Supporting Information

An I-catalyzed three-component consecutive reaction for the synthesis of
3-aroylimidazo[1,2-a]-/NV-heterocycles

Yi Zhang®®, Rener Chen?, Zhiming Wang?®, Lei Wang?, Yongmin Ma*®°
4Institute of Advanced Studies and School of Pharmaceutical and Chemical Engineering, Taizhou
University, Taizhou 318000, P R China

bSchool of Pharmaceutical Science, Zhejiang Chinese Medical University, Hangzhou, 310053, P R
China

*Corresponding author: yongmin.ma@tzc.edu.cn

Tables S1-S4 and Copies of NMR Spectra of the Synthesized Compounds

TADIES SL-Sa . o S2
'H NMR and *C NMR spectra of compounds 3..............ccovviinieieeiineiinnn.e, S3
H NMR and BC NMR spectra of compounds 5ab...............ccccoevieiiiiieiin... S70

S1


mailto:yongmin.ma@tzc.edu.cn

Table S1 Optimization of reaction conditions by screening the oxidants®

Entry Oxidant Yield (%)°

1 K>S,05 20

2 (NH4)S20g Trace

3 Na»S>0s 13

4 Py * SO3 12

S selectfluor 13

6 H,0- 0

7 HOACc 0

aReaction conditions: 2-aminopyridine (1a, 1 mmol), 1 -(p-tolyl)ethanone (2b, 1.2 mmol), DMSO (2
mL), oxidant (3 mmol), and I, (10%) at 120 °C for 16 h; Isolated yield.

Table S2 Optimization of reaction conditions by screening the amount of the oxidant®

Entry K2S20s (equiv.) Yield (%)°
1 3 20
2 1 Trace
3 2 16
4 4 9
S S 4
6 6 Trace

aReaction conditions: 2-aminopyridine (1a, I mmol), 1 -(p-tolyl)ethanone (2b, 1.2 mmol), DMSO (2
mL), K»S,Os at the indicated amount, and I, (10%) at 120 °C for 16 h; ®Isolated yield.

Table S3 Optimization of reaction conditions by screening the solvents®

Entry Solvent Yield (%)°
1 Xylene 0
2 1,4-dioxane 0
3 Pyridine trace
4 DMSO 20

aReaction conditions: 2-aminopyridine (1a, 1 mmol), 1 -(p-tolyl)ethanone (2b, 1.2 mmol), DMSO (2
mmol), K>S,0g (3 mmol), and I, (10%) in solvent (2 mL) at 120 °C for 16 h.

Table S4 Optimization of reaction condition by screening the additives®

Entry Additive Yield (%)°
1 -- 18
2 NaOAc 40
3 K,CO3 32
4 NaHCO3 23
5 ETsN 21
6 DBU 14

#Reaction conditions: 2-aminopyridine (1a, 1 mmol), 1 -(p-tolyl)ethanone (2b, 1.2 mmol), DMSO (2 mL),
K>S,0s (3 mmol), additive (2 mmol) at 120 °C for 9 h then add 12 (10%) for another 7 h; PIsolated yield.
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'H NMR of Compound 3aa (400 MHz, CDCls)
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BC{H} NMR of Compound 3aa (101 MHz, CDCl3)
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'H NMR of Compound 3ab (400 MHz, CDCls)
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'H NMR of Compound 3ab/3ab’ (400 MHz, CDCls)
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BC{H} NMR of Compound 3ab (101 MHz, CDCls)
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'H NMR of Compound 3ac (400 MHz, CDCls)
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BC{H} NMR of Compound 3ac (101 MHz, CDCl3)
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'H NMR of Compound 3ae (400 MHz, CDCl3)
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BC{H} NMR of Compound 3ae (101 MHz, CDCl3)
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'H NMR of Compound 3af (400 MHz, CDCls)
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BC{H} NMR of Compound 3af (101 MHz, CDCls)

2y0810-2. 1. 1. 4 N0 MOANWn OO —~ L 2100000

« NN Y oo Mo
o QOISO ONW M NN [

o0 THTONNANNNN — — L 2000000
— AUSRUSRASMCRRA SR SR S0 Jhh S Bl

NSNS | 1900000

L 1800000

L 1700000

L 1600000

L 1500000

/ \ L 1400000

L 1300000

Br I 1200000
N \ |

N L 1100000
SN I 1000000

900000

o (- 800000

- 700000

3 af ; 600000

500000

400000
300000
200000

- 100000

i A BB AR AN EASBa | 0

- —100000

- —200000

—_— - ———————————
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
£1 (ppm)

S13



'H NMR of Compound 3ag (400 MHz, CDCly)
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BC{H} NMR of Compound 3ag (101 MHz, CDCls)
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'H NMR of Compound 3ah (400 MHz, CDCly)
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BC{H} NMR of Compound 3ah (101 MHz, CDCls)
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'H NMR of Compound 3ai (400 MHz, CDCls)
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BC{H} NMR of Compound 3ai (101 MHz, CDCl;)
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'H NMR of Compound 3aj (400 MHz, CDCls)
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BC{H} NMR of Compound 3aj (101 MHz, CDCl;)
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'H NMR of Compound 3ak (400 MHz, CDCly)
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BC{H} NMR of Compound 3ak (101 MHz, CDCls)
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'H NMR of Compound 3al (400 MHz, CDCls)
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BC{H} NMR of Compound 3al (101 MHz, CDCl3)
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'H NMR of Compound 3am (400 MHz, CDCls)
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BC{H} NMR of Compound 3am (101 MHz, CDCls)
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'H NMR of Compound 3an (400 MHz, CDCly)
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BC{H} NMR of Compound 3an (101 MHz, CDCls)
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'H NMR of Compound 3ao (400 MHz, CDCls)
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BC{H} NMR of Compound 3ao (101 MHz, CDCls)
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'H NMR of Compound 3ap (400 MHz, CDCly)
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BC{H} NMR of Compound 3ao (101 MHz, CDCls)

zy1010-2.2.fid L 3200

170.48
129.39
129.01
117.75
117.53

{3000

- 153.00
T, 148.78
7 145.91
N\ 144.66
12246
N 115.12
N\ 112.37

L
L

2800
2600
L 2400

/i N

2000
N L
/ ‘ \ - 1800
N ,
\ 1600
- 1400
1200
- 1000
{800
{600
{400

200

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)

S33



'H NMR of Compound 3ag (400 MHz, CDCls)
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BC{H} NMR of Compound 3aq (101 MHz, CDCls)
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'H NMR of Compound 3aw (400 MHz, DMSO-ds)
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BC{H} NMR of Compound 3aw (101 MHz, DMSO-dg)
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'H NMR of Compound 3ba (400 MHz, CDCl5)
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BC{H} NMR of Compound 3ba (101 MHz, CDCls)
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'H NMR of Compound 3ca (400 MHz, CDCls)
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BC{H} NMR of Compound 3ca (101 MHz, CDCl3)
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'H NMR of Compound 3ea (400 MHz, CDCls)
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BC{H} NMR of Compound 3ea (101 MHz, CDCl3)
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'H NMR of Compound 3fa (400 MHz, CDCls)
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BC{H} NMR of Compound 3fa (101 MHz, CDCls)
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'H NMR of Compound 3ha (400 MHz, CDCly)
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BC{H} NMR of Compound 3fa (101 MHz, CDCls)

aRl0228 ¢ COYREEREART L 11000

= P Al i e gl L =

% STMmmA NSNS 2

| R D s |
— 10000
~3000
L8000
/ =000
\ N -6000

\ |
L]
(0) P
3ha
3000
| 2000
1000
I
ak _l I\ \ L ih, ek J )
=—1000
T T T T T T T T T T T T T T T T T T T T
210 200 130 180 170 180 150 140 130 120 110 : 1(?3:::] E 80 Fi+] (2] 0 40 30 0 10 i} -0
1

S47



'H NMR of Compound 3ia (400 MHz, CDCls)
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BC{H} NMR of Compound 3ia (101 MHz, CDCl;)
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'H NMR of Compound 3ja (400 MHz, CDCls)
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BC{H} NMR of Compound 3ja (101 MHz, CDCl;)
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"H NMR of Compound 3ka (400 MHz, CDCls)
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BC{H} NMR of Compound 3ka (101 MHz, CDCls)
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"H NMR of Compound 3la (400 MHz, CDCl5)
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BC{H} NMR of Compound 3la (101 MHz, CDCl;)
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"H NMR of Compound 3ma (400 MHz, CDCls)
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BC{H} NMR of Compound 3ma (101 MHz,
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"H NMR of Compound 3na (400 MHz, CDCls)
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BC{H} NMR of Compound 3na (101 MHz, CDCls)
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"H NMR of Compound 30a (400 MHz, CDCls)
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BC{H} NMR of Compound 30a (101 MHz, CDCls)
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"H NMR of Compound 3pa (400 MHz, CDCls)
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BC{H} NMR of Compound 3pa (101 MHz, CDCls)
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"H NMR of Compound 3qga (400 MHz, CDCls)
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BC{H} NMR of Compound 3qa (101 MHz, CDCls)
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"H NMR of Compound 3ra (400 MHz, CDCl;)
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BC{H} NMR of Compound 3ra (101 MHz, CDCls)
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"H NMR of Compound 3fb’ (400 MHz, CDCl;)
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BC{H} NMR of Compound 3ew

~

101 MHz, CDCls)
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"H NMR of Compound 5ab (400 MHz, CDCl5)
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BC{H} NMR of Compound 5ab (101 MHz, CDCls)
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