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Spectra of obtained products:

iBuTs-A1

White solid, 78%
TH NMR (300 MHz, CDCls, 25 °C) d = 8.58 (d, 1H, Ju-u= 4.1 Hz, PyH), 8.19 (d, 1H, Juu=7.9 Hz, PyH),
8.12 (s, 1H, NCH), 7.78 (td, 1H, Juu="7.7, 1.8 Hz, PyH), 7.23-7.20 (m, 1H, PyH), 4.40 (t, 2H, Jun=7.2 Hz,
N-CH>), 2.11-2.01 (m, 2H, CH2CH2CH>), 1.92 (sext, 7H, CH(CHs)2), 0.96-0.93 (m, 42H, CH(CHzs)2), 0.65
(overlapped, 2H, CH:Si), 0.62-0.59 (m, 14H, CH2CH(CHs)2); 3C NMR (101 MHz, CDCls, 25 °C) o =150.59,
149.51, 148.49, 137.03, 122.92, 121.9, 120.35, 52.80, 25.85, 25.81, 24.03, 23.98, 22.68, 22.61, 22.56, 9.41; »°Si
NMR (79.5 MHz, CDCls, 25 °C) d = -67.52, -67.87, -67.91, -68.62; IR (cm™): 2952.14, 2868.04, 1463.36,
1229.26, 1092.96, 741.26, 479.68; EA: Anal. calcd for CssH7N4O12Sis (%): C, 45.47, H, 7.43; found: C, 45.51;
H, 7.49. Data consistent with the literature [1].

Q Q
2 8
FBu SI/O‘sK\/\Nﬁ //> MO ONN O ®N BN © E..mc noa _..gﬂNmm\fo;JmNﬂm
— BANRSAERRNANROAAAR 928 S85883RC gRCTa
rBu\s|,o ~si-© M B e 8B B NNNNRNNNENNNN f¥¢  dddeeA--- odloccco
RN ~N N \/fé“‘*’m‘@““"“ Ng Ve \
Lob
\ vo.sl‘oy.’&\l Bu
—Si~g-si2,
i-Bu ~i-Bu
P A

water

i (.

O S | e T
s dn ow  w A R
S Sa o 9 = q 0~
€ 83 ¢ & g3 g =
T T T T T T T T T T T T T T T T T T T T T T T T T T
20 115 11.0 105 100 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -05

Figure S1™H NMR spectra of iBuTs-Al
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Figure S2 ®C NMR spectra of iBuTs-Al
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Figure 53 Si NMR spectra of iBuTs-Al

S-3

T
14



iBuTs-A2

White solid, 90%

TH NMR (300 MHz, CDCls, 25 °C) d =7.28-7.18 (m, 5H, Ph), 7.05 (s, 1H, NCH), 4.27 (t, 2H, Ju-u=7.1 Hz,
N-CHz), 3.02 (s, 2H, CH2CH2Ph), 1.97-1.92 (m, 2H, CH.CH>CH?>), 1.85-1.79 (m, 7H, CH(CHz)2), 0.95 (d,
42H, Ju-u= 6.6 Hz, CH(CHs)2), 0.62 (overlapped, 2H, CH:Si), 0.59 (m, 14H, CH.CH(CH3)2); 3*C NMR (101
MHz, CDCls, 25 °C) 5 =141.30, 128.61, 128.52, 128.48, 126.20, 68.08, 52.49, 35.70, 25.81, 24.00, 23.96, 22.55,
22.52,9.29; Si NMR (79.5 MHz, CDCls, 25 °C) & =-67.53, -67.81, -67.87, -68.44. IR (cm!): 2952.21, 2925.99,
2906.04, 2868.59, 1463.65, 1228.67, 1081.50, 739.59, 471.09; EA: Anal. calcd for C41tH7N3012Sis (%): C, 47.77,

H, 7.73; found: C, 47.79; H, 7.85.
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Figure S4 "TH NMR spectra of iBuTs-A2
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Figure S5 3C NMR spectra of iBuTs-A2
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Figure S6 Si NMR spectra of iBuTs-A2
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iBuTs-A3

White solid, 83%

H NMR (400 MHz, CDCls, 25 °C) d = 7.84 (m, 2H, Ju-n= 1.4 Hz, PhH), 7.72 (s, 1H, NCH), 7.45-7.41 (m,
2H, PhH), 7.34 (d, Juu= 7.4 Hz, 1H, PhH), 4.39 (t, Juu= 7.2 Hz 2H, N-CHz), 2.05 (q, 2H, CH2CH:2CH2>),
1.84 (m, 7H, CH(CHs)2), 0.95 (d, JH-H = 6.6 Hz, 42H, CH(CHa)2), 0.60 (dd, 14H, Jun= 7.0, 3.4 Hz,
CH:2CH(CHs)2), 0.57 (overlapped, 2H, CH:Si); *C NMR (101 MHz, CDCls, 25 °C) o = 147.88, 130.88,
128.97, 128.22, 125.82, 119.38, 52.65, 29.86, 25.83, 24.36, 24.00 22.60, 9.38; 22Si NMR (79.5 MHz, CDCls,
25 °C) d =-67.54, -67.58, -67.85, -67.87, -67.91 -68.55; IR (cm™): 2953.75, 2925.62, 2868.91, 2098.11, 1464.52,
1264.41, 1228.27, 1090.54, 735.82, 476.42; EA: Anal. calcd for CsoH7sN3O12Sis (%): C, 46.72, H, 7.54; found:
C, 46.81; H, 7.73.
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Figure S7 "TH NMR spectra of iBuTs-A3
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Figure S8 *C NMR spectra of iBuTs-A3

Tonn
REERRE
IBLVVO\ ~~ ‘> Rt
Sl N )
“B““s|—'o‘s. /\>>k<<,, S
N
éu\ \lﬁu
/’?'\i-Bu

T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 -5 -0 ~-15 -20 -25 -30 -35 -4 -4 -50 -55 -60 -65 -70 -75 -80 -85 -90 -95 -100 -105 -110 -115 -120 -125 -130 -135

Figure S9 ¥Si NMR spectra of iBuTs-A3

S-7



iBuTs-A4

White solid, 82%
1H NMR (300 MHz, CDCI3, 25 °C) d = 7.30 (s, 1H, NCH), 4.30 (t, 2H, Ju-u=7.2Hz, N-CH2), 2.88 (t, 2H,

Jin=7.3Hz, CH2(CH2)2CN), 2.43 (t, 2H, Jui=7.1Hz, CH2CH2CN), 2.08 (t, 2H, Jri= 7.2Hz, CH2CN), 1.84
(m, 7H, CH(CHb)z2), 0.94 (d, 42H, Jun1= 6.6 Hz, CH(CH)2), 0.60 (overlapped, 2H, Jiii=1.2Hz, CH:Si), 0.58
(d, 14H, Jun= 1.2Hz ,CH2CH(CHs)z); 3C NMR (101 MHz, CDCls, 25 °C) & = 145.55, 121.09, 119.48, 52.55,
25.82, 25.80, 25.03, 24.32, 24.01, 23.97, 22.64, 22.57, 22.53, 16.64, 9.39; IR (cm-1): 2952.09, 2868.29, 1463.91,
1229.24, 1092.4, 740.71, 479.83; EA: Anal. calcd for CrHzsNiO1:Sis (%): C, 44.72, H, 7.71; found: C, 44.85;

H, 7.83.

i-Bu~q;—
oSi O\Si/v\NM
. 7 v \
iBU~g 0.0} N=p SN g A8g 8889088 8T RN BETBER
[e] \\i-/gu ~ FFF  dNAdNANAdNd-Add cdScoo
Buy, b \ N NN e Y N
\ 0oy P—iBu
. i— i0
1-Bu/s' o—s'\l-Bu
s s s /J [
| | | i
| 1 |
Jl 1| i
! T T T 7
g o & ] 28 3 5
= ~N o &Aoo g =
T T T T T T T T T T T T T T T T T T T T T T T T T
1.5 11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5

r
20 1

Figure S10 "H NMR spectra of iBuTs-A4
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Figure S11 3C NMR spectra of iBuTs-A4

iBuTs-A5

White solid, 91.8%

'H NMR (300 MHz, CDCLS3, 25 °C) d = 7.55-7.52 (m, 2H, NCH), 7.50-7.33 (m, 4H, PhH), 3.25 (t, 4H,
Jun=7.1Hz, N-CH2), 1.84 (hept, 14H, Ju-u = 6.7 Hz, CH(CHs)2), 1.73-1.68 (m, 4H, CH2CH:CHz), 0.96 (dd,
84H, Ju-u= 6.6, 1.2Hz, CH(CH3s)2), 0.62 (overlapped, d, 4H, Ju-u=2.5Hz, CH2Si), 0.60 (d, 28H, Ju-n=2.6 Hz,
CH2CH(CHs)2); 13C NMR (101 MHz, CDCls, 25 °C) d = 131.76, 128.49, 128.39, 123.44, 89.52, 53.79, 25.85,
25,82, 24.06, 24.01, 22.65, 9.48; 2Si NMR (79.5 MHz, CDCls, 25 °C) d = -67.46, -67.54, -67.80, -67.83, -68.08;
IR (cm™): 2954.61, 2868.95, 2098.35, 1264.18, 1228.74, 1096.79, 733.20, 689.83, 480.52; EA: Anal. calcd for
C72H144N6O245i16 (%): C, 44.87, H, 7.53; found: C, 44.89; H, 7.63.
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Figure S14 2Si NMR spectra of iBuTs-A5

iBuTs-A6

White solid,

IH NMR (300 MHz, CDCls, 25 °C) & = 7.45 (s, 1H, NCH), 7.34-7.29 (m, 5H, PhH), 4.32 (t, 2H,
Jun="7.2Hz, N-CH2), 3.67 (s, 2H, N(CHs)-CHz, 3.51 (s, 2H, CH2-N(CHs), 2.39 (s, 3H, N(CH3s)), 2.00 (quin,
2H, CH2CH:CH?>), 1.81-1.87 (m, 7H, CH(CHa)2), 0.95 (d, 42H, Ju-u= 6.6 Hz, CH(CHs)2), 0.81 (overlapped,
2H, CH:Si), 0.60 (d, 14H, Ju-u= 7.0Hz, CH.CH(CHzs)2); 3C NMR (101 MHz, CDCls, 25 °C) o = 145.31,
129.24,128.45,127.29, 122.42, 61.58, 52.99, 52.20, 42.18, 29.86, 25.84, 25.81, 24.03, 23.99, 22.61, 22.61, 22.57,
9.42; IR (cm1): 2953.23, 2925.61, 2868.89, 1463.78, 1228.18, 1090.22, 734.93, 475.90; EA: Anal. calcd for
Ca2Hs2N4On2Sis (%): C, 47.60, H, 7.80; found: C, 47.79; H, 7.93.
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Figure 515 'TH NMR spectra of iBuTs-A6
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Figure 516 3C NMR spectra of iBuTs-A6
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iBuTs-A7
Pale yellow solid, 81%
TH NMR (300 MHz, CDCls, 25 °C) 8 =7.63 (s, 1H, NCH), 7.38 (dd, 1H, Ju-u=3.6, 1.2Hz, tiophene-H), 7.30

(dd, 1H, Jun = 5.1, 1.2Hz, tiophene-H), 7.08 (dd, 1H, Juu = 5.1, 3.5Hz, tiophene-H), 4.37
(t, 2H, Jun=7.2Hz, N-CH>), 2.09-1.98 (m, 2H, CH.CH>CH>), 1.85-1.83 (m, 7H, CH(CHs)2), 0.95 (dd, 42H,
Jun= 6.0, 1.1Hz, CH(CHas)2), 0.60 (dd, 14H, Ju-u= 7.1, 2.6Hz, CH2CH(CHzs)2). 3C NMR (101 MHz, CDCls,
25°C) d =142.95, 133.24, 127.73, 125.07, 124.14, 118.94, 52.69, 25.84, 25.82, 24.34, 24.05, 22.68, 22.61, 9.36;
51 NMR (79.5 MHz, CDCls, 25 °C) & =-67.53, -67.84, -68.60; IR (cm™): 3118.39, 2951.56, 2925.73, 2867.66,
2625.33, 2625.33, 1463.32, 1365.63, 1331.36, 1288.82, 1168.24, 1088.81, 1051.23, 837.70. 740.20, 477.52; EA:
Anal. calcd for Cs7H7N3012SSis (%): C, 44.05, H, 7.29; found: C, 44.09; H, 7.33.
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Figure 517 'TH NMR spectra of iBuTs-A7
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Figure 519 Si NMR spectra of iBuTs-A7
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iBuTs-A8

White solid, 84 %

H NMR (300 MHz, CDCls, 25 °C) = 7.58 (s, 1H, NCH), 4.34 (t, Juun= 7.3 Hz, 2H, N-CH-2), 2.00 (quin,
2H, CH2CH:CH>), 1.83-1.85 (m, 14H, CH(CHzs)2), 0.96-0.94 (m, 82H, CH(CHzs)2), 0.61 (overlapped, s, 4H,
CH:2Si), 0.59 (s, 28H, CH2CH(CH3)2), 0.45 (s, 6H, (CH3)2Si); 3C NMR (101 MHz, CDCls, 25 °C) & = 145.66,
129.41, 52.15, 25.85, 24.56, 24.03, 24.00, 23.95, 22.63, 22.59, 9.61, 0.82, -0.01; 2Si NMR (79.5 MHz, CDCls,
25 °C) d = -3.57, -66.74, -66.99, -67.55, -67.84, -67.87, -68.57, -109.66; IR (cm1): 2953.16, 2906.19, 2868.38,
1464.54, 1264.22, 1229.19, 1094.67, 737.09, 480.11; EA: Anal. calcd for CesH139N3025Si17 (%): C, 41.66, H,

7.71; found: C, 41.79; H, 7.87.
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iBuTs-A9
White solid, 70%

TH NMR (300 MHz, CDCls, 25 °C) & = 7.61-7.59 (m, 2H, PhH), 7.42-7.36 (m, 4H, PhH(3), NCH(1)), 4.34
(t, 2H, Juu=7.4 Hz, N-CH>), 2.04-1.96 (m, 2H, CH2CH2CH2), 1.91-1.80 (m, 7H, CH(CHs)2), 0.97-0.93 (m,
42H, CH(CHa)z2), 0.63 (overlapped, 2H, CH:Si), 0.61-0.58 (m, 14H, CH2CH(CHas)2), 0.56 (overlapped, 6H,
CH(CHs)2); 3C NMR (101 MHz, CDCls, 25 °C) d = 144.99, 137.40, 134.09, 133.13, 129.54, 128.06, 53.78,
25.84, 25.81, 24.01, 22.61, 22.56, 9.47, -2.21; 2Si NMR (79.5 MHz, CDCls, 25 °C) d = -14.75, -67.56,
-67.85, -68.12, -68.51; IR (cm™): 2954.07, 2925.88, 2869.02, 2098.85, 1464.59, 1264.39, 1228.48, 1092.26,
735.14, 476.68; EA: Anal. calcd for CaiHs1N3012Sis (%): C, 46.42, H, 7.70; found: C, 46.59; H, 7.83.
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Figure S23 'TH NMR spectra of iBuTs-A9
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iBuTs-A10
Yellow solid, 85%

1H NMR (300 MHz, CDCls, 25 °C) & = 7.42 (s, 1H, NCH), 4.3 (t, 2H, Juni= 7.4 Hz, N-CHz), 2.04-1.96 (m,
2H, CH2CH2CH?), 1.89-1.79 (m, 7H, CH(CHs)2)), 1.17-0.82 (m, 57H, Ge(CH2CHs)s (15), CH(CHs)2 (42)),

0.64 (overlapped, 2H, CH:Si), 0.63-0.60 (m, 14H, CH.CH(CHs)2); 1*C NMR (101 MHz, CDCls, 25 °C) & =

128.30, 52.01, 25.83, 25.80, 24.46, 24.04, 23.99, 22.61, 22.57, 9.44, 9.07, 4.70; 2°Si NMR (79.5 MHz, CDCls, 25
°C) 0 =-67.56, -67.85, -67.91, -68.43; IR (cm™): 2951.73, 2905.47, 2870.66, 1463.27, 1356.64, 1228.50, 1088.06,
837.21, 739.46, 474.09; EA: Anal. calcd for CsosHssGeNsO12Sis (%): C, 43.16, H, 7.89; found: C, 43.29; H,

7.93.
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DDSQ-2A1

White solid, 85%

H NMR (300 MHz, CDCls, 25 °C) d = 8.57-8.56 (m, 2H, PyH), 8.11 (d, 2H, Ju-u=7.9 Hz, PyH), 7.84 (s, 2H,
NCH), 7.75 (td, 2H, Juu=7.1,1.8Hz, PyH), 7.50- 7.18 (m, 40H, Ph), 4.21 (t, 4H, Ju.u="7.1Hz, N-CH>), 1.95
(quin, 4H, CH2CH2CH>), 0.75-0.70 (m, 4H, CH2Si), 0.30 (s, 6H, Si(CHzs)); 3C NMR (101 MHz, CDCls, 25
°C) 0 =150.52, 149.46, 148.37, 136.91, 134.09, 133.93, 131.64, 130.82, 130.69, 128.06, 127.99, 127.94, 127.85,
122.82, 120.28, 52.82, 24.11, 13.77, -0.78; #¥Si NMR (79.5 MHz, CDCls;, 25°C) & = -20.52,
-80.22, -81.31;IR (cm™): 3071.85, 3050.34, 3025.77, 1429.81, 1082.52, 730.61, 696.69, 487.88; EA: Anal. calcd
for C2oHesNsO14Sio (%): C, 55.09, H, 4.49; found: C, 55.19; H, 4.53.
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DDSQ-2A2

White solid, 60%

H NMR (300 MHz, CDCls, 25 °C) d = 7.49-7.08 (m, 52H, Ph), 6.64 (s, 2H, NCH), 4.10 (t, 4H, Ju-n=7.1 Hz,
N-CHz), 2.83 (s, 8H, CH2CH2Ph), 1.93-1.88 (m, 4H, CH.CH2CH?>), 0.68-0.62 (m, 4H, CH-Si), 0.30 (s, 6H,
Si(CHs)); 3C NMR (101 MHz, CDCls, 25 °C) d = 141.34, 134.02, 133.96, 133.91, 131.61, 130.86, 130.79,
130.75, 128.51, 128.45, 128.07, 127.89, 127.96, 127.85, 126.14, 52.32, 35.66, 29.82, 27.53, 24.10, 13.58, -0.73;
IR (cm): 3071.87, 3026.15, 2923.83, 1429.73, 1076.50, 727.11, 695.38, 481.92.
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Figure 532 "H NMR spectra of DDSQ-2A2
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Figure S33 3C NMR spectra of DDSQ-2A2

DDSQ-2A3

White solid, 82%

H NMR (300 MHz, CDCls, 25 °C) & = 7.60-7.17 (m, 52H, Ph (40), PhH (10), NCH (2)), 4.19 (t, 4H, Junu=
7.2 Hz, N-CH>), 2.04-1.94 (m, 4H, CH.CH2CH>), 0.74 (t, 4H, CH-2Si), 0.74-0.68 (m, 4H, CH-2Si), 0.30 (s, 6H,
Si(CHs)); 3C NMR (101 MHz, CDCls, 25 °C) d = 147.70, 134.04, 133.93, 131.59, 130.79, 128.80, 128.11,
128.01, 125.81, 119.33, 52.51, 24.20, 19.03, 13.63, -0.63; IR (cm-1): 3051.67, 2926.43, 1430.03, 1264.20, 1084.28,
730.69, 696.38, 486.53.
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Figure S35 ®C NMR spectra of DDSQ-2A3
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DDSQ-2A4

White solid, 78%

H NMR (300 MHz, CDCls, 25 °C) d = 7.50-7.22 (m, 40H, Ph), 6.75 (s, 2H, NCH), 4.15 (t, 4H, Ju-n= 7.3 Hz,
N-CHz), 2.61 (t, 4H, Ju-u=7.4 Hz, CH2(CH2)2CN), 2.28 (t, 4H, Ju-u=7.1 Hz, CH.CH2CN), 2.00-1.86 (m, 4H,
CH:2CH2CH>), 0.71-0.66 (m, 4H, CH-2Si), 0.32 (s, 6H, Si(CH3)); 3C NMR (101 MHz, CDCls, 25 °C) o =
145.43,134.02, 131.53, 130.82, 130.77, 128.11, 128.01, 120.92, 119.50, 52.34, 24.94, 24.22, 24.12, 16.59, 13.55,
-0.67; IR (cm1): 3072.18, 2930.43, 1429.93, 1089.08, 729.48, 698.44, 491.
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Figure S36 "TH NMR spectra of DDSQ-2A4
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Figure S37 ¥C NMR spectra of DDSQ-2A4

DDSQ-2A11

White solid, 84%

H NMR (300 MHz, CDCls, 25 °C) d = 7.51-7.19 (m, 40H, Ph), 6.73 (s, 2H, NCH), 4.13 (t, 4H,
Jun=7.3Hz, N-CHz), 2.55-2.50 (m, 4H, CH2(CH2)sCHs), 1.99-1.88 (m, 4H, CH2CH:CH?>), 1.52 (quin, 4H,
CHz(CH2)sCH3), 1.29-1.26 (m, CH2CH2CHs), 1.19 (sext, 4H, CH2CH3), 1.17 (quin, 4H, CH2CH2CHs), 0.77
(t, 6H, CH2CHs), 0.61 (t, 4H, CH-Si), 0.23 (s, 6H, Si(CHs)); 3C NMR (101 MHz, CDCI3, 25 °C) d = 148.36,
134.03, 133.92, 131.62, 130.90, 130.73, 128.06, 127.96, 120.28, 52.29, 31.62, 29.28, 25.70, 24.15, 22.54, 14.18,
13.62; IR (cm™): 3072.28, 3050.43, 2926.54, 2856.12, 1429.88, 1085.16, 728.60, 697.24, 488.54.
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Figure S38 "TH NMR spectra of DDSQ-2A11
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Figure 539 3C NMR spectra of DDSQ-2A11
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Spectra of obtained complexes:

(iBuTs-A1)2-Rh(N"N)

Orange solid, 55%

H NMR (300 MHz, CDCls, 25 °C)  =10.47 (s, 2H, NCH), 8.93 (d, 2H, ] =8.0 Hz, PyH), 8.02 (s, 2H, PyH),
7.65 (s, 2H, PyH), 7.38 (s, 2H, PyH), 4.53 (t, 4H, N-CHz), 2.11-2.08 (m, 4H, CH.CH:CH>), 1.88-1.77 (m,
14H, CH(CHa)2), 0.94-0.92 (m, 84H, CH(CHs)2), 0.66-0.57 (m, 32H, CH-Si(4), Si(CHs)(28)); 3C NMR (101
MHz, CDCls, 25 °C) d = 150.33, 148.49, 147.40, 141.63, 128.79, 128.29, 125.31, 54.52, 31.33, 28.14, 25.86,
25.83, 25.79, 24.05, 24.01, 23.98, 23.96, 22.64, 22.59, 22.56, 22.53, 9.13; 2Si NMR (79.5 MHz, CDCls, 25 °C)
0 =-67.54, -67.89, -68.73; ESI-MS calcd for C7Hi19Cl2NsO24Rh2Si1e* [M + H]*: 2281.4475, found 2281.6539;
IR (cm1): 2952.93, 2924.64, 2869.19, 1464.05, 1331.71, 1104.40, 742.48, 483.52.
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Figure S40 "H NMR spectra of (iBuTs-A1)2-Rh(N”N)
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Figure 542 Si NMR spectra of (iBuTs-A1)-Rh(NAN)
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iBuTs-A1-Pt(N~N)

Yellow solid, 87%

H NMR (300 MHz, CD2Cl, 25 °C) 8 =9.19 (d, Juu=5.9 Hz, ), 8.52 (s,), 8.12-7.98 (m,), 7.37-7.33 (m,), 4.56
(t, Jun=7.2Hz, ), 2.09 (dt, Ju-u=15.3, 7.4 Hz, ), 1.86 (dd, Ju-u = 13.2, 9.2 Hz,), 0.95 (d, J u-n = 6.6 Hz,), 0.63-
0.59 (m,); BC NMR (101 MHz, CD2Cl, 25 °C) d = 150.02, 149.28, 149.03, 140.22, 137.27, 125.76, 125.70,
123.22, 122.85, 122.44, 120.32, 56.20, 26.05, 26.03, 24.49, 24.42, 24.26, 23.01, 22.95, 22.89, 9.76; 29Si NMR
(79.5 MHz, CD2Cl, 25 °C) d = -67.40, -67.79, -69.04; IR (cm): 3092.64, 2952.61, 2905.71, 2869.24, 1625.06,
1464.15, 1365.69, 1331.72, 1228.25, 1167.93, 1095.88, 1037.28, 836.73, 741.60; EA: Anal. calcd for
CssH7Cl2NsO12PtSis (%): C, 35.95, H, 5.87; found: C, 36.09; H, 5.93.
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Figure S43 "TH NMR spectra of iBuTs-A1-Pt(N~N)
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Figure 545 2°Si NMR spectra of iBuTs-A1-Pt(N~N)
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iBuTs-A7-Pd(N"S)

Yellow solid, 60%
TH NMR (300 MHz, CDCls, 25 °C) =8.33 (s, 1H, PyH), 7.65 (s, 1H, PyH), 7.53 (s, 1H, NCH), 7.51 (s, 1H,

PyH), 7.22 (s, 1H), 4.41 (t, 2H, Juu= 7.8 Hz, N-CH), 2.07 (q, 2H, CH2>-CH>-CH>- ), 1.88-1.81 (m, 7H,
CH(CHs)2, 0.98-0.94 (m, 42H, (CHs)>CHCH:Si), 0.64-0.62 (m, 14H, SiCH2); 3C NMR (101 MHz, CDCls,
25°C) =143.97, 129.14, 128.56, 127.93, 127.72, 121.98, 54.32, 25.85, 25.82, 24.06, 24.04, 24.00, 23.97, 23.70,
23.62, 22.60, 2258, 9.42; »¥Si NMR (79.5 MHz, CDCls, 25 °C) d = -67.45, -67.83, -67.86, -69.02;
IR (cm™): 3074.10, 2952.38, 2925.98, 2869.07, 1464.33, 1331.82, 1228.06, 1091.63, 1037.85, 741.12, 479.99;
EA: Anal. caled for Cs7H7sCl2N3O12PdSSis (%): C, 37.47, H, 6.20; found: C, 37.49; H, 6.33.
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Figure S46 "H NMR spectra of iBuTs-A7-Pd(N/S)
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Figure S47 3C NMR spectra of iBuTs-A7-Pd(NS)
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Figure 548 2°Si NMR spectra of iBuTs-A7-Pd(N”"S)
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DDSQ-A1-[Pd(N"N)]:

Yellow solid, 93%

H NMR (300 MHz, DMF-dy, 25 °C) & =9.14 (d, 2H, J=1.4Hz, NCH), 9.09 (dd, 2H, ] = 5.8, 1.3 Hz, PyH),
8.31 (t, 2H, J = 7.7 Hz, PyH), 8.15 - 8.09 (m, 2H, PyH), 7.72 (m, 2H, PyH), 7.64 - 7.60 (m, 5H, Ph), 7.49-
7.23 (m, 35H, Ph), 4.61 (t, 4H, J=7.1Hz, N-CH>), 2.12 (d, 4H, J=8.8Hz, CH.CH>CH?>), 0.98-0.91 (m, 4H,
CH:Si), 0.43 (s, 6H, CH3Si); 3C NMR (101 MHz, DMF-d7, 25 °C) d = 150.82, 149.88, 148.84, 142.38, 134.85,
134.82, 134.79, 132.31, 132.21, 132.18, 131.45, 129.39, 129.33, 129.29, 129.21, 126.56, 126.50, 123.13, 55.80,
24.76, 14.11, -0.49; Si NMR (79.5 MHz DMF-dy, 25 °C) d = -17.16, -77.78, -79.04; ESI-MS calcd for
CasHzN4O12SisPdCLK [M + H]+: 1876.9450, found 1877.0601; IR (cm): 3072.03, 3048.83, 2921.62, 1429.57,
1264.09, 1078.01, 727.16, 696.17, 482.53; Anal. calcd for CroHes ClaNsO14Pd2Sii0 (%):C, 44.70, H, 3.64; found:

C, 4479, H, 3.71.
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Figure S49 "TH NMR spectra of DDSQ-A1-[Pd(N"N)]2
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Figure S50 3C NMR spectra of DDSQ-A1-[Pd(N”N)]2
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Figure S51 Si NMR spectra of DDSQ-A1-[Pd(N”N)]2
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The respective comparison of the 'H NMR stacked spectra of ligand iBuTs-Al and respective complex
iBuT8-A1-Pt(N”N) are presented below:

1H NMR
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Figure 552 Stacked '"H NMR spectra of ligand iBuTs-Al and respective complex iBuTs-A1-Pt(N~N)

The respective comparison of the 'H NMR stacked spectra of ligand iBuTs-A7 and respective complex
iBuTs-A7-Pd(N”S) are presented below:
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Figure S53 Stacked 'H NMR spectra of ligand iBuTs-A7 and respective complex iBuTs-A7-Pt(N*S)
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