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Figure S1. The loading content of Tz and Ma were detected by HPLC before and after
reaction with Au-PEG-NHa.
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Figure S2. The absorption spectra of the AuNP-NH; and the tm-AuNPs.
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Figure S3. (a). the hydrodynamic size of the AuNPs-NH> and the tm-AuNPs, (b).
statistical histogram of the size distribution of tm-AuNPs, counted from 120

nanocrystals shown in typical TEM images, (c). Transmission electron microscopy

(TEM) images of the AuNPs-NH> and the tm-AuNPs.

600 —a— AUNPS-PEG-NH;
—e— AuNPs-PEG-NH2+%405 nm

g —4— tm-AuNPs
ﬁ 400 | == tm-AuNPs+A405 nm
L
£
@©
s
> 200f
<
T
> _ —
T N
0 24 48 72
Time (h)

Figure S4. Temporal evolution of hydrodynamic size of AuNPs-NH> and tm-AuNPs
treated with 405 nm irradiation for comparing with those receiving no laser treatment.

(405 nm:1 W/em?, t = 25 min).
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Figure S5. TEM images for showing the light-initiated crosslinking behavior of tm-

AuNPs in living cells.
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Figure S6. (a) The blood circulation behavior of tm-AuNPs, (b) The biodistribution of

tm-AuNPs in various organs and tumor of the tumor-bearing mice at 12 h post-injection.
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Figure S7. Fluorescence images for showing the cellular uptake of DOX in tumor cells.
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Figure S8. (a) Cell viability characterization of 4T1 cells with different treatments, (b)
Isobologram analysis of the synergistic anticancer effect of the combined hyperthermia
and chemotherapy in 4T1 cells. The data points in isobologram corresponding to the
growth inhibition ratio in the combination treatment, (c) The live/dead staining of 4T1

cells with different treatments.



®
o

a
Fo 40
> —e— Control —e— Control
2 | ——DOX ——DOX
o —t— tm-AuNPs+DOX+HT 30— tm-AuNPs+DOX+HT
5 12/ —— tm-AuNPs+},,,  +DOX+HT s [==EAUNPS Y, SOOXWHT
S z L
5 B0 s
£ )
2 6 =
3 10t
-
o
&
% 1 3 11 13
Tine (day) % 13

5 7 9
Time (day)
Control DOX tm-AuNPs+DOX+HT tm-AuNPs+2,o5 o, #DOX+HT

(2]

™ @ 3 m om owm
- v e v e sy oy 7w oW ® N nom = m

Y L

-
- - -

m i w 7w omonom
@ % w7 W W B N B D W LY e

Figure S9. (a) tumor volume and (b) mice body weight of taking different combination
treatments (n = 4), (c) Photographs of representative mice chosen from each group, (d)
H&E staining of Tumor tissue on 3™ day post-treatment for viewing the therapeutic

efficacy of different combination treatments.
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Figure S10. Representative H&E staining pictures of heart, liver, spleen, lung, and

kidney of tumor-bearing mice on last day post-treatment.
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Figure S11. Photographs of tumors harvested on the last day post-treatments from mice

receiving different treatments.
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Figure S12. (a) Mice body weight of taking different combination treatments (n = 4),
(b) Representative H&E staining pictures of heart, spleen, and kidney of tumor-bearing

mice on last day post-treatment, (¢) the Au content in various organs and tumor of the

tumor-bearing mice on last day post-treatment.



