 450 300 520 540 550 B0 600 620 640 660 680 700 720 740 760 780
Counts vs. Mass-io-Charge (m/2)

Spectrum Identification Table

Best ID Source Name Formula Species m/z piff cas Score Score Score Score  Lib/DB
(ppm) (Lib) (DB) (MFG)
No MFG CI12H30N202 (M+HM 2352383 0.9 93.56 9356
No MFG CI3HIN3Q (MeH)+ 2240834 671 7522 7522
No MFG CI3HION3O M+ 2240834 &.68 75.22 7522

MassHunter Qual 10.0
(End of Report)

2-chloro-1-phenyl-3-(pyridin-2-ylamino)prop-2-en-1-one (4a)’

Isolated as yellow solid, yield 62% (137 mg), m.p 198-200 °C, IR (ATR): 3354 (NH
stretching), 3098, 3016, 2927, 1727 (C=0 stretching), 1533, 1428, 1213, 928, 721 cm’!, 'H
NMR (400 MHz, CDCl;): 6 8.52 (d, J=12.3 Hz, 1H, C=CH), 8.21 (dd, /= 4.9 Hz, 1H, Ar),
7.63 (ddd, J = 8.2 Hz, 4H, Ar), 7.57 — 7.52 (d, J=12.5 Hz, 1H, -NH), 7.48 (dd, /= 11.2 Hz,
2H, Ar), 6.99 — 6.93 (m, 1H, Ar), 6.82 (d, J= 8.2 Hz, 1H, Ar) ppm,'"H NMR (400 MHz, D,0):
0 8.45 (d, J = 3.8 Hz, 1H), 8.14 (s, 1H), 7.62 — 7.37 (m, 6H), 6.94 — 6.67 (m, 2H) ppm, 13C
NMR (100 MHz, CDCl;): ¢ 188.71 (C=0), 150.88 (Ar), 148.52 (Ar), 139.28 (CIC=CH),
138.71 (Ar), 138.49 (Ar), 131.29 (Ar), 128.76 (Ar), 128.47 (Ar), 118.84 (Ar), 111.37
(CIC=CH), 110.71 (Ar) ppm, ESI-MS: m/z 259 [M+H]", HRMS (ESI) Anal. calcd. for
C14H2CIN,O m/z 259.0632 [M+H]", found 259.0629.
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CSIR-INDIAN INSTITUTE OF CHEMICAL TECHNOLOGY
DEPARTMENT OF ANALYTICAL & STRUCTURAL CHEMISTRY
CENTER FOR MASE SPECTROMETRY
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2,2,2-Trifluoro-1-(imidazo[1,2-a]|pyridin-3-yl)-1-phenylethan-1-ol (5a)

Isolated as a white solid, yield 76% (150 mg), m.p 259-262 °C, IR (ATR): 3432 (O-H
stretching), 3113, 2942, 1592, 1513, 1422, 1039, 725, 676 cm!, 'TH NMR (400 MHz, DMSO):
07.84 (s, 1H, -OH), 7.82 — 7.76 (m, 2H, Ar), 7.65 (d, J=9.1 Hz, 1H, Ar), 7.43 — 7.36 (m, 5H,
Ar), 7.27 (dd, J = 11.4 Hz, 1H, Ar), 6.78 (t, J = 6.6 Hz, 1H, Ar) ppm, 1°F NMR (375 MHz,
CDCl;): 6 -76.23 ppm, *C NMR (75 MHz, DMSO): ¢ 135.83 (Ar), 132.75 (Ar), 129.63 (C-
CF;), 129.05 (Ar), 127.52 (Ar), 126.35 (Ar), 125.76 (Ar), 124.07 (q, J = 286.91 Hz, C-
F),121.30 (A1), 117.75 (Ar), 112.87 (Ar) ppm, ESI-MS: m/z 293 [M+H]*, HRMS (ESI) Anal.
calcd. for CysHpF3N,O m/z 293.0901 [M+H]*, found 293.0906.

mmmmmmmmm
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120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)
CENTER FOR MASS SPECTROMETERY - CSIR IICT Aoilent
T
Sample Information
Name Data File Path EXHRMS SAMFLES\20Z5\MAY 2025\0%-05-2025\AK-292.d
Sample ID Acq. Time (Local) 5/9/2025 12:48:55 PM (UTC+05:30)
Instrument LCMS Method Path (Acq) LAEXTERNAL SAMPLES\HRMS-01-05-2025POS. m
MS Type GTOF Version (Acq SW) 6200 series TOF/G500 series Q-TOF B.06.01 (B6172 5P1)
Inj. vol. (ul) 1 IRM Status All fons missed
Position P1E7 Method Path (DA)
Plate Pos. Target Source Path
Operator Result Summary
Sample Chromatograms
Sample Spectra
+Scan (rt: 0.14-0.16 min)
10 | *ESI Sean (rt: 0.14-0.16 min, 2 scans) Frag=80.0V AK-292d
T 293.0906
1257
1*
Q.75
0.5
025 84,0807
o i L 203.1177 | 329185 3%.0378 432.2379 610. 1835 647.0925 €34. 2026 7582209
T~ 1 1 1 1 1 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 T T T 1T
60 B0 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 450 430 500 520 540 560 530 600 620 640 660 680 700 720 740 760 78O
Counts vs. Mass-io-Charge (m/z)
Spectrum Identification Table
Best 1D Source Name Formula Spedies m/z Diff CAS Score Score Score Score  Lib/DB
(ppm) (Lib) (DB) (MFG)
No MFG CISHIF3NZ2O (MaH)+ 291.0735 -143 B84.77 B4.77
No MFG CISHIOF3N2 O M+ 291.0735 -143 B84.77 B84.97
No MFG CISHION502 (M+H)+ 293.0906 038 73.25 73.25
No MFG CISH11N502 M+ 293.0906 -0.57 73.25 7325

MassHunter Qual 10.0
(End of Report)
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1-(imidazo[1,2-a]pyridin-3-yl)-1,3-diphenylprop-2-yn-1-ol (62a)

Isolated as pale yellow solid, yield 83% (181 mg), m.p 212-214 °C, IR (ATR): 3421 (O-H
stretching), 3142, 2961, 2127, 1596, 1524, 1462, 1044, 786, 721 cm™', 'H NMR (400 MHz,
CDCl): 0 8.32 (d, J= 6.8 Hz, 1H, Ar), 7.60 (dd, J = 8.0 Hz, 2H, Ar), 7.41 (s, 1H, -OH), 7.32
—7.16 (m, 10H, Ar), 7.02 — 6.94 (m, 1H, Ar), 6.61 (t,J=6.7 Hz, 1H, Ar) ppm, 13C NMR (75
MHz, CDCl5): 6 146.44 (Ar), 141.41 (Ar), 132.22 (Ar), 131.82 (Ar), 128.83 (Ar), 128.55 (Ar),
128.43 (Ar), 128.35 (Ar), 126.85 (Ar), 126.35 (Ar), 126.26 (Ar), 125.23 (Ar), 122.04 (Ar),
117.29 (Ar), 112.25 (Ar), 89.35 (-C=C-Ph), 86.38 (-C=C-Ph), 68.95 (4°-Carbon) ppm, ESI-
MS: m/z 325 [M+H]*, HRMS (ESI) Anal. calcd. for C;,H;7N,O m/z 325.1340 [M+H]", found
325.1341.
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Sample Information

Name Data File Path E HRMS SaMPLES\2025\MARCH 202541703-20254AK -324.d
Sample ID Acq. Time (Local) 3/17/2025 6:50:26 PM (UTC+05:30)

Instrument LCMS Method Path (Acq) L\EXTERMAL SAMPLES\GEMERAL POSm

MS Type QTOF Version (Acq SW) 6200 series TOF/E300 series Q-TOF B.08.01 (B6172 SPL)
Inj. vol. (ul) 2 IRM Status Al ians rigsed

Position P17 Method Path (DA)

Plate Pos. Target Source Path

Operator Result Summary

Sample Chromatograms

Sample Spectra

+ &can (rt: 0.102-0,118 min) Sub
yrE JTES Scan (ft: 0,102-0,118 min, 2 scans) Frag=80.0v AK-324.d Sublract

3251341
1.2

1
0.6
0.67]
047

U‘é_ 176,1058 223.?663 h

368,1753

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
60 80 100 120 140 150 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 40 560 5RO

Courts vs Mase-to-Charge (m/z)

Spectrum Identification Table
Best 1D Source Name Formula Species m/z Diff CAS Score Score Score Score  Lib/DB
{ppm) {Lib) {DB) _ (MFG)
No_MFG C22HIB N2 O (M+H 3251341 144 84,61 84,81
No_MFG C22HIZ N2 O I+ 3251341 143 84.61 8481
MassHunter Qud 10.0
(End of Report)
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