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1. Gram-scale synthesis

O (PhSe), (0.5 equiv)
_N

Phl(OAc), (2.5 equiv)

- + TMSNj; -

O 0 diethyl oxalate

N 4A MS, 25°C, 36 h
I

1a
7.0 mmol 1.28 g, 58%

In a 250 mL oven-dried flask, acrylamide 1a (7.0 mmol), (PhSe), (3.5 mmol, 1.09 g), PhI(OAc), (17.5 mmol, 5.64
g) and 4A MS (5.2 g) were added and charged with argon three times. Then, diethyl oxalate (105.0 mL) was added.
After stirring at 25 °C for 30 minutes, TMSN; (24.5 mmol, 2.82 g) was added dropwise. The mixture was allowed to
stir at 25 °C for 36 hours. After the reaction was complete, the mixture was concentrated by rotary evaporation and
purified by flash chromatography on silica gel with petroleum ether/ethyl acetate (15/1, v/v) as the eluent to afford
the corresponding product 2a with 58% yield (1.28 g).
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2. Charts of compounds

'"H NMR, 600 MHz, CDCl;
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NMR, 500 MHz, CDCl,
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'H NMR, 600 MHz, CDCl;

Ve L —

909°2—

=yEE

62

FATES

1220,
e
5067

s257

YOz £
L,
padyN
0152
6082
Nmm.hw.
9gas
gg6 s
5578
ey
vZp's
£Ep'S

. uuu_JuLJJ

E=y6C

o0
ool

1.0 0.5 0.0

15

35 30 25 20

4.0

0.0 95 9.0 8.5 8.0 75 7.0 6.5 6.0

105

13C NMR (151 MHz, CDCly)

FeRtad
Bl LT~
GE'6Z~

S5 LE—

oLes—

rSOLL—
S6 bbb~
6T 9bb—
85 071~
8eZT—

9L~
STEZL
8O IEL
EFEE)
BEBEL
09EEL
BLEL"

02 451—

beZil—

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

200

S5



'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 500 MHz, CDCl,
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;

SEFE

ove'y

652>
86P P~
i

algs
6282
A=)
=]
zov'L
089/
0692
e,
€022
10272
9Ll
7/
asg/
6682
g5,
986°2-
reLE
mﬁ.mv

T I

=ETE

TICE

=00
001

1.0 04 0.0

40 35 3.0 25 20 1.5

50
1 (ppm)

i

10.0 95 9.0 8.5 8.0 75 7.0 6.5 6.0

10.5

13C NMR (151 MHz, CDCly)

SEE I,
151Z1 1 g
0z i— i
£008—
E| =
&
) i §
0 ro
£6'16— -
S6'85— B
VAN
8821
BETI— \m[ i
P0ELL— b [z
zi -
BS T _—— .
bt Il — [
POELL [ &2
el LSS 1
se 1zl |
FITe F
V5T @
casc1, s
Al
88T
b IEL
g zel .
0zgel m.f
1E9p1— [+
- L0
{0
9785 I, ile
BYE51— oy 85— 1
e 191 5 a I {
o 89651 — —3 =
G b t
z={ z—  Bi9— o
Sav, N
(TR .m r 4“%
i
: 1
X r-©
3

190 180 170 160 150 140 130 120 M0 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

S21



'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;

dvdl—

ProE—

ZEE -
LSET
8Ot
200'%"

=004

1.0 05 0.0

15

00 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20
1 (ppm)

10.5

13C NMR (151 MHz, CDCly)

yS L~
£8'6g—

Zhes—

LE'85—

ZEOMI
L5211
8294 /
78 9;
0roziq|
SET
S.mﬁ/
oz
BL LT
62121

9r LE}
€8 IEL
G eg il

o5 £e 1
mm.mm:ﬁ
ety

9888 —

gz eil—

il

B

- |1”H.I‘

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

200

S26



'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;
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'H NMR, 600 MHz, CDCl;

SER'L—

alre
85—

829°E—

rls

hm_..mV
s
aie m.\

6224

mwwhv
8094,
0194
292
8€9'/4
0ba
089°2
769'/
904" 4
0zLd
zei i
962"
r18°2
1£8°2
£66'41
800°6
£22°81
0pz'ed
08ted
Sh'e-

=T

Fore

EELL
B0

=0

I B
N0 — B ~— O
—=—bo-0O

1.0 0.5 0.0

15

30 25 20

35

40

10.0 9..5 9.0 8.5 8.0 7.5 7.0 6.5 6.0

10.5

13C NMR (151 MHz, CDCl)

958—

14T
reez—
600E”

ET 15—
MWEG—

ST~
Loz
BZ9L—
VLT
50EZ)-
L59Z 4~
5z 6Z1
mmmﬁw
Lzel
Lreey
or 24
a5 ec i
10Trl

065951 —

08 bil—

abeel—

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

200

S29



'H NMR, 600 MHz, CDCl;
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