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1. General Information
Unless mentioned otherwise, all reactions were carried out under nitrogen atmosphere in flame-
dried glassware. All reactions were monitored by TLC, visualization was effected with UV
and/or by developing in iodine. The NMR Chemical shifts are reported in 6 (ppm) relative to
TMS as the internal standard for 'H, 1*C and TFA as the internal standard for '°F. To describe
spin multiplicity, standard abbreviations such as s, d, t, q, m, dd referring to singlet, doublet,
triplet, quartet, multiplet and doublet of doublet respectively, are used.
The a-bromo ketones and 2-aminopyridines for in-situ generation of imidazo[1,2-a]pyridines
were obtained commercially. The diazo esters were synthesized from corresponding a-bromo
esters following the reported procedure.! All other reagents and catalysts were purchased from
commercial suppliers and used without further purification.
Caution! Diazo compounds should be cautiously handled in a fume hood with Personal Safety
Equipment (PPE) since they are toxic and potentially explosive.

2. Instrumentation Details
Melting points were recorded on a Precision melting point apparatus and are uncorrected. NMR
spectra were recorded on a Bruker Avance spectrometer at 400/500 MHz ('H), 100 MHz/125
MHz (13C) and 376 MHz ('°F). The ESI-HRMS spectra were recorded on Agilent 6520-Q-Tof
LC/MS system. The visible light irradiation was performed using high power blue LEDs (455
nm) (make: Original Opulant America, power = 3 W, luminous flux/radiant flux = 687 mW at
700 mA) fitted in an aluminium block. The block contains 6 holes to hold vials and is fit with
water inlet-outlet nozzles. The vials are placed in holes on the block and irradiated from bottom
at a distance of approximately 2 cm. The reaction temperature can be maintained by circulating

water through the aluminium block via inlet-outlet nozzles (Figure S1).
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Figure S1. (A) Picture of the visible light photoreactor; (B) Experimental set-up

3. General Procedures
3.1. General procedure for the synthesis of hydroxyacetylated imidazo[1,2-a]pyridines 5
To a 5 mL snap vial equipped with a magnetic stir bar were added 2-aminopyridine 1 (0.2

mmol), a-bromo ketone 2 (0.2 mmol), diazo ester 4 (0.4 mmol), and iodine (5 mg, 0.02 mmol)



in DCE (2.0 mL). The resulting reaction mixture was stirred at room temperature (=25 °C) in
open air under irradiation with 3 W blue LEDs (455 nm). After completion of the reaction (10-
12 h; TLC monitoring), the reaction mixture was concentrated under reduced pressure. The
crude residue was purified by column chromatography on silica gel (100-200 mesh) using
hexane/ethyl acetate as eluent to afford the pure product 5.

3.2. Procedure for the synthesis of methyl 2-oxo-2-(2-phenylimidazo[1,2-a]pyridin-3-
yl)acetate 7>
In an oven-dried 10 mL round-bottom flask, equipped with a magnetic stir bar, were added

methyl 2-hydroxy-2-(2-phenylimidazo[1,2-a]pyridin-3-yl)acetate Sa (56 mg, 0.2 mmol) and
Dess-Martin periodinane (339 mg, 0.8 mmol) in DCM (2.0 mL). The resulting mixture was
stirred at room temperature and was concentrated under reduced pressure after completion of
the reaction (4 h; TLC monitoring). The crude residue was purified by column chromatography
on silica gel (100—200 mesh) using hexane/ethyl acetate as eluent to afford the pure product 7.

3.3. Procedure for the synthesis of 1-(2-phenylimidazo[1,2-a]pyridin-3-yl)ethane-1,2-diol
8
In an oven-dried 10 mL round-bottom flask, equipped with a magnetic stir bar, methyl 2-

hydroxy-2-(2-phenylimidazo[1,2-a]pyridin-3-yl)acetate Sa (56 mg, 0.2 mmol) was dissolved
in anhydrous THF (2.0 mL) followed by portionwise addition of LiAlHa4 (8 mg, 0.2 mmol) at
0 °C. The resulting mixture was brought to room temperature and stirred until completion of
the reaction (1 h; TLC monitoring). Subsequently, the reaction was carefully quenched by the
sequential addition of ice-cold water (2 mL), 15% aqueous NaOH solution (2 mL), and DCM
(5 mL). Anhydrous MgSO4 was then added, and the mixture was stirred for an additional 15
min at room temperature, followed by filtration. The filter cake was washed with a 10:1 mixture
of DCM/MeOH (10 mL X 4), and the combined filtrates were concentrated under reduced
pressure. The crude residue was purified by column chromatography on silica gel (100-200
mesh) using hexane/ethyl acetate as the eluent to afford the pure product 8.

34. Procedure for the radical trapping reaction
To a 5 mL snap vial, equipped with a magnetic stirring bar, 2-aminopyridine 1a (18 mg, 0.2

mmol), phenacyl bromide 2a (39 mg, 0.2 mmol), methyl diazoacetate (40 mg, 0.4 mmol) and
I, (5 mg, 0.02 mmol) were dissolved in DCE (2.0 mL). Further, TEMPO (93 mg, 0.6 mmol)
was added and the resulting reaction mixture was stirred in open air at room temperature (= 25
°C) under the irradiation of 3 W blue LEDs (455 nm). After 2h, the reaction mixture was
concentrated under reduced pressure and the crude reaction mixture was analysed by High

Resolution Mass Spectrometry (HRMS).



3.5.  Procedure for the Light On-Off experiment
To a 5 mL snap vial, equipped with a magnetic stir bar, were added 2-aminopyridine 1a (18

mg, 0.2 mmol), phenacyl bromide 2a (39 mg, 0.2 mmol), 4a methyl diazoacetate (40 mg, 0.4
mmol), and I, (5§ mg, 0.02 mmol) in DCE (2.0 mL). The resulting reaction mixture was stirred
at room temperature (=25 °C) in open air and was subjected to alternating light and dark
conditions for fixed time intervals (2 h). Irradiation was carried out using 3 W blue LEDs (455
nm) during the first (0-2 h), third (4-6 h), fifth (8-10 h), and seventh (12-14 h) phases, whereas
the reaction mixture was stirred in the absence of light during the second (2-4 h), fourth (6-8
h), and sixth (10-12 h) phases. Product formation was observed exclusively during the

irradiated periods, while no reaction progress occurred under dark conditions.
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Figure S2. Light on-off experiment
4. Spectroscopic Data

Methyl 2-hydroxy-2-(2-phenylimidazo[1,2-a]pyridin-3-yl)acetate (5a)
>N
N7

COsMe
White solid; yield 88% (50 mg); R,0.50 (3(|)-‘|’2 EtOAc/hexane); Mp 191-193 °C; 'H NMR (500
MHz, CDCl;) ¢ 8.21 (d, /= 6.7 Hz, 1H), 7.74 (d, J= 7.2 Hz, 2H), 7.66 (d, J= 9.0 Hz, 1H),
7.46 (t,J= 7.2 Hz, 2H), 7.40 (t,J= 7.1 Hz, 1H), 7.23-7.26 (d, J = 8.3 Hz, 1H merged with
solvent peak), 6.84 (t, J= 6.5 Hz, 1H), 5.85 (s, 1H), 3.74 (s, 3H); 13C NMR (100 MHz, CDCls)
o 172.46, 145.33, 145.00, 133.07, 128.95, 128.55, 128.33, 125.77, 125.57, 117.23, 116.33,
112.88, 65.05, 53.30; HRMS for C;sH;sN,O5": caled. [M+H]": 283.1077, found: 283.1085



Methyl 2-hydroxy-2-(8-methyl-2-phenylimidazo[1,2-a]pyridin-3-yl)acetate (Sb)
Me

=N
N7
HO CO,Me
White solid; yield 66% (39 mg); R;0.50 (30% EtOAc/hexane); Mp 170-172 °C; 'HNMR (500
MHz, CDCl;) 6 8.06 (d, J=6.7 Hz, 1H), 7.69 (d, J = 7.3 Hz, 2H), 7.40 (t, /= 7.3 Hz, 2H), 7.35
(t,J=7.2Hz, 1H), 7.02 (d, J=6.7 Hz, 1H), 6.73 (t, /= 6.8 Hz, 1H), 5.77 (s, 1H), 3.70 (s, 3H),
2.62 (s, 3H); 3C NMR (125 MHz, CDCl;) 8 172.74, 145.58, 145.46, 133.53, 129.16, 128.49,
128.17, 127.50, 124.40, 123.00, 116.42, 112.87, 65.12, 53.37, 17.16; HRMS for C7H7N,O5™:
caled. [M+H]": 297.1234, found 297.1245
Methyl 2-hydroxy-2-(7-methyl-2-phenylimidazo[1,2-a]pyridin-3-yl)acetate (Sc)
Me. -~ _N
N7
CO,Me
White solid; yield 55% (33 mg); R,0.50 (30% EtOAc/hexane); Mp 166-168 °C; TH NMR (500
MHz, DMSO-dy) 6 8.35 (d, /= 6.9 Hz, 1H), 7.80 (d, J= 7.6 Hz, 2H), 7.52 (t, J= 7.5 Hz, 2H),
7.43 (t,J=7.3 Hz, 1H), 7.15 (d, J= 6.8 Hz, 1H), 6.91 (t, /= 6.9 Hz, 1H), 6.47 (brs, 1H), 5.81
(s, 1H), 3.62 (s, 3H), 2.54 (s, 3H); 3C NMR (125 MHz, DMSO-dj) & 171.76, 145.20, 143.69,
134.56, 129.07, 129.00, 128.38, 126.93, 124.36, 124.31, 118.54, 112.80, 64.96, 52.84, 17.07;
HRMS for C7H{7N,0O5": calcd. [M+H]*: 297.1234, found: 297.1237

Methyl 2-hydroxy-2-(6-methyl-2-phenylimidazo[1,2-a]pyridin-3-yl)acetate (5d)
=N
/
Me N
g COzMe
White solid; yield 75% (44 mg); R,0.50 (30% EtOAc/hexane); Mp 186-188 °C; TH NMR (500
MHz, CDCl;) 6 7.96 (s, 1H), 7.74 (d, /= 7.4 Hz, 2H), 7.57 (d, /= 9.1 Hz, 1H), 7.46 (t,J=17.3
Hz, 2H), 7.40 (t,J= 7.3 Hz, 1H), 7.11 (d, J= 9.0 Hz, 1H), 5.83 (s, 1H), 3.75 (s, 3H), 2.35 (s,
3H); 3C NMR (125 MHz, DMSO-d¢) & 171.72, 144.10, 143.91, 134.57, 129.00, 128.94,
128.74, 128.34, 123.96, 121.89, 117.83, 116.87, 64.88, 52.85, 18.39; HRMS for C7H7N,O5™:
calcd. [M+H]": 297.1234, found: 297.1237
Methyl 2-(7-ethyl-2-phenylimidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (Se)
Et NN
s N/

COzMe
HO



White solid; yield 72% (43 mg); R;0.50 (30% EtOAc/hexane); Mp 165-167 °C; 'H NMR (500
MHz, DMSO-dy) 6 8.41 (d,J=7.1 Hz, 1H), 7.79 (d, J= 7.3 Hz, 2H), 7.51 (t,J=7.5 Hz, 2H),
742 (t,J=17.2 Hz,2H), 6.91 (d, J=7.0 Hz, 1H), 6.47 (d, J=4.0 Hz, 1H), 5.80 (d, J= 3.8 Hz,
1H), 3.64 (s, 3H), 2.68 (q,J= 7.5 Hz, 2H), 1.24 (t,J= 7.5 Hz, 3H); 13C NMR (125 MHz,
DMSO-d¢) 6 171.77, 145.32, 144.05, 142.42, 134.57, 129.01, 128.91, 128.34, 126.13, 117.51,
114.29,114.23,64.97,52.85, 28.13, 14.98; HRMS for C,;H7N,05": caled. [M+H]*: 297.1234,
found: 297.1243

Methyl 2-(8-(benzyloxy)-2-phenylimidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (5f)

OBn

=N
N

CO,Me

White solid; yield 68% (53 mg); R,0.50 (30% EtOAc/hexane); Mp 151-153 °C; TH NMR (400
MHz, DMSO-dy) 6 8.08 (d, /= 6.4 Hz, 1H), 7.77 (d, J = 7.6 Hz, 2H), 7.48-7.53 (m, 4H), 7.36-
7.44 (m, 4H), 6.83-6.90 (m, 2H), 6.46 (d, /= 4.0 Hz, 1H), 5.79 (d, J= 3.9 Hz, 1H), 5.33 (s,
2H), 3.61 (s, 3H); 13C NMR (100 MHz, DMSO-dy) & 171.68, 147.78, 143.34, 139.36, 136.89,
134.38, 129.03, 128.98, 128.59, 128.52, 128.38, 119.38, 119.11, 112.76, 104.30, 70.48, 64.86,
52.85; HRMS for Cy3H,1N,O4": caled. [M+H]": 389.1496, found: 389.1489

Methyl 2-(8-bromo-2-phenylimidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (5g)
Br

=N
s U N/

COo,Me
White solid; yield 68% (49 mg); R;0.50 (30% EtOAc/hexane); Mp 164-165 °C; 'H NMR (400
MHz, DMSO-dy) 6 8.53 (d, J=6.7 Hz, 1H), 7.80 (d, J = 7.2 Hz, 2H), 7.72 (d, J = 7.2 Hz, 1H),
7.54 (t,J=7.2 Hz, 2H), 7.46 (t,J= 7.2 Hz, 1H), 6.96 (t, J= 7.1 Hz, 1H), 6.59 (d, J=4.1 Hz,
1H), 5.82 (d, J=4.0 Hz, 1H), 3.63 (s, 3H); 3C NMR (100 MHz, DMSO-dy) 4 170.44, 143.57,
141.61, 132.86, 128.15, 127.82, 127.53, 125.37, 119.20, 112.30, 109.80, 64.02, 52.00; HRMS
for C1H14BrN,O;™: caled. [M+H]": 361.0182, found: 361.0193

Methyl 2-(8-bromo-6-methyl-2-phenylimidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (Sh)
Br

=N
N /i < >
Me X
COZMe

HO
White solid; yield 53% (40 mg); R,0.50 (30% EtOAc/hexane); Mp 165-166 °C; TH NMR (400

MHz, DMSO-dy) § 8.31 (s, 1H), 7.78 (d, J = 7.3 Hz, 2H), 7.62 (s, 1H), 7.52 (t, J = 7.4 Hz, 2H),

-5-



7.44 (t,J=7.3 Hz, 1H), 6.55 (d,J= 4.2 Hz, 1H), 5.79 (d, J= 4.2 Hz, 1H), 3.61 (s, 3H), 2.32
(s, 3H); 13C NMR (100 MHz, DMSO-dy) § 171.42, 144.41, 141.63, 133.98, 131.07, 129.06,
128.66, 123.64, 122.63,119.91, 110.29, 64.92, 52.93, 18.03; HRMS for C,H;¢BrN,05": caled.
[M+H]*: 375.0339, found: 375.0350

Methyl 2-(6-chloro-2-phenylimidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (5i)
=N
N Y%
COo,Me

White solid; yield 55% (35 mg); R,0.50 (30% EtOAc/hexane); Mp 182-184 °C; TH NMR (500
MHz, DMSO-dg) 8.67 (d, J= 1.3 Hz, 1H), 7.80 (d, /= 7.2 Hz, 2H), 7.73 (d, J= 9.5 Hz, 1H),
7.53 (t,J=17.5 Hz, 2H), 7.42-7.47 (m, 2H), 6.62 (d, J= 3.8 Hz, 1H), 5.85 (d, /= 3.4 Hz, 1H),
3.64 (s, 1H); 3C NMR (125 MHz, DMSO-dg) 6 171.37, 145.11, 143.32, 133.85, 129.12,
128.98, 128.77, 126.72, 124.43, 119.61, 118.83, 118.40, 64.81, 53.03; HRMS for
Ci16H14CIN,O5™: caled. [M+H]*": 317.0687, found: 317.0694

Methyl 2-hydroxy-2-(2-(o-tolyl)imidazo[1,2-a]pyridin-3-yl)acetate (5j)
Me

COs,Me
White solid; yield 89% (53 mg); Rr0.50 (30% EtOAc/hexane); Mp 191-193 °C; TH NMR (500
MHz, DMSO-dy) 6 8.48 (d, J= 6.3 Hz, 1H), 7.63 (d, J=9.1 Hz, 1H), 7.32-7.36 (m, 4H), 7.26-
7.29 (m, 1H), 7.01 (t, J= 6.7 Hz, 1H), 6.40 (d, J = 3.6 Hz, 1H), 5.43 (s, 1H), 3.53 (s, 3H), 2.27
(s, 3H); 13C NMR (125 MHz, DMSO-d6) 6 171.60, 144.92, 144.48, 137.91, 133.67, 130.93,
130.66, 128.71, 126.37, 125.82, 125.63, 118.87, 117.38, 112.74, 64.84, 52.65, 20.40; HRMS
for C7H7N,05: calcd. [M+H]*: 297.1234, found: 297.1239

Methyl 2-hydroxy-2-(2-(p-tolyl)imidazo[1,2-a]pyridin-3-yl)acetate (5k)
=N
<N / Me

CO,Me
White solid; yield 89% (53 mg); RfO.SO'E'?(a)O% EtOAc/hexane); Mp 171-172 °C; 'TH NMR (500
MHz, CDCl;) 6 8.23 (d, /= 6.9 Hz, 1H), 7.61 (d, J= 9.1 Hz, 1H), 7.58 (d,J= 7.7 Hz, 2H),
7.21-7.24 (m, 3H), 6.82 (t, J= 6.8 Hz, 1H), 5.84 (s, 1H), 3.72 (s, 3H), 2.39 (s, 3H); 3C NMR
(125 MHz, CDCl;) 6 172.71, 145.98, 145.18, 138.15, 130.44, 129.30, 128.85, 125.43, 125.33,
117.41, 115.78, 112.69, 65.15, 53.41, 21.34; HRMS for C;;H;7N,O5": caled. [M+H]":
297.1234, found: 297.1242



Methyl 2-hydroxy-2-(2-(3-methoxyphenyl)imidazo[1,2-a]pyridin-3-yl)acetate (5I)
OCH3

CO,Me
White solid; yield 88% (55 mg); R,0.50 (30% EtOAc/hexane); Mp 161-162 °C; TH NMR (500
MHz, CDCl;) 6 8.28 (d, J= 6.7 Hz, 1H), 7.54 (d, J= 9.0 Hz, 1H), 7.24-7.27 (m, 1H merged
with solvent peak), 7.17-7.22 (m, 3H), 6.88 (d, /= 7.7 Hz, 1H), 6.79 (t,J= 6.7 Hz, 1H), 5.85
(s, 1H), 3.82 (s, 3H), 3.71 (s, 3H); 3C NMR (125 MHz, CDCl;) 8 172.50, 159.60, 145.65,
145.21,134.75,129.51, 125.54,125.45,121.33, 117.35, 116.29, 114.46, 113.95, 112.67, 65.08,
55.27,53.27; HRMS for C7H7N,04": caled. [M+H]": 313.1183, found: 313.1196

Ethyl 2-hydroxy-2-(2-(4-methoxyphenyl)imidazo[1,2-a]pyridin-3-yl)acetate (Sm)
i N/'j OCH;
HO COsMe
White solid; yield 85% (53 mg); R;0.50 (30% EtOAc/hexane); Mp 158-160 °C; 'HNMR (500
MHz, DMSO-d6) & 8.50 (d, /= 6.9 Hz, 1H), 7.74 (d, J = 8.7 Hz, 2H), 7.62 (d, /= 9.0 Hz, 1H),
7.30-7.34 (m, 1H), 7.08 (d, J = 8.7 Hz, 2H), 6.97-7.00 (m, 1H), 6.48 (d, /= 4.1 Hz, 1H), 5.81
(d, J= 4.0 Hz, 1H), 3.83 (s, 3H), 3.64 (s, 3H); 3C NMR (125 MHz, DMSO-d¢) 6 171.76,
159.69, 144.76, 144.21,130.24, 126.82, 126.61, 125.67,117.37,117.23,114.53,112.62, 65.02,
55.67, 52.86; HRMS for C;;H7;N,04+: calcd. [M+H]": 313.1183, found: 313.1194

Methyl 2-(2-(benzo[d][1,3]dioxol-5-yl)imidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (5n)
@)

=N \I
(@]
N/
CO,Me
HO

White solid; yield 78% (51 mg); Rr0.50 (30% EtOAc/hexane); Mp 156-158 °C; TH NMR (500
MHz, CDCl,) 6 8.20 (d,J= 6.8 Hz, 1H), 7.60 (d, /= 9.0 Hz, 1H), 7.17-7.26 (m, 3H), 6.86
(d, J=7.9 Hz, 1H), 6.81 (t,J= 6.6 Hz, 1H), 6.01 (s, 2H), 5.83 (s, 1H), 3.77 (s, 3H); *C NMR
(125 MHz, DMSO-d¢) 6 171.70, 148.01, 147.70, 144.64, 144.07, 128.37, 126.58, 125.81,
122.77, 117.58, 117.27, 112.74, 109.16, 108.94, 101.68, 64.89, 52.88; HRMS for
C7H5N,05": calcd. [M+H]*: 327.0975, found: 327.0986
Methyl 2-(2-([1,1'-biphenyl]-4-yl)imidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (50)

=N

N7 O O

Lo CO2Me



White solid; yield 88% (63 mg); R;0.50 (30% EtOAc/hexane); Mp 175-176 °C; 'H NMR (500
MHz, CDCl,) 6 8.29 (d, J= 6.8 Hz, 1H), 7.70 (d, J= 8.1 Hz, 2H), 7.56-7.60 (m, 5H), 7.45
(t,J=17.5Hz, 2H), 7.36 (t, J= 7.3 Hz, 1H), 7.16 (t, J= 7.7 Hz, 1H), 6.77 (t, J = 6.6 Hz, 1H),
5.89 (s, 1H), 3.72 (s, 3H); 3C NMR (100 MHz, DMSO-d;) 5 171.48, 144.11, 142.17, 140.55,
139.95, 132.14, 129.62, 129.50, 128.21, 127.42,127.17,127.04, 118.58, 116.68, 113.75, 64.84,
52.99; HRMS for C,,H9N,O;™: caled. [M+H]": 359.1390, found: 359.1399

Methyl 2-hydroxy-2-(2-(thiophen-2-yl)imidazo[1,2-a]pyridin-3-yl)acetate (Sp)

=N S
N\
CO,Me

White solid; yield 65% (37 mg); R,0.50 (30% EtOAc/hexane); Mp 182-183 °C; TH NMR (500
MHz, CDCls) & 8.24 (d,J= 6.8 Hz, 1H), 7.63 (d, J= 9.0 Hz, 1H), 7.42 (d, /= 3.4 Hz, 2H),
7.22-7.26 (d,J= 8.4 Hz, 1H), 7.13 (t,J= 3.8 Hz, 1H), 6.82 (t,J = 6.7 Hz, 1H), 6.03 (s, 1H),
3.77 (s, 3H); 3C NMR (125 MHz, DMSO-ds) 6 171.45, 144.80, 138.31, 137.25, 128.49,
127.51, 126.78, 126.23, 126.18, 117.20, 117.13, 113.00, 64.85, 52.90; HRMS for
C14H3N,0;357: caled. [M+H]*: 289.0641, found: 289.0652

Methyl  2-hydroxy-2-(2-(4-(trifluoromethyl)phenyl)imidazo[1,2-a]pyridin-3-yl)acetate
(9

CO,Me

White solid; yield 76% (53 mg); R,0.50 (30% EtOAc/hexane); Mp 166-168 °C; TH NMR (500
MHz, DMSO-dy) 6 8.53 (d, J=6.2 Hz, 1H), 8.04 (d, J = 7.3 Hz, 2H), 7.88 (d, J = 7.3 Hz, 2H),
7.69 (d,J=8.7 Hz, 1H), 7.38 (t, J=7.3 Hz, 1H), 7.04 (t, J = 5.8 Hz, 1H), 6.59 (s, 1H), 5.90 (s,
1H), 3.62 (s, 3H); 13C NMR (125 MHz, DMSO-d;) 8 170.56, 144.07, 141.53, 137.53, 128.64,
123.87 (q, Jer = 270.4 Hz), 127.69 (q, 2Jcr = 31.6 Hz), 125.77, 125.43, 125.01 (q appearing
as d, 3Jcr= 3.2 Hz), 118.23, 116.68, 112.29, 63.80, 51.99; 1F NMR (376 MHz, CDCl;) & -
64.30; HRMS for C7H4F3N,05": caled. [M+H]": 351.0951, found: 351.0959

Methyl 2-(2-(3-bromophenyl)imidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (5r)
Br
=N
N

COgMe
White solid; yield 79% (57 mg); R,0.50 (30% EtOAc/hexane); Mp 185-186 °C; TH NMR (500
MHz, DMSO-d) 6 8.52 (d, J= 7.0 Hz, 1H), 7.99 (s, 1H), 7.81 (d, J= 7.7 Hz, 1H), 7.63-7.67
(m, 2H), 7.48 (t, J= 7.9 Hz, 1H), 7.36-7.39 (m, 1H), 7.03 (t, /= 6.8 Hz, 1H), 6.56 (d, J=2.7



Hz, 1H), 5.85 (s, 1H), 3.62 (s, 3H); 3C NMR (125 MHz, DMSO-dg) 6 171.50, 144.89, 142.44,
136.74,131.43,131.25,131.21,127.84, 126.67, 126.26, 122.36, 118.69, 117.54, 113.14, 64.75,
52.92; HRMS for C;¢H4BrN,Os": caled. [M+H]": 361.0182, found: 361.0190

Methyl 2-(2-(4-bromophenyl)imidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (5s)
=N
<N / Br

CO,Me
White solid; yield 82% (59 mg); R;0.50 (30% EtOAc/hexane); Mp 171-172 °C; 'THNMR (500
MHz, CDCls) 6 8.23 (d, /= 6.7 Hz, 1H), 7.55 (d, J=9.1 Hz, 1H), 7.47 (s, 4H), 7.24 (t, J=7.9
Hz, 1H), 6.83 (t,J = 6.7 Hz, 1H), 5.75 (s, 1H), 3.73 (s, 3H); 3C NMR (125 MHz, CD;0D) §
172.80, 146.62, 144.57, 135.75, 133.33, 131.65, 129.93, 127.94, 127.64, 119.25, 117.50,
114.24, 66.08, 53.32; HRMS for C;¢H4BrN,O5": calcd. [M+H]": 361.0182, found: 361.0194
Methyl 2-(2-(3-fluorophenyl)imidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (5¢t)
F
N
COyMe
White solid; yield 70% (42 mg); R,0.50 (30% EtOAc/hexane); Mp 194-196 °C; TH NMR (500
MHz, DMSO-d) 6 8.52 (d, J= 6.9 Hz, 1H), 7.65-7.67 (m, 2H), 7.54-7.61 (m, 2H), 7.35-7.38
(m, 1H), 7.26-7.30 (m, 1H), 7.02-7.04 (m, 1H), 6.56 (d, J= 4.0 Hz, 1H), 5.88 (d, J= 3.6 Hz,
1H), 3.63 (s, 3H); 13C NMR (125 MHz, DMSO-dy) & 171.55, 162.71 (d, 'Jcr = 241.7 Hz),
144.84,142.74, 136.79 (d, *Jcr = 8.1 Hz), 131.10 (d, 3Jcr = 8.3 Hz), 126.67, 126.21, 125.00,
118.63, 117.53, 115.48 (d, 2Jcr = 22.4 Hz), 115.26 (d, 2Jc.r = 20.9 Hz), 113.10, 64.73, 52.91;
9F NMR (376 MHz, CDCl;) 6 -113.46; HRMS for C;¢H4FN,O;": caled. [M+H]*: 301.0983,
found: 301.0990

Methyl 2-(2-(4-fluorophenyl)imidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate (Su)

Z>=N

N7 i

COzMe
HO

White solid; yield 70% (42 mg); R;0.50 (30% EtOAc/hexane); Mp 174-176 °C; 'H NMR (500
MHz, DMSO-dy) 6 8.50 (d, J = 6.9 Hz, 1H), 7.82-7.85 (m, 2H), 7.65 (d, J=9.0 Hz, 1H), 7.35
(t, J= 8.8 Hz, 3H), 7.00-7.03 (m, 1H), 6.51 (s, 1H), 5.81 (s, 1H), 3.63 (s, 3H); 13C NMR (100
MHz, CD;0D) 6 172.80, 164.55 (d, 'Jcr = 245.5 Hz), 146.33, 144.50, 132.20 (d, *Jcr= 8.2
Hz), 130.62 (d, ¥Jcr = 3.2 Hz), 128.12, 127.67, 119.07, 117.27, 116.62 (d, 2Jcr = 21.8 Hz),
114.33,66.08, 53.30; '°F NMR (376 MHz, CDCl3) 8 -113.47; HRMS for C;sH4FN,O5": caled.

[M+H]*: 301.0983, found: 301.0994



Methyl 2-hydroxy-2-(2-(3-nitrophenyl)imidazo[1,2-a]pyridin-3-yl)acetate (S5v)
NO,

COo,Me

White solid; yield 58% (38 mg); R,0.50 (';8% EtOAc/hexane); Mp 165-166 °C; 'TH NMR (500
MHz, DMSO-dy) 6 8.68 (t,J= 1.8 Hz, 1H), 8.57 (d, /= 6.9 Hz, 1H), 8.26-8.29 (m, 2H), 7.81
(t,J=28.0 Hz, 1H), 7.70 (d, /= 9.0 Hz, 1H), 7.40 (t, J= 7.5 Hz, 1H), 7.06 (t, J = 6.5 Hz, 1H),
6.64 (d, J=3.4 Hz, 1H), 5.94 (d, J= 3.0 Hz, 1H), 3.64 (s, 3H); 13C NMR (125 MHz, DMSO-
de) 8 171.44, 148.56, 145.01, 141.65, 135.97, 135.07, 130.71, 126.76, 126.53, 123.36, 123.12,
119.19, 117.63, 113.35, 64.68, 52.96; HRMS for C;H4N3O5": calcd. [M+H]": 328.0928,
found: 328.0935

Methyl 2-hydroxy-2-(6-methyl-2-(p-tolyl)imidazo[1,2-a]pyridin-3-yl)acetate (Sw)
=N

Me
N
Me X

CO,Me

White solid; yield 79% (49 mg); R,0.50 (30% EtOAc/hexane); Mp 182-184 °C; TH NMR (500
MHz, CDCl;) 6 8.00 (s, 1H), 7.52 (d, J= 6.8 Hz, 2H), 7.46 (d, J=8.9 Hz, 1H), 7.17 (d, /= 6.7
Hz, 2H), 7.03 (d, J= 8.6 Hz, 1H), 5.80 (s, 1H), 3.71 (s, 3H), 2.37 (s, 3H), 2.31 (s, 3H); 3C
NMR (100 MHz, DMSO-dy) & 171.72, 144.03, 143.77, 137.74, 131.58, 129.59, 128.83,
128.75, 123.95, 121.87, 117.55, 116.68, 64.91, 52.83, 21.29, 18.37; HRMS for C;sH9N,O5":
calcd. [M+H]*: 311.1390, found: 311.1401

Methyl 2-(2-([1,1'-biphenyl]-4-yl)-8-methylimidazo[1,2-a]pyridin-3-yl)-2-hydroxyacetate
(5x)
CHs

=N
<N / Ph
Lo COaMe

White solid; yield 76% (57 mg); R,0.50 (30% EtOAc/hexane); Mp 141-143 °C; TH NMR (400
MHz, DMSO-dy) 6 8.35(d,J=6.6 Hz, 1H), 7.90 (d, J="7.8 Hz, 2H), 7.82 (d, /=7.8 Hz, 2H),
7.76 (d,J=7.3 Hz, 2H), 7.51 (t,J = 7.2 Hz, 2H), 7.40 (t, /= 6.9 Hz, 1H), 7.16 (d, J= 6.0 Hz,
1H), 6.91 (t,J= 6.7 Hz, 1H), 6.49 (d, /= 3.7 Hz, 1H), 5.87 (d, /= 3.6 Hz, 1H), 3.64 (s, 3H),
2.55 (s, 3H); 13C NMR (100 MHz, DMSO-ds) 6 171.75, 145.29, 143.26, 140.15, 140.03,
133.67, 129.55, 129.49, 128.08, 127.28, 127.13, 126.95, 124.36, 118.68, 112.83, 65.01, 52.88,

17.07; HRMS for C,3H,1N,O53™: caled. [M+H]™: 373.1547, found: 373.1551
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Ethyl 2-hydroxy-2-(2-phenylimidazo[1,2-a]pyridin-3-yl)acetate (5y)?

=N

N7

CO,Et
HO

White solid; yield 85% (50 mg); R;0.50 (30% EtOAc/hexane); Mp 171-173 °C; 'H NMR (500
MHz, CDCl;) ¢ 8.25 (d,J= 6.4 Hz, 1H), 7.72 (d, J= 6.8 Hz, 2H), 7.62 (d, /= 8.8 Hz, 1H),
7.37-7.42 (m, 3H), 7.23 (t,J="7.5 Hz, 1H), 6.82 (t, /= 6.2 Hz, 1H), 5.81 (s, 1H), 4.08-4.28 (m,
2H), 1.15 (t, J= 6.8 Hz, 3H); 13C NMR (125 MHz, CDCl3) & 172.03, 145.43, 144.99, 133.16,
128.98, 128.51, 128.30, 125.66, 125.47, 117.27, 116.35, 112.76, 65.07, 62.73, 13.94, HRMS
for C7sH7N,05": calcd. [M+H]*: 297.1234, found: 297.1247

Ethyl 2-hydroxy-2-(8-methyl-2-phenylimidazo[1,2-a]pyridin-3-yl)acetate (5z)3
Me

SN
N7
CO,Et
White solid; yield 73% (45 mg); Rr0.50 (30% EtOAc/hexane); Mp 165-167 °C; TH NMR (400
MHz, CDCl;) 6 8.09 (d, J=6.8 Hz, 1H), 7.73 (d, /= 7.0 Hz, 2H), 7.41 (t, /= 7.3 Hz, 2H), 7.34
(t,J=7.3 Hz, 1H), 7.04 (d, J = 6.8 Hz, 1H), 6.75 (t,J= 6.9 Hz, 1H), 5.75 (s, 1H), 4.07-4.26
(m, 2H), 2.64 (s, 3H), 1.15 (t, J=7.1 Hz, 3H); 13C NMR (125 MHz, CDCl3) $ 172.18, 145.54,
145.34, 133.65, 129.15, 128.38, 128.06, 127.40, 124.27, 123.14, 116.71, 112.65, 65.15, 62.63,
17.15, 13.97; HRMS for C;9HoN,O5": calcd. [M+H]": 311.1390, found: 311.1405
Ethyl 2-hydroxy-2-(7-methyl-2-phenylimidazo[1,2-a]pyridin-3-yl)acetate (Saa)
Me. -~ _N
N7
o COzE
White solid; yield 68% (42 mg); R,0.50 (30% EtOAc/hexane); Mp 161-163 °C; TH NMR (500
MHz, CDCly) 6 8.13 (d,J= 6.8 Hz, 1H), 7.69 (d,J= 7.1 Hz, 2H), 7.34-7.42 (m, 4H), 6.63
(d, J=6.6 Hz, 1H), 5.77 (s, 1H), 4.09-4.27 (m, 2H), 2.38 (s, 3H), 1.16 (t, /= 7.0 Hz, 3H); 3C
NMR (125 MHz, DMSO-dy) & 171.23, 145.25, 143.97, 136.35, 134.62, 128.96, 128.92,
128.32, 125.94, 117.59, 115.62, 115.14, 65.05, 61.61, 21.23, 14.37; HRMS for C;sH;yN,O5™:
calcd. [M+H]*: 311.1390, found: 311.1400

tert-Butyl 2-hydroxy-2-(2-phenylimidazo[1,2-a]pyridin-3-yl)acetate (Sab) NRJP
=N
s N

CO2t—BU
HO
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White solid; yield 80% (52 mg); R;0.50 (30% EtOAc/hexane); Mp 154-155 °C; 'H NMR (400
MHz, DMSO-d;) 6 8.58 (d, J= 6.8 Hz, 1H), 7.83 (d, J = 7.6 Hz, 2H), 7.64 (d, J = 9.0 Hz, 1H),
7.51 (t,J=17.5 Hz, 2H), 7.42 (t,J= 7.3 Hz, 1H), 7.33 (t, /= 7.3 Hz, 1H), 7.00 (t, /= 6.8 Hz,
1H), 6.35 (brs, 1H), 5.66 (s, 1H), 1.30 (s, 9H); 13C NMR (125 MHz, CDC]l;) 3 170.96, 144.11,
144.08, 131.97, 129.17, 128.87, 128.79, 127.12, 125.70, 117.12, 116.64, 113.67, 84.57, 65.26,
27.82; HRMS for C;9H,;N,O5": calcd. [M+H]": 325.1547, found: 325.1560

Allyl 2-hydroxy-2-(2-phenylimidazo[1,2-a|pyridin-3-yl)acetate (5ac)
Z=N
N7

COs-allyl

White solid; yield 84% (52 mg); R,0.50 (33‘% EtOAc/hexane); Mp 113-115 °C; 'THNMR (500
MHz, DMSO-d6) 6 8.54 (d, J=6.9 Hz, 1H), 7.82 (d, /= 7.3 Hz, 2H), 7.65 (d, J=9.0 Hz, 1H),
7.51 (t,J=7.5 Hz, 2H), 7.43 (t, J= 7.3 Hz, 1H), 7.34 (t, J= 7.7 Hz, 1H), 7.00 (t, J= 6.7 Hz,
1H), 6.57 (d, J=4.1 Hz, 1H), 5.87 (d, /= 4.0 Hz, 1H), 5.76-5.83 (m, 1H), 5.04-5.10 (m, 2H),
4.59 (d, J= 5.0 Hz, 2H); 3C NMR (125 MHz, DMSO-d¢) 6 170.85, 144.87, 144.25, 134.44,
132.58, 129.03, 129.00, 128.48, 126.77, 125.89, 118.10, 118.07, 117.41, 112.76, 65.73, 65.04;
HRMS for CgH7N,05": calcd. [M+H]*: 309.1234, found: 309.1242
Methyl 2-o0x0-2-(2-phenylimidazo|[1,2-a]pyridin-3-yl)acetate (7)

=N

N/

COzMe
0]

White solid; yield 80% (45 mg); R,0.50 (20% EtOAc/hexane); Mp 133-135 °C; TH NMR (500
MHz, CDCls) ¢ 9.68 (d,J= 6.7 Hz, 1H), 7.84 (d, J= 8.8 Hz, 1H), 7.60-7.67 (m, 3H), 7.49-
7.50 (m, 3H), 7.21 (t,J= 6.6 Hz, 1H), 3.29 (s, 3H); 3C NMR (125 MHz, CDCl;) é 176.45,
163.83, 158.66, 148.27, 133.54, 131.13, 129.65, 129.58, 129.13, 128.46, 118.06, 117.68,
115.88, 52.22; HRMS for C;sH3N,05™: caled. [M+H]*: 281.0921, found: 281.0923
1-(2-Phenylimidazo[1,2-a]pyridin-3-yl)ethane-1,2-diol (8)

U N/

HO OH

White solid; yield 88% (45 mg); R,0.50 (50% EtOAc/hexane); Mp 111-113 °C; TH NMR (400
MHz, DMSO-dy) 6 8.70 (d, J= 6.9 Hz, 1H), 7.80 (d, J = 7.7 Hz, 2H), 7.58 (d, /= 9.0 Hz, 1H),
747 (t, J=17.5 Hz, 2H), 7.38 (t, J= 7.1 Hz, 1H), 7.25 (t,J= 7.8 Hz, 1H), 6.88 (t, J= 6.8 Hz,
1H), 5.71 (d, J= 3.1 Hz, 1H), 5.20-5.24 (m, 1H), 5.08 (t, /= 5.2 Hz, 1H), 3.86-3.96 (m, 2H);
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13C NMR (100 MHz, DMSO-dy) & 144.69, 143.34, 135.26, 129.22, 128.73, 127.92, 127.87,
124.87, 121.47, 117.24, 111.78, 66.94, 63.73; HRMS for C;sH;sN,O,": calcd. [M+H]":
255.1128, found: 255.1140
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Figure S11. "TH NMR Spectrum of 5e
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Figure S13. "TH NMR Spectrum of 5f
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Figure S14. 3C NMR Spectrum of 5f
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-19-



NRJP-711

2 gg g ﬂxtlkizz?
3 =E 2 cEEE8RCSZ
= i = =Eeaelgna
= == < wciono oo o ed
e e g — . W BT ETL BT B B BT B

:

Cumrent Data Paramseters
NAME  1%DEC-AN-2025
EXPNC 340
PROCND 1

F2 = Acquisition Paranseters
Date_ 20251220
Time 402
INSTRUM ?m
PROBHD 5 mm FABEO BB/
PULPROG

3

TD G5356
SOLVENT DMS0
NS i

Ds 4

SWH 24038461 Hz

FIDRES D.IG6TIR Hx

AQ 13631 458 sec

RG 20048

Dw B0 msec

DE .50 umer

TE 304K

Dl | CHMOHMNND s

Dl DUOZOMNONH] e

TDO 1
CHAMNEL fl ====

5FO1 1006304993 MHz

NUCI 13C
9.25 user

Pl FL]
PLWI1 5300000000 W

CHANNEL 2 ====
SFO2 4001621006 MHz

F2 = Processing parameters

31 32768

SF 1006205353 MHz
h " — wWDW EM

SSB 0

LB 100 He
GE 0
T T T T T T T T T T T T T T T T T T T 1 PC 14y

190 180 170 160 150 140 130 120 110 100 90 80 70 o0 50 40 30 20 ppm

Figure S16. 3C NMR Spectrum of 5g
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Figure S17. "TH NMR Spectrum of 5h
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Figure S18. 3C NMR Spectrum of 5h
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Figure S19. '"H NMR Spectrum of 5i
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Figure S21. 'TH NMR Spectrum of 5j
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Figure S23. "TH NMR Spectrum of 5k
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Figure S24. 3C NMR Spectrum of 5k
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Figure S25. "TH NMR Spectrum of 51
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Figure S26. 3C NMR Spectrum of 51
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Figure S27. "TH NMR Spectrum of 5m
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Figure S28. 3C NMR Spectrum of 5m
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Figure S29. "TH NMR Spectrum of 5n
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Figure S30. 3C NMR Spectrum of 5n
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Figure S31. "TH NMR Spectrum of 50
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PROCNG 1
F1 « Acguisition Parameters
Diase_ 20251006
Time 618
INSTRUM spext
FROBHD 5 mm PABED BB/
PULPROG zgpel)
65536
SOLVENT DMSO
s 4
SWH 24038461 He
FIDRES 0366798 Hz
AQ 1 3631488 sec
RG 20148
oW D0LB00 usec
DE 650 usec
TE 300.0 K
ju}] 1. DCHAD0CHI sec
D11 0.03000MK) sec
TDO 1
======== CHANNEL il
SFOI 1006304993 M
NUCI 13C
Pl 9.25 ueec
FLW1 5300000000 W
== CHANNEL 2 =====
SFO2 SO0, 1621006 Mz
N2
CPDPRG|2 waltzlb
Dz D000 usec
PLW2 13 D000 W
PLWI12 0.30X47999 W
PLWI13 0.245TRDD] W
F1 = Processing paramelers
sl v
I ko SF ID0LAI043ED MHz
WDW EM
S5B 0O
LB 100 Hx:
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Figure S32. 3C NMR Spectrum of 50
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NAME  23-MAY-FN-2025
EXFNO 440
PROCND 1
F2 - Acquisition Parameters
Diaie_ 250623
Time 827
INSTRUM spect
PROBHD 5 mm PATXI IH/
PULPROG g3
TD 63536
SOLVENT CDCI3
K 32
5 2
SWH 10026.738 Hz
FIDRES 0152996 Hz
A 32680619 sec
RG 0178
oW 49867 usec
DE 650 usec
J TE 2090 K
D1 650000000 sec
TDDO 1
e e e 7T T T T ========CHANNEL fl =
H 76 74 13 72 71 68 SFO1  500.6794419 MHz
8.2 NUCI H
Pl 645 usee
FLWI1 1360000038 W
F2 - Processing parameters
sI 63536
5F 500.6763623 MHz
WDW EM
S5B 0O
l LE 030 Hz
GE 0
L PC 100
I I I I 1 I I I 1 I
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Figure S33. 'TH NMR Spectrum of 5p
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Current Data Parameters
NAME  23-May-AN-2025

EXPNO 330
PROCNO 1

F2 - Processing parameters
| 32768

SF 125 8005351 MHz
WDw EM

SSB 0

LB 1.00 Hz

GE 0

PC 1.40

| | | |
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1
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Figure S34. 3C NMR Spectrum of 5p
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Cusrent Diata Parameters

e M — NAME  I3MAY.AN2025
= CF EXPNO 3o
e 3 PROCNO 1
F2 « Acquisition Paameters
Diate_ 20523
H LRglle Time 1713k
IMSTRUM Avance neo SH0Mhe
PROBHD ZI51574_0224¢
PULFROG 2580
TD 65536
SOLVENT DMSCH
NS 16
Ds 2
SWH 10000000 He
FIDRES 0.305176 Hz
AQ 32768000 sec
RG o1
DWw 50,000 usec
DE 1114 usec
TE 20RO K
D1 100000 sec
TDR ]
SFOI 500.3030894 MHz
1H

NUC1
o 247 msec
T T T T T T T T T T T T {1 B00msec
6 85 BE1 %0 79 & 17 76 74 13 10 W0 LWl 2432000047 W
F2 « Processing paramecters
s1 65536
SF SO0USM00 MHz
WDW EM
S5E 0
LB 030 Hx
GB 0
PC 100

JU "

T I 1 1
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] ] ] — | | —

Figure S35. "TH NMR Spectrum of 5q
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Current Data Parameters
NAME 27-MAY-AN-2025

EXPNO 330
PROCNO 1

F2 - Processing parameters
SI 32768

SF 125.8006534 MHz
WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 140

, I LJH

T T T T T T T T T T T T T T T T T T T 1
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Figure S36. 3C NMR Spectrum of 5q
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NAME  24.00T-FN-1I025
EXFNO 3
FROCMO 1
F2 - Acquisiteos Parameters
Dhate_ i ek A Lt
Time 1534
[NSTRUM wpect
FROEBHD 5 mes PARBO BB/
PULPRONG  zgibigqn.2
D 131072
SOLVENT (S NE]
N5 1
Ds 4
SWH HYZES7I1 Hz
FIDRES ILSE] 196 He
ALy [LT3IMIET ser
Rii M AR
oW S.0IN) e
DE 650 user
TE 3L K
o | IHNHEONH) e
DIl DM} ser
iz DLHNNIZON) e
TDi 1
CHANNEL [ mm—
SFOI 3PS 122 MHz
LTI 15F
Fl 1500 e
FLWI Z1ANMEEHN] W
CHANMEL [Z mm—
5F02 AL 1 B2 1006 MHz
NLIC2 1H
CPOPRGIZ  walizli
PUPD2 1O s
FLW2 3. NHOHN W
FLWI2 D039 W
F2 - Processing parametsrs
5l 36
5F FThSIT06S0 MHz2
WOW EM
55 O
LE D3 Hz
I T T T 1 T T T T 1 {'r!- ¥
-10 -0 -30 -40 =50 -6 -T0 -80 -0 ppm  ** e

Figure S37. F NMR Spectrum of 5q
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Figure S38. 'TH NMR Spectrum of 5r
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Figure S39. 3C NMR Spectrum of 5r
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Crarent Data Parameiers
HAME  M-JUNE-AN-2023
EXPNO L]

FROCNO 1
F2 - Acouicition Paamelers
Diage_ MI2A0E30
Time 17.17h

INSTRUM Avasce meo 3000k §
FROBHD ZiS1574_0234 ¢

PULPROG FrEN]
™ 63556
SOLVENT DMS0
NS

D& 2

SWH 1 (MR Hz
FIDRES 305176 He
A ¥ [
R L1

W e
DE 11.14 usec
TE 2080 K

m (RLLLLLLEIESS
T 1

SFO1 SO0 330898 MHz
NUC1 1H

3] 26T e

Pl T
FLW1 2452000047 W
F2 - Processing ameners
s ity

SF SO0 30000 ME z
Whw EM

3B 0

LE 030 Hz

GE o

B LK}

Cumrent Data Parameiers

NAME 2ITJUNE-AN.JI25
EXPNO 340
PROCND 1
F2 » Acquisition Paramcters
Dhaie_ 20250628
Time 10.38
INSTRUM spect
PROBHD 5 mm PATXI LW/
PULFROG

553
SOLVENT DMS0
NS
Ds 4
SWH 20761904 Hz
FIDRES 0454131 Hx
Ay L IGIOE sec
RG 107.78
Dw 16800 nsec
DE .50 usec
TE 2086 K
D1 1 CHIOCHMOH sec
D1l CUOB0000M sec
TDO 1

====z=== CHANNEL f] s=====

SFOI 1255077573 MHz

KUl 13C

Pl 9.2% usec

PLW1 244 D000 W
CHANNEL 2

SFD2 SD0.6TRIS2T MHz
NUC2 IH

CPDPRGIZ waltzlf
PCPD2 BOLDN msec
PLW2 1360000038 W
PLWI12 DLOEEL0500 W
PLWI13 DO5ESTS00 W

F2 « Processing parameters
51 1768

SF 125895 1680 MHz
WDw EM

558

LB 100 Hz
GB

PC LAD
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Current Data Parameters
COMe NAME  20-MAY-AN-2025
HO EXPNO 330
PROCNO 1
F2 - Acquisition Parameters
Daate_ 20250520
Time 14.35
INSTRUM spect
PROBHD 5 mm PATXI IH/
PULPROG zg30
D 5536
SOLVENT CDCIE
NS 32
Ds 2
SWH 10026.738 Hz
FIDRES 0.1529% Hz
A 32680619 sec
RG 201.78
oW 49 867 usec
DE 6.50 usec
TE MRAK
T e T Dl 6.50000000 sec
B3 B2 76 75 74 73 72 69 68 Do 1
CHANNEL f] ====
SFOI1 5006794419 MHz
NUCI 1H
Pl 6.45 usec
PLWI 1360000038 W
F2 - Processing parameters
Sl 536
5F S00.6T6360T MHz
WDW EM
55B
LB 0.30 Hz
GB
. L A l_ FC 100
f T T T T T T T T T T T T T T T T T T T T
95 90 B85 B0 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm
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Figure S40. "H NMR Spectrum of 5s
NRJP-6SS D S35EIz2USES e ¢ o)
= ZAACHRELEZAESR SLERRBEEFE BRUKEH
= r-Cvif—._r;rvEniai:-:'-rr'c'x'v* i B B B B o
-1 MRl ====Cd [ =L - ) LN
-— —— e — o — — Wy oF =f < <F o &M e oo
NNV (= M s
NAME 22Z-MAY.FN-2025
EXPNO 30
PROCNO |
F2 = Acquisition Parameters
Diaie_ 250522
Time 1039
INSTRUM spect
PROBHDY 5 mm PATXI IH/
PULFROG rzpe )
T
SOL T D13
NS
DS 4
SWH 29761.904 Hz
FIDRES 0454131 Hz
AQ 1.1V NE sec
RG 10778
DWW 16800 wsec
DE 6.50 uzec
TE 996K
D1 1.ODODO000 sec
D11 03000000 zec
TDD 1
CHANNEL f1
SFO1 1259077573 MHz
NUCI 13C
Pl 9.23 usec
PLWI1 244 DO000000 W
=== CHANNEL 2
SFO2 SO06TEISIT MHz
NUCZ 1H
CPDPRG[2 waltzlf
PCPD2 BILO0 wsec
PLWZ 13.60000038 W
PLWI2 DLOBSA0500 W
PLWIZ DOSESTI00 W
F2 » Processing parameters
sl 3TTER
SF 125 8966224 Mz
L T
SSE O
LB 100 Hz
T T T T T T T T T T T T T T T T T T T 1 GB
120 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 P 1M

Figure S41. 3C NMR Spectrum of 5s
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/;/) \I/ o -’N | Cuament Data Parameters
/ NAME  I5JUNE=AN.2025
N EXPNO
PROCNG ]
HO COzMe F? « Acquisition Pasamcicrs
Deate_ 20250625
Time IE0D h
INSTRUM Avance neo S00Mhz
PROBHD ZI51574_0224(
PULFROG zg30
TD 65536
SOLVENT DME0
NS 16
Ds 2
SWH ID000.000 Hx
FDRES 0305176 Hz
A 31768000 xec
RG 1m
Dw 50000 msec
DE 1114 usec
TE HEOK
m 10000000 sec
TDO 1
SFO1 5003030894 MHz
NUC1 1H
P 267 msec
Pl B00 sec
PFLWI 24 37000047 W
T T — T T T T T - - T o = FZ u Processing parameters
E5% 850 770 165 760 755 740 735 730 735 1 10 &k 6.5 59 3l 65536
& SF SO0 3000000 MH:
WDW EM
] L
LB 030 He
GB O
PC 1.00
I l . J | "

r T T T T T T

T T T T T T T T
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f 2
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Figure S42. "TH NMR Spectrum of 5t
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Current Data Parameters
NAME 20-TUNE-FN-2025

EXPNO 400
FROCNO 1

F2 - Processing parameters
S1 32768

SF 125 8005351 MHz
WDW EM

S5B 0

LE 3.00 Hz

GE 0

PC 1.40

—

A ll L |JL[ |
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Figure S43. 3C NMR Spectrum of 5t
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Figure S44. ’F NMR Spectrum of 5t
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Figure S45. "TH NMR Spectrum of Su
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Current Data Parameters

NAME 27-OCT-FN-2025
EXFNO 390
PROCNO 1

F2 - Acguisition Parameters
Date_ 251027

Time 113
INSTRUM spect
PROBHD 5 mm PAEBO BB/
PULPROG  zgfhiggn
D 131072
SOLVENT CDCI3

N3 16

D3 4

SWH #0285.711 Hz
FIDRES 0681196 Hz
AQ 07340032 see

RG 200148

Dw 5,600 usec

DE .50 usec

TE 300.1 K

Dl 100000000 sec
Dl 0.D3D00 sec
DI2 000002000 zec
DO 1
==——=—="CHANNEL fl =—
EF01 3764894122 MHz
NUCIH 19F

Pl 15.00 usec
PFLW1 2100000000
==——==—=CHANNEL {2 ==—
SFO2  400.162 1006 MHz
NUC2 1H
CPDPRG[2 walizl6
PFCPD2 9000 usec
PLW2 1300000000 W
PLWI2 0.30342999 W

F2 - Processing parameters
3536

5F 376.5270650 MHz
WDw EM

58B O

LB 030 Hz

GB

PC 100

Current Data Pasameters

NAME  (3-JUNE-FN-202%
EXFNO 310
PROCNO 1

F2 - Acquisition Parameters
Date_ 20250603

Tieme 1217k

INSTRUM Avance neo SO0Mhz !
PROBHD Z151574_0224

PULPROG 2230
D 65536
SOLVENT DMSO
NS 16

DS 2

SWH 100000 Hz
FIDRES 0.30%176 Hz
AQ 3 276R000 sec
R 1

W 500000 usec
DE 1114 e
TE ME0K

D1 LAOODOCOM sex:
DO 1

SFO1 5003030804 MHz
WLUCL IH

151] 267 usee

Pl B0 usec
PLW1 2432900047 W

F2 - Processing parmeters
sl 65536

SF SO0 3000000 MHz
WDW EM

SSE 0

LB 0.30 Hz

GE 0

FC 100
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Figure S46. 3C NMR Spectrum of Su
NRJP-693

—-113.4699

e T T T Iaaanes T B Rans T ™ T
=60 =70 -80 =90 =100 =110 =120 =130 =140 ppm

Figure S47. ’F NMR Spectrum of Su
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Current Data Parameters
NAME 05MAY=AN2025

EXPNO

FROCKNO 1

F2 = Acguisition Parameters
Date_ 20250505
Time 16.40
INSTREUM

spect
PROBHD 5 mm PABBO BB/
FULFROG zgpe i
TD 65536
SOLVENT MeOD
NS 48

DS 4
SWH 4038461 Hz
FIDRES 0366798 Hz

A 13631488 sec
RG 201 48

(o H)_B00 usec
DE 6.50 user
TE 300.0 K

o1 1 AMHIONO00 sec

(il 0.0F000MN sec
T 1

======== CHANNEL {1

SFOI 1016304993 MHz
N1 13C

Pl 025 usec

FLW1 5300000000 W
========CHANNEL {1 =====

F2 « Processing parameters
sI v
5F 1006202938 MHz

WD EM
5B 0

LB 1.00 Hx
B0

PC 140

Current Diata Parameters
NAME 22-0CT-AN-2025
EXFNO 3
PROCNO 1

F2 - Acquisition Parameters

Diatiz_ 20251022

Time 16.40

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG  zgfhiggn.2
131067

D 2
SOLVENT CDC13
NS 16

DS§ 4

SWH 89285711 Hz
FIDRES 0681196 He
A} 0.7340032 sec
RG 20148

DwW 5600 usec
DE 650 usec
TE 3000 K

Dl 10000000 sec

Dl (OO0 sec
D12 (L2000 sec
TDO 1

== CHANNEL fl ==
SFOI1 376.4894 122 MHz
NUC1 19F
Pl 15.00 usec

PLWI1 2100000000 W

— CHANNEL 2 —=
SFO2 400. 1621006 MHz
H

2 1
CPDPRG[2 walizl6
PCPD2 90,00 usec
PLW2 1300000000 W
PLWI2 030342990 W

F2 - Processing parameters

| 63536

SF 37652704650 MHz
WDW EM

S5B O

LE 0.30 Hz

GB 0

PC 1.00
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M Current Data Parameters
s =, NAME  26-MAY-AN-2025
y EXPNO 350
i M 1 FROCNO 1
CO-Me F2 - Acquisition Parameners
< D 20250526
HO 'Tmli- Mk
INSTRUM Avance aeo S00MhEz ¢
FROBHD ZISI’}'.LIJ.I“’-!I
Pi_ LPROG gs
65536
S(JLVENT DMSO
NS

DS Y
—_—— SWH 10004000 He
5 FIDRES 0305176 Hz
51 b A 3 2TRBIN0 sec

RG 101
W S0.000 usec

DE 1114 wsee

TE MEOK

D1 LODOODM sec
TDO 1

SFOH S00. 3050894 MHz
NUC1 1H

31 2,67 usex

Pl B0 usec

PLW1 2432900047 W

FI - Processing paramelers
! T T T T 1 e e < -mu_!’

83 78 17 74 T.1 ppm 6.6 55 SF SO03000000 MHz
WDW EM
5B
LB 0.30 Hz
GE 0
FC 1.00

| A
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Figure S48. "TH NMR Spectrum of 5v
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Current Data Parameters
NAME 22-MAY-AN-2025

EXPNO 370
PROCNO 1

F2 - Processing parameters
Sl 32768

SF 125 8005351 MHz
WDW EM

SSB 0

LB 3.00 He

GB 0

PC 140
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Figure S49. 3C NMR Spectrum of 5v

-36 -



NRJP-716

ERHNEREEEBZES a 2 a3 §
SEArEI{EsSzy 8 = 55 =
SN2 T (Y i
e =M
Me
Mo
e =2
COMe
T ————
7.6 75 T4 73 72 7.1 7.0
, A
I T T T T T T T T T
9 8 7 6 5 4 3 7 1 ppm
HEEE B iR
Qf (2= ® < i bt bt
- 1 B i =1 - o Lael [
Figure S50. "H NMR Spectrum of 5w
NRJP-T16 = ARYEHIREREL e i
Al ZEERRUEERE R E E FLERZFLHAOEE
- el e R R et T M= D
= ol R TR T T HsssgEgggns
Ll L
ki bia bl Uhbiciri Mo i bk ) b bl it s ke ko kil Eipiin: bl st Wil bkt b |
190 180 170 160 150 140 130 120 110 100 90 80 70 &0 S0 40 30 20 ppm

Figure S51. 3C NMR Spectrum of 5w
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Current Data Parameters

NAME  14-0CT-FN-2025

EXPNO 360

PROCNO 1

F2 - Acquisition Parameters

Date_ 20251014

Time T43

INSTRUM spect

PROBHD 5 mm PATXI 1H/

PULFROG 2230

D G536

SOLVENT CDCI3

NS 16

Ds 2

SWH 10026.738 Hz

FIDRES 0.1529% Hz

AQ 32680619 sec

RG 121.1

Dw 49867 usec

DE .50 usec

TE 2980 K

D1 650000000 sec

TDO 1
CHANNEL f] ==

SFOI1 5006794419 MHz

NUCI 1H

Pl 6.45 usec

PLWI 1360000038 W

F2 - Processing parameters

51 65536

SF 500.6763594 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB

PC 100
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BROUKER

Current Data Parameters

NAME  2%SEP-AN.2025
EXPHNO 30
PROCNG 1

F2« Acquisition Parameters
Dage_ 22505930
Time R

INSTRUM =pect
PROBHD 5 mm PABBO BE/

PULPROG

™ 65536
SOLVENT DME0
NE

Ds 4

SWH 24038461 Hx
FIDRES 0356798 He
AD 13611488 sec
RG 201 .48

DW N)ED) msac

DE [

TE 3000 K

Dl 200000 s
Dl (0300000 soc
TDH 1

======== CHANNEL [] s====
SFO 10 A3 MHE
NUCI 13

Pl 9.25 usec
PLWI 5300000000 W

szsweees CHANNEL 2 ssm

SFO2  AD0162 1006 MHx
NUC2 1H
CPDPRG[2 waltzl6
PCFD2 S0 msec
PLW2 13 0000000 W
PLWI2 030342099 W
PLWI3 D245TE00] W
F2 = Processing parameters
a1 32768

SF 1006204 380 Mz
WDW EM

S5B

LB 100 He

GE 0

PC 140
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Figure S52. "TH NMR Spectrum of 5x
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Figure S53. 3C NMR Spectrum of 5x
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Current Diata Parameters

NAME 2%5EP-AN-2025

EXFRO 350

PROCND 1

F2 = Acuisition Parameters

Dale_ 20250930

Time 710

INSTRUM spect

PROBHD 5 mm PABBO ER/

PULPROG zg.

T B5536

SOLVENT DMS0

NS 3z

Ds 16

SWH RIN 2 R0} Hz

FIDRES 0122266 He

Al 40BG4465 sec

RG 145.79

Dw 62400 usec

DE 6.5 usec

TE 3N K

D1 A DN s

T 1
CHANNEL [l ==—===

SFOL A00L 1629712 MHz

NUC1 H

Pl 13.75 usec

PLW1 13 00NN W

F2 « Processing parameters

a1 65536

aF 400, 1605005 Mz
WDW EM

5B 0O

LB 030 Hz

GB

PC LG

(mn_L Dam Parameters

ME  19-DEC-AN-2025
l'_."\.l’.'\(] 350
PROCNO 1
F2 - Acquisition Pararmelers
Drate_ 2251220
Tume 235
INSTRUM pect
PROBHD § mm PABBO BB/
PULPROG !

TD &Sﬁt‘?‘s
SOLVENT DAMS0
NS 2048

DS L]

SWH 24038461 Hz
FIDRES 0366708 He
AQ 13631488 see
RG 20148

Dw 20800 user:
DE 650 usec

TE 3004 K

m LOODOGO0N se¢
D11 QB0 sec
T 1
==—=—==CHANNEL {1
SFO1 1006304993 MHz
NUC1 13C

Pl 0.25 usec
PLWI1 S2O0000000 W
===—=—=CHANNEL {2
SFOX 400, |&"|W.b MHz
NUC2

CPDPRG(2 \k.uulb
PCPD2 BN e
PLW2 1300000000 W
PLW12 0.3034 2000 W
PLW13 O.245TR001 W

F2 . Processing parameters
s1 21768

SF 104062 LIdJ!iLI MHz
WDW

SSB O

LB 1.00 Hz
GB 0

PC 140
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Figure S54. "TH NMR Spectrum of 5y
NRJP-642 P L R
s g EEFEE RN o0 2% 5
=] FE2ZRAEEAaAE izE EF g
i u—,#rr.:u:un:wu—;r-u:m ~lor- o _
[l - Ll e O T ] o — Il - -
| NNz NV |
T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

Figure S55. 3C NMR Spectrum of 5y
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Currest Dain Pammeters
NAME  MeDECFN2025
EXPNO 430
PROCND ]

F2 = Acquisition Parameiers
Daie, M4

Time 825
INSTRLUM spect
PROBHD 5 mm PATXI IHF
FULPROG 230

D 36
SOLVENT CICI%

NS 13

DS o

SWH 10026738 Hz
FIDRES 015209 Ha
AD 326506 1% sec
Ria 136.78

[ 45867 usec
DE 65 usec
TE R0 K

o] 1LOOCKHHAN sec
TDa 1

sessssss CHANNEL ] ss=s
SFOI S0.E7944 19 MHz

NUCI IH

Pl .45 usec
PLWI 1360000038 W
F2 . Processi
R
SF SNLAETHR01 MHz
wDwW EM

SSE O

LB 030 He

GB

PC 1.0k

Current Diata Parameters
NAME  10-DEC-FN-20235
EXPNO 310
PROCNO 1

F2 - Acquisition Parameters
Dt 281210

Time 1158
INSTRUM spect
PROBHD 5 mm PATXI 1Hf
PULPROG zgpg30

D 65536
SOLVENT CDCI3
NE 2048

D& 4
SWH 20761.904 Hz
FIDRES 0454131 Hz

AQ) 1100 D04 see

RG 107.78

Dw 16,800 nsec

DE 630 usec

TE 2080 K

D1 1LOODOD000 sec

D11 (LO3000000 sec
TDO 1
==—=—=—=CHANNEL fl ==
SFOI 1259077573 MHz
NUCH 13C

Pl 923 usec

PLWI  244.00000000 W
==—=—=—=CHANNEL {2 —=
SFO2 5006783527 MHz
NUC2 1H
CPDFRG[2 waltz 16
PCPD2 B0.00 usee

PLWZ2 1360000038 W
PLWI2 (LB EA0500 W
PLWI3 (0565 TH00 W

F2 - Processing parameters

81 X768
SF 125 8951728 MHz
W EM

]
LB 300 Hz
L]
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NAME  11-DEC-AN-2025
Me EXPND
N FROCNO 1
=
F1 - Acquisition Parameters
s N Date_ 20251211
Time 22.00
CO-EL INSTRUM spect
HO PROBHD 5 mm PABBO BB/
PULPROG 230
™ 65536
SOLVENT CDCI13
N
DS 2
SWH 8012820 Hz
FIDRES 0.122266 Hz
AQ 40894465 sec
RG 129.57
J DW 62,400 usec
DE 6.50 usec
TE 3000 K.
DI 100000000 sec
T T T T T T T T T T T T T %] T TDO 1
81 77 74 73| 71 70 a8 425 420 415 410 405 12 11
======== CHANNEL fl ===
SFO1  400.1629712 MHz
NUCI IH
Pl 13.75 usec
PLWI1 1300000000 W
F2 - Processing Elamm:lers
s1 65536
SF A00.1605091 MHz
WDW EM
SSB 0
‘L L LB 0.30 Hz
GE 0
X J | A Il PO 1.00
T T T T T T T T T T
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Figure S56. "H NMR Spectrum of 5z
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Current Diata Parameters
NAME  D%DEC.AN.2025
EXFNO 3
PROCKNO 1
F2 = Acquisition Parameters
20051209
Time 17.22
INSTRUM spect
PROBHD 5 mm PATXI LW/
PULFROG 2gpei
65536
SOLVENT CDCI3
NS 048
DS 4
SWH 19761 904 Hz
FIDRES 0454131 Hz
AQ 1. NV IOMMR sec
RG 1077
oW 16,800 usec
DE 6.5 usec
TE 2980 K
Dl 1ANM00000 sec
Dl 003000000 sec
™ 1
e CHANNEL fl ===
SFOI 1259077573 MHz
NUC1 130
Pl 023 usec
PLWI  244.00000000 W
=== CHANNEL 2 ===
SFO2  SO0.6TR3527 MHz
NUC2 IH
CFDPRG|2  wabzlé
PCPD2 BOL00 usec
PLW2 1360000038 W
PLWIZ (ORS00 W
PLWI3 005657900 W
F2 « Processing parameiers
s1 32768
SF 125,895 1680 MHz
v ! ’ WDW
SSB O
LB 300 Hz
T T T T T T T T T T T T T T T T T T T 1 gg o i
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm g

Figure S57. 3C NMR Spectrum of 5z
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Current Data Parameters
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\ri’\“‘w-’»N EXPNO 310
i FROCNO 1
N

F2 - Acquisition Parameters

CO-Et Date_ 20250731

HO - Time 13.43
INSTRLUM spect
PROBHD 5 mm PATXI 1H/
PULFROG 2g30
gi 65536
SOLVENT CDCI3
NS 32
Ds 2
SWH 10026.738 Hz
FIDRES 0.152996 Hz
A 32680619 sec
RG 15827
Dw 49,367 usec
DE 6.50 usec
TE 2080 K
D1 650000000 sec

—————————

TDO 1
T T T T T T T T T T T T T 130 118 Li0 =_CH;L‘JNEL fl =
B15 BI0 § TT0 T6S 745 740 735 730 665 660 43 42 il SFOL 500.6794419 MHz
c e NUCI 1H
Pl 6.45 usec
PLW1 13 60000038 W

F2 - Processing parsmeters

51 65536
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Figure S58. "TH NMR Spectrum of 5aa
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Current Data Parameters
NAME 24-JUNE-FN-2025
EXPNO 360
PROCNO 1

F2 - Processing parameters
] 2768
SF 125 8005351 MHz

WDW EM
SSB O

LB 1.00 Hz
GBE 0

PC 1.40
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Figure S59. 3C NMR Spectrum of 5aa

-41 -



NRJP-652
eranobaan
e ]
fﬁ%z%??gg
of 56 =~ b= b~ = e

'.N4I?i

74231
74052
73506
73323
73114
7021
69051
69782
63477
56635

M&Wﬁ/y

— 34214

— 2.5049

= 1.3005

BRUKER
€05

Current Data Parameters
NAME (4-NOV-FN-2025
EXPNO 340

PROCNO 1

F2 - Acquisition Parameters
Date_ 20251104
Time 1217

INSTRUM spect
PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 3
SOLVENT DMSO0

NS 16

DS 2

SWH 8012820 Hz
FIDRES 0122266 Hz
AQ 40894465 sec

RG 10041

Dw 62400 usec

DE .50 usec

TE 300.0 K

D1 300000000 sec
T 1
======== CHANNEL f] ====
SFO1 40M1.1629712 MHz
NUC1 1H

Pl 13.75 usec
FLWI1 1300000000 W

SF A iHJS’LKM MHz

WDW EM
5SB 0

LE 030 Hz
GB

PC 100k
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NAME  30-JAN-AN-NI2S
EXPNO 150
PROCKO 1
F2 - Acguisiion Parameters
Date_ 250130
Time n: 36
INSTRLUM
PROBHD § mm P.-\‘Txl 1Hf
PULFROG g
D 68536
SOLVENT COCE
NS s
Ds 4
SWH 29761904 Hz
FIDRES 0454131 He
AQ 11010048 sec
RO 778
Dw 16RO s
DE 650 msec
TE JEOK
Di 1.ODO0NOM0 sec
Dil CLOGE000000 sex
TDO 1
=——=——=CHANNEL fl —
SFO1 1259077573 MHz
NUCI 13C
Pl 0.23 usee
PLW1 24400000000 W
=== CHANNEL 2 ==
SFO2 5006783527 MHz
NLUC2 1H
CPDPRG[2 walizlf
PCFD2 BOLO0 nsec
PLW2 1360000038 W
PLWI2 DORBA0S00 W
PLWI3 DLOFESTI00 W
F2 - Processing parameters
1 32768
|_ l | SF 1265081680 MHz
WDW EM
A paith T e S
LB 3100 Hz
GB 0
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Figure S61. 3C NMR Spectrum of 5ab
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Figure S62. "TH NMR Spectrum of 5ac
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Figure S63. 3C NMR Spectrum of 5ac
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Current Data Parameters
MNAME  30-MAY-AN-2025
EXPNO 340
FROCNO I

F2 « Acquisition Farameters
Drate_ 2250530

Tume 1655 h

INSTRUM Avance neo S000Mhe
FROBHD Z151574_0224(

PULPROG g0
TD 63536
SOLVENT DMSO
NS 16

Ds 2

SWH 10000 He
FIDRES 0305176 He
AL 32768000 sec
RG 101

Dw S0.000 wsee
DE 1114 usen
TE RO K

5} 1NN sec
TDO

SFO1 5003030894 MHz
NUC1

POy 267 usec

P1 B0 usec
PLW1 2432900047 W

F2 = Processiig T
sl ﬁ_ﬁjgm

SF SO0 3000000 MHz
wDw EM

55B 0

LB 030 He

GB 0

PC 100

BRUKER

Current Data Parameters

NAME 29-MAY-FN-2025
EXPNO 360
PROCNO 1

F2 - Processing parameters
Sl 32768

SF 125 8005351 MHz
WDW EM

S5B 0

LB 3.00 Hz

GB

PC 140



Current Data Parameters
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Figure S65. 3C NMR Spectrum of 7
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NAME 26-MAY-AN-2025

EXPNO 360

PROCNO 1

F2 - Acquisition Parameters

Date _ 20250526

Time 14.41

INSTRUM spect

PROBHD 5 mm PATXI 1H/

PULPROG zg30

D 65536

SOLVENT CDCI3

NS 32

DS 2

SWH 10026.738 Hz

FIDRES 0.152996 Hz

AQ 3.2680619 sec

RG 201.78

DW 49.867 usec

DE 6.50 usec

TE 2987 K

D1 6.50000000 sec

TDO 1
CHANNEL fl =—

SFO1 500.6794419 MHz

NUCi 1H

P1 6.45 usec

PLW1 13.60000038 W

F2 - Processing parameters

SI 63536

SF 500.6763611 MHz

WDW EM

SSB

LB 0.30 Hz

GB

PC 1.00

Current Data Parameters

NAME  23-MAY-FN-2025
EXPNO 450
PROCNO 1

F2 - Acquisition Parameters
Date_ 20250523

Time 11.02
INSTRUM spect
PROBHD 5 mm PATXI 1H/
PULPROG zgpg30

™ 353
SOLVENT CDCI3

NS 2048

Ds 4

SWH 29761.904 Hz
FIDRES 0.454131 Hz.
AQ 11010048 sec
RG 107.78

DW 16.800 usec

DE 6.50 usec

TE 2094 K

D1 1.00000000 sec
DIl 0.03000000 sec
TDO 1
===——====CHANNEL fl ==—=
SFO1 125.9077573 MHz
NUC1 13C

Pl 9.23 usec

PLWI1  244.00000000 W
= = CHANNEL 2 ===
SFO2 500.6783527 MHz
NUC2 1H
CPDPRG[2 walz16
PCPD2 80.00 usec
PLW2 13.60000038 W
PLWI12 0.08840500 W
PLW13 0.03657900 W

SI

F2 - Processing parameters

32
125.8951680 MHz

EM
1.00 Hz
140
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Figure S67. 3C NMR Spectrum of 8
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Current Data Parameters
NAME 22-OCT-AN-2025
EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20251022

Time 17.52
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 7230
SOLVENT DMSO
NS 2

DS 2

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec

RG 145.29

DW 62.400 usec

DE 6.50 usec

TE 3000 K

D1 1.50000000 sec
TDO 1

======== CHANNEL f1 ===
SFO1 400.1629712 MHz
NUC1 1H

Pl 13.75 usec

PLW1 13.00000000 W
F2 - Processing parameters
SI 65531

SF 400.1605027 MHz

WDW EM
S5B 0
LB 0.30 Hz
GB 0
PC 1.00

o)
BRUKER
(><)

Current Data Parameters
NAME 08-OCT-AN-2025

EXPNO 330
PROCNO 1

F2 - Acquisition Parameters
Date_ 20251009
Time 3.22
INSTRUM spect

PROBHD 5 mm PABBO BB/
PULPROG zgpg30

D 65536
SOLVENT DMSO
NS 2048

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 201.48

DW 20.800 usec
DE 6.50 usec
TE 300.0 K

DI

2.00000000 sec
DI1 0.03000000 sec
TDO 1

———=CHANNEL f] —
SFOI1 100.6304993 MHz
NUC1 13C

Pl 9.25 usec
PLWI 53.00000000 W

=—=—=—=CHANNEL {2 —-
SFO2 400. 1621006 MHz
NUC2 IH
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 13.00000000 W
PLWI12 030342099 W
PLWI13 024578001 W

F2 - Processing parameters
SI 32768

SF 100.6204380 MHz
WDwW EM

SSB 0

LB 1.00 Hz

GB 0

PC 140



Openlynx Report SAIF, CSIR-CDRI, LUCKNOW

Page 1

Sample: 447 Vial:1:D,1 ID:HRMS25I300CT25
File:HRMS251300CT25_COD Date:30-Oct-2025 Time:11:53:10
Description:NRJP651 T Mass: Formula:
Printed: Thu Oct 30 14:36:01 2025
N —_— Z~=N o =y
e s C T ) C <2 . i
:(Time: 0.21) Combine (1:54-1:-1) y\\/N_H_:/ N 1 N 1:TOF MS ES+
L g 5.7e+007
il 283.1086 -CO;Me o hgfzme
[M+H] = 267.1128 Me N‘{,Me
3 HRMS = 267.1136 Me—
¥
142.1597 \
i .
[M+H] = 422.2438
E HRMS = 422.2445
a0
704
60
E 195.0924
L 401.1503
204 385.3068
30 313.1337
= 510.2607
204
104 196.0954 468.2650 [511.2636
3 557.2844
632.3174
ot l 1 Lol .l{ h it loald By h ph .P e : m/z
200.0000 400.0000 £00.0001 800.0001 1000.0001

Figure S68. HRMS spectra of 6
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