Electronic Supplementary Material (ESI) for RSC Advances.
This journal is © The Royal Society of Chemistry 2021

Supporting Information

2 N-Alkylation / aldol reaction of a-aldimino thioesters: A facile three-component

coupling reaction

Makoto Shimizu,/*P1* Asako Higashino,”! Isao Mizota,/”! and Yusong Zhu'?

l{School of Energy Science and Engineering College, Nanjing Tech University,
Nanjing 211816, Jiangsu Province, China

B Department of Chemistry for Materials, Graduate School of Engineering, Mie
University, Tsu, Mie 514-8507, Japan

Copies of "H NMR and “C NMR spectra



2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0

1.0

(thousandths)

490

39

097

3.00

2.01
R
203

3.00

3.00

T T
10.0 9.0 8.0
X : parts per Million : 1H

70

6.0

5.0

4.0

30

0.1 02

(thousandths)
0

i

L
N

S
(e}

o

T T T T T
2000 1900 1800 1700 160.0
X : parts per Million : 13C

150.0

T
140.0

130.0

120.0

T
110.0

100.0

90.0

T
80.0

70.0

60.0

T
50.0

40.0

30.0

T
20.0

100

0




—3 Fo— 1100

o

S sl
— =ricel

ES 86+0T
e S—covoc

< 9rS 6T
99'1€ — ) =R R 4

OMe

—
S wovor
—J fS—

mea = EF— ety
— N

2 [ o898

= ES=—orl'6h

b
08°ss
7 —geoss

o SLEIL

\m|\ 177 1L

8179L

prel _ [ S899L

o = 000°LL

0

T
60.

=4 ERN L
°
<
o
Fe
g
ﬁ.ﬂJ
v o 66536
— = — ESs—<le9%6
=]
- S
[
=)
ES
- [xa a4t
—_— —Ioprll
[ —
23 ES—¢rrell
- fo S
2
e

o 681891
] EST ool

OMe

=]
-0 =Y o EQ
L 5 3
8 o oz [ST
2 . < <
o = o
S 2 s ER
z o = z 2 2
/ - g / - ] __Terel
! o = et o — —— EPSS61
fin} 5 i <
%3 o & @ 2=}
3 =] = Q
Q -5 Q
&
T T T T s T T T T T T &
0t 0¢ 0T 01 90 S0 70 €0 0 o

Qouepunqe Qouepunqe

X : parts per Million : 13C




1.0

2.0

3.0

4.0

5.0

6.0

7.0

OMe
8.0
OMe

9.0
IH

>
Q
2]

10a
10a

X : parts per Million :

——T8I'€T

o __0vs6T
Fg——uwre

=}
Fo—— €€Toy
¥

60r'sp
ES—orssy
8

—— 1SE°SS
=)

F@—10019

(=}
= SPLOL

A

o= ssTLL

T T
100.0  90.0

T
110.0

___LYOpIT
—strpll

=)
Eo—— 069611
Q

1

T
130.0

__€860€1
= 8L6'lcl

T
140.0

—— €S8°0pI

T
150.0

—— ILYEST

[N

T
160.0

—— S8L°0L1

T T
180.0 170.0

T
190.0

T
200.0

4
5

o O

=3

<3
=)

13C

X : parts per Million :




08¢

wyl

OMe

o6l

cCly

Et.

EtS

OAc
12b

(@]

65+T

Y-

0s

(a4

0¢

0c

0

Qouepunqe

1.0

2.0

3.0

4.0

5.0

6.0

7.0

8.0

1H

X : parts per Million :

OMe

CCly

Et.

EtS

OAc

(0]

12b

s0

0

Fo 0200~

5
aot'ss
—Zoos°ss
=3
ESugo
=l

o 9SLIL
Fe_Lasi
£05°9L

_ssooL

o = 000LL
E m 1/ SIELL

T
90.0

0

. —— 6£S°86

100.

T
110.0

— £Trll

o _— 196'L11
ES——TLE6Il
Q

T
130.0

<
ES_s66el
F = tesopl

150.0

___00TEST
T 8¥9°¢SI

T
160.0

- $sT'891
ES=1leo891

T
180.0 17

T
190.0

—— gle'eol

T
200.0

1 13C

X : parts per Million :




3 E2
S estl
= osiel

Y

8T'ITI

Lol

1.0

J

86LTE

Al ol

S 910’
S ol

<
—cewcr

i

Fo
Th'sS

2
—oosss
°

3.0

o SIELL

4.0

o 65586
- £ ST 6EL86

YR

6.0

=3 -, -
E o S66'6€1
I = 0T6°0v1

|

w

"

8.0

'

OMe
OMe
e

9.0
b el
T
180.0

1H
CCly
OAc

iy

"
T
190.0

—— 09¢°¢61

Et.
o

CyS

0
X : parts per Million :
"
T
200.0

— T T T T
0 €0 o 1o
souepunqe Qouepunqe

13C

X : parts per Million :




1.0 2.0 3.0 4.0

abundance

0

OMe

47.13

21.60
21.66

15.50

4.99

JEIE

T T
10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
X : parts per Million : 1H

0.2 0.3 0.4

0.1

abundance

OMe

BuS CBrg
O  OAc
12d

/ L | J J J ‘

200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0  90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0
g8 gz &2 4 F4535288 8% 8¢ 388 g8 2§ 8% g
53 gz i g2 FEREERY  aAn 9% 938 Aa 88 48 ¢

X : parts per Million : 13C




abundance

;2 03 04 05 06 07 08 09 1.0 1, 1‘.2 l.‘3 1‘.4 1‘.5 li() 1‘.7 1‘.8 119 2‘.0 2.‘1 2‘.2 2‘.3 214 2‘.5 2‘.6
m
(e} —-
- /
N
]

OMe

0 0.1 0203040506 07 08 09 10 1.1

10.98

3.44

45.73

.54

T
10.0

T
9.0 8.0

X : parts per Million : 1H

7.0

6.0

5.0

4.0 3.0

2.0

abundance

OMe

200.0 190.0

197.832 ——
194.924

X : parts pe

=

Million : 1

180.

3C

.0 170.0

173.461

156.776 ——

150.0

153.439 ——

140.0

141.177 ——

137.745 ——

130.0

130.165

120.0

119.858 ——

i

110.0

113374

100.0

80.0 70.0 60.0

=i A

50.0

~

48.616
48.511

40.0

39.777 ——

24.503 —

20.0

160.0

10.0

0

1.009 —
-0.020




S80S
88°CI w
N
Y691
—
-
f
f
o ]
Jb
oQ
=
O,
@
<
Q fte)
=
&
o
(2]
2
]
T T T T T T
09 oS (a4 0¢ 0T o1

Qouepunqe

1.0

3.0

6.0

7.0

8.0

9.0
IH

X : parts per Million :

OMe

<
8II°¢l

Fs
—geesl

<
FS——esoc

ES—swer
2

=) .
ES__stoor
F=ssI'1y
€928y

- 3
S loe'sy

b

8TS°SS

T
60.0

689°1L
S LessiL
g 10L€L

Ea e
o= SS9
E27\ 00022

E SIELL

T T
100.0  90.0

T
110.0

T
130.0

___T0sEEl
= styeel

T
140.0

___0TEpl
= 0s6'1p1

T
150.0

61T€ST

—oszest

T
160.0

18€°691

— 425691

T T
180.0  170.0

T
190.0

o Sssi6l
0.1/ SoLL61
g
IS5

o

douepunqe

1 13C

X : parts per Million




Fo
A0S'T
JJ =
+0'96% q
L
i
el
01°T56
[
>
Le
<
.
v
]
L=
e
60°€LS
L |
c
L=
2
Q
>
[e)
0
=N
o
o
0
re
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
009C 00FT 00TT 000 0081 0091 0°0r1 0°0T1 0001 008 009 00r 00T
vo:aﬂ::ﬁﬂ

IH

X : parts per Million :

0¥C

0ce

00T

OMe

12g

081

091

oyl

(Ural

001

08

09

(a4

0cT

0
douepunqe

=
S seul
= gocl

=
N ___zso€T

S —— L0£'19

=
FS—— 9600

7
A m
o

=—LYTLL

—eN
TN ot

o .
FS—s8
a

ES_ szl
S — I

=

o — T
=

Fo
b
2 gerest

3 6VE6ST

2
=
=3
Q
=
S
I

13C

X : parts per Million :

10



AlTT

06°6S¥

98'vL8

N

OMe

S9'I8L

OMe

OEt

12h

Qouepunqe

1.0

2.0

-

7.0 6.0 5.0 4.0

8.0

9.0

10.0
X : parts per Million : 1H

986'CT

a__
T~ 66T°€T

=)
FoS—— Loy
53

=
Fo
b}

—— S8E°SS

7658
S—sIg1

<

<
FoS_—9%60L

A M

7
o=l ssTiL

<o

OMe

OMe

]
[¢)

12h

FS—ocrent
a

=]
Fes — 6L0'IEl

150.0

190.0  180.0 0

200.0

douepunqe

— —— L08TEl
=
FS_—— ssopl
— 09v'Es1
(=3
FS—— carost
S
ES_ - 06L0Ll
S = L9'1L1
—— T90°S61 &
T T
0

1 13C

X : parts per Million

11



abundance

OMe

24.65

21.08

] °
<] g
vy i /L -

] N

1 BuS CCly

] o OAc
H 12i
=
“ |
<]

N 4

8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0
X : parts per Million : 1H

abundance

OMe
]
=
=]
=
el
o
=)
g,
o
T T T T T T T T T T T T T T T T T T T T T
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 0 60.0 50.0 400  30.0 20.0 10.0 0
EE £E bap gz & 8

X : parts per Million : 13C

12



