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Typical NMR Spectra

Typical NMR spectra are presented here to give a comprehensive information. Figures S1-S12
are the NMR spectra corresponded to entries 1-12 in Table 1 respectively. TEB and DTMeAB
were used as Lewis pair in the presence of chain transfer agents (MPEG750 and PEG2000)
with various feeding ratio. Figures S13-S24 reported the effects of different factors (entries 1-
11 in Table 2). Figure S25-S30 are the results of block copolymers from several kinds of Lewis
pairs.

Spectra of results listed in Table 1.
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Figure S1. (1)*H NMR spectrum of the crude product of entry 1, Table 1; (2) *H NMR spectrum

of the purified product of entry 1, Table 1; (3) 3C NMR spectrum of the purified product of
entry 1, Table 1.
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Figure S2. (1)*H NMR spectrum of the crude product of entry 2, Table 1; (2) *H NMR spectrum
of the purified product of entry 2, Table 1; (3) *C NMR spectrum of the purified product of
entry 2, Table 1.
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Figure S3. (1)*H NMR spectrum of the crude product of entry 3, Table 1; (2) *H NMR spectrum
of the purified product of entry 3, Table 1; (3) 3C NMR spectrum of the purified product of
entry 3, Table 1.
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Figure S4. (1)*H NMR spectrum of the crude product of entry 4, Table 1; (2) *H NMR spectrum
of the purified product of entry 4, Table 1; (3) *C NMR spectrum of the purified product of
entry 4, Table 1.
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Figure S5. (1)*H NMR spectrum of the crude product of entry 5, Table 1; (2) *H NMR spectrum
of the purified product of entry 5, Table 1; (3) 3C NMR spectrum of the purified product of

entry 5, Table 1.
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Figure S6. (1)*H NMR spectrum of the crude product of entry 6, Table 1; (2) *H NMR spectrum

of the purified product of entry 6, Table 1; (3) *C NMR spectrum of the purified product of

entry 6, Table 1.
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Figure S7. (1)*H NMR spectrum of the crude product of entry 7, Table 1; (2) *H NMR spectrum
of the purified product of entry 7, Table 1; (3) 3C NMR spectrum of the purified product of
entry 7, Table 1.
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Figure S8. (1)*H NMR spectrum of the crude product of entry 8, Table 1; (2) *H NMR spectrum
of the purified product of entry 8, Table 1; (3) *C NMR spectrum of the purified product of
entry 8, Table 1.

o R & 8 3 A
(1) 0 ) ® N - -
I \ o/ I [ I
C
[
* *
<\S/\OJ3\/>/ f f
b

d c

* *
[o) Acetic Acid
d

a
CHCl, A THF ﬂk; THF TMS
| rU Ju_,k.—lJ L«. | il
£y 3 ES
S o o S
. . . . amm— . . S - . . -0 . . . %
7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -5

Chemical Shift (ppm)



(2)

C
<\/\ oﬁ
d
b
a
CHCl J\ J TMS
| ] b |
= 5 5 o
S o S -
T T - T T T = T N\ T T T m T T T
7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.C

Chemical Shift (ppm)

S 38 g <
(3)2 og 3 o
| Vo | |
d
O * *
. /H\ . cpcl, <\/\oa
fs a O p €
C
€
5 b
|

T-H Linkages
Mrf&L/\ ¢

4 1708 1704 170.0 169.6 169.2
Chemical Shift (ppm)

e

1‘70 160 150 1L10 150 1‘20 1‘10 160 éO éO 7‘0 éO F;O 40 éO éO 1‘0 6
Chemical Shift (ppm)

Figure S9. (1)*H NMR spectrum of the crude product of entry 9, Table 1; (2) *H NMR spectrum

of the purified product of entry 9, Table 1; (3) 3C NMR spectrum of the purified product of

entry 9, Table 1.
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Figure S10. (1)*H NMR spectrum of the crude product of entry 10, Table 1; (2) *H NMR

spectrum of the purified product of entry 10, Table 1; (3) **C NMR spectrum of the purified

product of entry 10, Table 1.
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Figure S11. (1)'H NMR spectrum of the crude product of entry 11, Table 1; (2) 'H NMR

spectrum of the purified product of entry 11, Table 1; (3) 3C NMR spectrum of the purified

product of entry 11, Table 1.
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Figure S12. (1)*H NMR spectrum of the crude product of entry 12, Table 1; (2) *H NMR

spectrum of the purified product of entry 12, Table 1; (3) **C NMR spectrum of the purified

product of entry 12, Table 1.

Spectra of results listed in Table 2.
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Figure S13. (1)'H NMR spectrum of the crude product of entry 1, Table 2; (2) 'H NMR

spectrum of the purified product of entry 1, Table 2; (3) **C NMR spectrum of the purified

product of entry 1, Table 2.
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Figure S15. (1)'H NMR spectrum of the crude product of entry 3, Table 2; (2) 'H NMR

spectrum of the purified product of entry 3, Table 2; (3) *C NMR spectrum of the purified
product of entry 3, Table 2.
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Figure S16. (1)'H NMR spectrum of the crude product of entry 4, Table 2; (2) *H NMR
spectrum of the purified product of entry 4, Table 2; (3) **C NMR spectrum of the purified
product of entry 4, Table 2.
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Figure S17. (1)'H NMR spectrum of the crude product of entry 5, Table 2; (2) *H NMR
spectrum of the purified product of entry 5, Table 2; (3) *C NMR spectrum of the purified
product of entry 5, Table 2.
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Figure S18. (1)'H NMR spectrum of the crude product of entry 6, Table 2; (2) *H NMR
spectrum of the purified product of entry 6, Table 2; (3) **C NMR spectrum of the purified
product of entry 6, Table 2.
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Figure S19. (1)'H NMR spectrum of the crude product of entry 7, Table 2; (2) *H NMR

spectrum of the purified product of entry 7, Table 2; (3) *C NMR spectrum of the purified

product of entry 7, Table 2.



< M MmO 0 < ©
= N© oo @ ©
( 1 ) [to) ©mmo - -
c | — N | |
i
ts*o& f
b j
d
* *
<\/\oﬁ
d
C
THF THF
a b
CHCL ‘ J‘ TMS
| A M Jk l .
= Q' & &'
Qe - e <
. . . . . ~ . . . ] . N‘ ‘ ‘ ‘(VJ ‘ ‘ ‘
75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00
Chemical Shift (ppm)
I 888 e
(2) ¢ 9 DA T
i
ts/‘\oJa\%/ /
v
d
* *
<\/\oﬁ
d
c
a b
CHCl3 TMS
I\ L h_J M
g @' e 23
e e C v
. . . . ~ . . . o] . N‘ a0}
70 65 60 55 50 45 40 35 30 25 20 15 10 05 00

Chemical Shift (ppm)



o< ™ © oo
(3)3 @& 8 Ney
g g 25 §oF
| Vo [ /0N
d
o * *
L. o
<\S a O p e €
C
N
~
2
e CDC13
jji‘jh
T T T T T T T T T T T b d
171.0 170.6 170.2 169.8 169.4 169.0
Chemical Shift (ppm)
(¥
a
i hexane | hexane
| L I

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

Figure S20. (1)'H NMR spectrum of the crude product of entry 8, Table 2; (2) *H NMR
spectrum of the purified product of entry 8, Table 2; (3) **C NMR spectrum of the purified
product of entry 8, Table 2.
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Figure S21. (1)'H NMR spectrum of the crude product of entry 9, Table 2; (2) 'H NMR

spectrum of the purified product of entry 9, Table 2; (3) *C NMR spectrum of the purified

product of entry 9, Table 2.
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Figure S22. (1)*H NMR spectrum of the crude product of entry 10, Table 2; (2) 'H NMR
spectrum of the purified product of entry 10, Table 2; (3) **C NMR spectrum of the purified
product of entry 10, Table 2.
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Figure S23. (1)'H NMR spectrum of the crude product of entry 11, Table 2; (2) 'H NMR

spectrum of the purified product of entry 11, Table 2; (3) 3C NMR spectrum of the purified

product of entry 11, Table 2.
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Figure S24. (1)*H NMR spectrum of the crude product of entry 12, Table 2; (2) 'H NMR
spectrum of the purified product of entry 12, Table 2; (3) *C NMR spectrum of the purified

product of entry 12, Table 2.

Spectra of results listed in Table 3.
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Figure S25. (1)'H NMR spectrum of the crude product of entry 1, Table 3; (2) *H NMR
spectrum of the purified product of entry 1, Table 3; (3) *C NMR spectrum of the purified
product of entry 1, Table 3.
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Figure S26. (1)'H NMR spectrum of the crude product of entry 2, Table 3; (2) *H NMR
spectrum of the purified product of entry 2, Table 3; (3) **C NMR spectrum of the purified
product of entry 2, Table 3.
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Figure S27. (1)'H NMR spectrum of the crude product of entry 3, Table 3; (2) *H NMR
spectrum of the purified product of entry 3, Table 3; (3) *C NMR spectrum of the purified
product of entry 3, Table 3.
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Figure S28. (1)'H NMR spectrum of the crude product of entry 4, Table 3; (2) *H NMR
spectrum of the purified product of entry 4, Table 3; (3) **C NMR spectrum of the purified
product of entry 4, Table 3.
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Figure S29. (1)'H NMR spectrum of the crude product of entry 5, Table 3; (2) *H NMR
spectrum of the purified product of entry 5, Table 3; (3) *C NMR spectrum of the purified
product of entry 5, Table 3.
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Figure S30. TGA curve of the ABA tri-block copolymer, entry 3, Table2



