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Figure S1. 'H NMR spectrum of 2 in CDCl;.
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Figure S2. 'H NMR spectrum of 3 in CDCl;.
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Figure S3. 'H NMR spectrum of 4 in D,0.
& 1: PAPLG,,
S | 2:PAPLGy
Q| 3:PAPLGs
O 1 4:5a,
E ] 5: 5336
O 6: 5345
o _
O]
N
@©
-
—
o -
Z
10 12 14 16 18

Elution time (min)
Figure S4. GPC chromatograms of PAPLG (DP = 23, 36, and 45) and 5a (DP = 23,

36, and 45).



2 9-9-333N b)100—
—~ 804 45
=
Q 604
o
]
£ 40
e
2 20
£ 20
MeOH = ¥ EtOH
2.5 mg/mL 0+ 2.5 mg/mL
5 10 15 20 25 30 35 40 45 40 45 50 55 60 65 70
Temperature ('C) Temperature (°C)

Figure SS. The plots of transmittance at A = 500 nm versus temperature for the (a)
MeOH solution and (b) EtOH solution of 5a (DP = 23, 36, and 45) at 2.5 mg-mL-!.
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Figure S6. FTIR spectra of neat Sazs, ROH (i.e., PrOH, iPrOH, BuOH, and PeOH),
and 5a3¢/ROH mixtures.
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Figure S7. DLS size distribution plots of 5a3¢ in ROH (i.e., PrOH, iPrOH, BuOH, and
PeOH) at 1 mg/mL (25 °C).

Table S1. UCST-type phase transition temperature of glycopolypeptides in MeOH at
different concentrations.

N T,#(°C)
ame

1 mg/mL 2.5 mg/mL 5 mg/mL
Saj6 7.4 17.4 27.4
S¢s6 8.2 22.6 334
Sds6 --b 21.5 35.0

2 UCST-type phase transition temperature in alcoholic solvents determined by
variable-temperature UV-vis spectroscopy.
b The transmittance at 50% was below 5 °C.



Table S2. DLS results of glycopolypeptides in various alcoholic solvents (1 mg-mL-!,

25 °C).
Diameter (nm), PDI?
Name
MeOH EtOH PrOH BuOH PeOH iPrOH
Sas 474.3, 348.5, 240.7, 276.8, 458.8, 206.8,
0.262 0.271 0.104 0.121 0.170 0.363
Scy 605.5, 361.2, b 3 3 3
0.213 0.258
5dy 750.3, 617.3, B B B 3
0.129 0.197

2 Distribution of polymer aggregates in the solvents.
b 5¢46 and 5d;¢ were insoluble in PrOH, BuOH, PeOH and iPrOH at the concentration

of 1 mg-mL! (25 °C).

Table S3. UCST-type phase transition temperature of 5as4 in various alcoholic

solvents.
T (°C)
Name
MeOH?P EtOH PrOH BuOH PeOH iPrOH
Sasg 7.4 51.9 58.3 69.9 77.9 62.2

a UCST-type phase transition temperature in alcoholic solvents determined by
variable-temperature UV-vis spectroscopy (1 mg-mL™").
"MeOH = methanol, EtOH = ethanol, PrOH = 1-propanol, BuOH = 1-butanol, PeOH
= 1-pentanol, iPrOH = isopropanol.




