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Fig. S1 Synthesis diagram of CuFe,S;@CaCO; nanocomposites.

Fig. S2 TEM image of CuFe,S; nanocomposites.



(a)

E 200- E 200~ E 200~
£ pH=4.5 H pH=5.0 £ pH=6.0
= 5 8
® 150 @ 150 ® 150
E £ £
8 8 S
©
© 100- o 100~ S 100
E £ £
g g g
'E 50~ > 50 2> 50
[ g e
° o =
Z o 2 o z o
12 3 456 7 12 3 4567 12 3 456 7
Time (Day) Time (Day) Time (Day)
E™ pH=6.5 52007 pH=7.4
] g |
© 150 S 150
£ £
8 s
S 100 S 100+
£ £ d
g g
3> 50 3 50
o s
° T
£ o £ o
12 3 45 6 7 12 3 45 6 7
Time (Day) Time (Day)
(b) ~ (c)
E 400 E 400
LA PBS £ i DMEM 120. —— 45-e 50-% 6.0
B ™ —_—
% 300 PDI=0.173 % 300 PDI=0.199 c,\<'=.1l'.l0—_ 4 65—+ 74
£ £ o
s 8 [3)
S 200 ' 200- 2
E £ 3
g g e
2 100+ 2 100 'y
e 2 o
=S s
£ o0 £ o0 O T T T T T
123 45 67 123 45 67 0 20 40 60 80 100120
Time (Day) Time (Day) Time (min)

Fig. S3 (a) The particle size distribution of the CuFe,S;@CaCO; nanocomposites under different
pH conditions. (b) The colloidal stability data and PDI values of CuFe,S;@CaCO; nanocomposites
in physiological conditions. (¢) Ca*" release of CuFe:S:@CaCOs nanocomposites under different

pH conditions.
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Fig. S4 Summary diagram of the degradation effect of CuFe,S;@CaCO; nanocomposites on MB

under different pH values.
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Fig. S5 EPR spectra of ROS generated by the CuFe,S;@CaCO; nanocomposites.
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Fig. S6 ROS generation of CuFe:S;@CaCOs nanocomposites at days 1, 3, 7 and 14.
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Fig. S7 Cytotoxicity of CuFe,S;@CaCO; nanocomposites to 4T1 cells.
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Fig. S8 Hemolytic absorption curve.

600
I Normal
500 - CuFe,5,@CaCo,
10.0

400 1 T

7.5 T
3001 so .

25 T
200 1 i

Fig. S9 Blood routine of mice before and after tail vein injection of CuFe,S;@CaCO;

nanocomposites.



Fig. S10 H&E staining of heart, liver, spleen, lung and kidney sections from cured and normal mice

(scale bar: 100 pum).
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Fig. S11 Relative fluorescence intensity corresponding to P02 dye in Figure 4a (*p < 0.05, **p <

0.01, ***p < 0.001).



kK
dekok

*kok

150

100

(4]
(=]
1

Mean Fluorescence Intensity (a.u.)
o
1

L - 18
S & ¢

-9

QQ'\.

Fig. S12 Mean fluorescence intensity corresponding to DCFH-DA dye in Figure 4b (*p < 0.05, **p
<0.01, ¥**p <0.001).
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Fig. S13 CLSM images of 4T1 cells stained for lipid peroxidation after be treated in different

groups (scale bar: 50 pm).
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Fig. S14 Relative fluorescence intensity corresponding to AO (Red) dye in Figure 4b (*p < 0.05,

*4p < 0.01, ***p < 0.001).
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Fig. S15 Quantification of cell populations based on AM/PI staining.



2000

—— PBS

1 = caco,

1500 . cure,s,

1 —— CuFe,S,@CaCO

YT

Tumor volume (mm?3)
>
[—]
o
1

| LA LN LA NN L L
6 8 10 12 14 16 18

Time (day)
Fig. S16 Statistics of average tumor volume of mice in different treatment groups (*p < 0.05, **p

<0.01, ***p < 0.001).
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Fig. S17 The uncropped raw data of the Western blot corresponding to Figure 4f.



