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Supporting Information

Figure S1. "H NMR spectra of (a) 2 in CDCls, (b) 3 in CDCls, (c) 4 in CDCl;, (d) 5 in DMSO-dg,
and (e) 1-(I )10 in DMSO-dg in Scheme 1.

Figure S2. FT-IR spectra of (a) M(C3Ng C3)2 (5), (b) Ceo[>M(C3Ng C3)2]-(1 )10 [1-(I )10], and (c)
Cso[>M(C3Ng C3)2]-( TFA )19 [1-(TFA ;0] in Scheme 1.

Figure S3. FT-IR spectra of (a) Ceo[>M(z-Bu),] (6), (b) precursor arm M(C3Ng C3H),, (c)
Coo[>M(C3Ng ' C3H),] 7, (d)  Ceo[>M(C3Ng'C3)]-(T)1o [1-(I)10], and ()
Ceo[>M(C3Ng C3)2]-( TFA )10 [1-(TFA ;0] in Scheme 2.
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Figure S4. >C NMR spectra of (a) 6 in CDCl;—CS,, (b) 7 in DMF-d;—CDCL;—CS,, and (c)
C6o[>M(C3N6+C3)z]-( TFA7)10 [1-(TFA7)10] n DMSO-d6—CDC13—C82 in Scheme 2.

Figure S5. Analysis of fragmented mass ions based on both MALDI-TOF and ESI mass
spectra of Co[>M(C3Ng C3)2]-(IN10 [1-(I)10] in Fig. 3.

Figure S6. Illumination time-dependent fluorescent intensity increase of fluorescein probe TFFC
in PBS media (pH 7.4) in the presence of (a) xanthine/xanthine oxidase by the
addition in two steps, (b) xanthine/xanthine oxidase followed by the addition of
superoxide dismutase, and (c) xanthine/xanthine oxidase and superoxide dismutase at
the same time, showing clearly the fluorescent intensity increase of the fluorescein
probe rising from the reaction of DNBs-TFFC with superoxide radical (O, -). The

fluorometric traces were collected at Ao, 530 nm with A, 480 nm.
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Fig. S1. "H NMR spectra of (a) 2 in CDCl;, (b) 3 in CDCl;, (c) 4 in CDCl;, (d) 5 in DMSO-d, and (e) 1-

(I')10 in DMSO-dj in Scheme 1.
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Fig. S2. FT-IR spectra of (a) M(C3Ng C3), (5), (b) Ceo[>M(C3Ng C3)]«(I )1 [1-(I)10], and
(€) Ceo>M(C3Ng " Cs)s]-( TEA )10 [1-(TFA )so] in Scheme 1.
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Fig. S3. FT-IR spectra of (a) Ce[>M(t-Bu),] (6), (b) precursor arm M(C3;Ng CsH),, (c)

Ceo[>M(C3N6 CsH),] 7, (d) Coo[>M(C3Ng'Cs)a]-(IN1o [1-(I10], and (e) Ceo[>M(C3Ng C3)a]-
( TFA )10 [1-(TFA )] in Scheme 2.
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Fig. S4. "C NMR spectra of (a) 6 in CDCL—CS,,, (b) 7 in DMF-d,—CDCL—CS,, and (c)
C60[>M(C3N6+C3)2]-( TFA_)l() [1-(TFA_)10] in DMSO-d5_CDC13_C82 in Scheme 2.
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Fig. S5. Analysis of fragmented mass ions based on both MALDI-TOF and ESI mass
spectra of Cgo[>M(C3Ng C3),]-(IN)1o [1-(1)10] in Fig. 3.
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Fig. S6. Illumination time-dependent fluorescent intensity increase of fluorescein probe
TFFC in PBS media (pH 7.4) in the presence of (a) xanthine/xanthine oxidase by the addition
in two steps, (b) xanthine/xanthine oxidase followed by the addition of superoxide dismutase,
and (c) xanthine/xanthine oxidase and superoxide dismutase at the same time, showing clearly
the fluorescent intensity increase of the fluorescein probe rising from the reaction of DNBs-
TFFC with superoxide radical (O, ). The fluorometric traces were collected at A.,, 530 nm
with A 480 nm.



