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Figure S1. EDX patterns of (a) Am-POSS(1), (b) Am-POSS(2), (c) Am-POSS(3), and (d) Am-POSS(4).
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Figure S2. MALDI-TOF MS analysis of Am-POSS(1).
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Figure S3. MALDI-TOF MS analysis of Am-POSS(2).
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Figure S4. MALDI-TOF MS analysis of Am-POSS(3).
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Figure S5. MALDI-TOF MS analysis of Am-POSS(4).
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Figure S6. EDX patterns of (a) Am-POSS(1,2), (b) Am-POSS(1,3), (c) Am-POSS(1,4),
(d) Am-POSS(2,3), (¢) Am-POSS(2,4), and (f) Am-POSS(3,4).
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Number of side-chain group (R")
NH NHCH; Calcd Found
HO  |(CFsSOpN~| Mz mlz

(i) 1 7 1 0 9794 979.7
(i) 2 6 1 0 965.4 965.6
(iii) 3 5 1 0 9514 951.6
(iv) 4 4 1 0 9374 937.6
(v) 5 3 1 0 9233 923.6
(vi) 6 2 1 0 909.3 909.6
(vii) 7 1 1 0 895.3 895.5
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Figure S7. MALDI-TOF MS analysis of Am-POSS(1,2).
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Figure S8. MALDI-TOF MS analysis of Am-POSS(1,3).

Number of side-chain group (R’)
NHCH;§ N(CHs)2 Caled | Found
HY  |(CFaSOpN"| Mz miz
0] 1 7 1 0 1091.5 | 1091.7
(ii) 2 6 1 0 1077.5 | 1077.7
(iii) 3 5 1 0 1063.5 | 1063.7
(iv) 4 4 1 0 1049.5 | 1049.8
(v) 5 3 1 0 1035.5 | 1035.7
(vi) 6 2 1 0 10214 | 1021.7
(vii) 7 1 1 0 1007.4 | 1007.8
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Number of side-chain group (R")
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NH, N(CHz)s ° Calcd | Found
HY  |(CFaSON"| miz m/z
(i) 1 7 0 6 2861.2 | 2861.6
(ii) 2 6 0 5 25382 | 2537.8
(iii) 3 5 0 4 22152 | 2215.0
(iv) 4 4 0 3 1892.3 | 1892.2
(v) 5 3 0 2 1569.3 | 1569.4
(vi) 6 2 0 1 1246.3 | 12465
(vii) 7 1 0 0 9233 | 9236
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Figure S9. MALDI-TOF MS analysis of Am-POSS(1,4).




Number of side-chain group (R")

NHCH3 N(CH3),

H® (CF3SOZ)2N@ miz m/z

0] 1 7 1 0 10915 | 1091.7
(ii) 2 6 1 0 1077.5 | 1077.7
(iil) 3 5 1 0 1063.5 | 1063.7
(iv) 4 4 1 0 1049.5 | 1049.8
(v) 5 3 1 0 1035.5 | 1035.7
(vi) 6 2 1 0 1021.4 | 1021.7
(vii) 7 1 1 0 1007.4 | 1007.8
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Figure S10. MALDI-TOF MS analysis of Am-POSS(2,3).
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HY  |(CFsSON"| miz m/z
(i) 2 6 0 5 2566.2 | 2566.6
(i) 3 5 0 4 2257.3 | 2257.8
(iii) 4 4 0 3 1948.3 | 1948.0
(iv) 5 3 0 2 1639.4 | 1639.3
(v) 6 2 0 1 13304 | 13304
(vi) 7 1 0 0 10214 | 1021.7
(iii) R’ R
(lV) RI /O ?I O \I ,
\S|’6 O\Si'/\o R
. (i)
(vi) (i \ }) ]
1_\—=<Si—[—Si~p:
R O—/”~R
(v) gp 443
Si—0o—Si
R' R'

T,-POSS

1000

1500

2000

2500

3500 4000 (m/z)

Figure S11. MALDI-TOF MS analysis of Am-POSS(2,4).
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Figure S12. MALDI-TOF MS analysis of Am-POSS(3,4).
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Figure S13. TGA thermograms of (a) Am-POSS(1,2), (b) Am-POSS(1,3), (c) Am-POSS(1,4),
(d) Am-POSS(2,3), (e) Am-POSS(2,4), and (f) Am-POSS(3,4) under nitrogen flow.

i Starting materials + HNTf, + water |
. in DMSO

Figure 514. Photograph of the apparatus (hot plate), where the reactions were performed at ca. 60 °C.



