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1. General consideration

1H and 13C NMR spectra were recorded on a Varian Inova-400 or 600 MHz

spectrometers. 1H and 13C NMR chemical shifts were determined relative to internal

standard TMS at  0.0 or CDCl3 ( (1H), 7.26 ppm;  (13C), 77.16 ppm). Chemical

shifts ( ) were reported in ppm, and coupling constants (J) are in Hertz (Hz). The

following abbreviations were used to explain the multiplicities: s = singlet, d =

doublet, t = triplet, q = quartet, m = multiplet, br = broad. The HRMS analysis was

obtained on a Agilent 6540 UHD Q-TOF mass spectrometer. The melting point was

recorded on BÜCHI (M-560) and uncorrected. Analytical thin layer chromatography

(TLC) was performed on 0.25 mm silica gel 60 F254 plates and viewed by UV light

(254 nm). Column chromatographic purification was performed using 200-300 mesh

silica gel. Electrochemical reactions were performed on DC Power Supply

(GPD-2303S). The H2 was detected by a gaschromatograph (SHIMADZU GC-2014

C) and analyzed by a thermal conductivity detector (TCD, 5Amolecular sieve column)

with column diameter (2 m × 4 mm) and argon as the carrier gas. Cyclic voltammetry

(CV) was carried out on a CHI660E electrochemical workstation (CH Instruments,

Ins). All commercial reagents and solvents were purchased from commercial sources

and used as received unless otherwise indicated.
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2. Experimental procedures

2.1 Preparation of the starting silanes

2.1.1 General procedure for the preparation of starting materials of products

9-21, 23, 24[1]

In a 100 mL round-bottom flask, aryl bromides (5.0 mmol, 1.0 equiv.) in THF

(10 mL) was cooled to -78 °C. n-BuLi (3.2 mL,1.6 M in THF, 6.0 mmol, 1.2 equiv.)

was added dropwise slowly over 30 min. The resulting mixture was stirred at -78 °C

for 2 h before the dropwise addition of chlorodiphenylsilane (6.0 mmol, 1.2 equiv.).

The reaction was allowed to warm to room temperature and stirred for 8 h. The

reaction mixture was quenched with NH4Cl (15 mL, saturated aqueous solution) and

the mixture was extracted with tert-Butyl methyl ether (3×15 mL). The combined

organic layer was washed with water (20 mL), brine (20 mL), dried over anhydrous

Na2SO4, and then concentrated under reduced pressure. The residue was purified by

flash silica gel column chromatography to afford the hydrosilanes.

2.1.2 General procedure for the preparation of starting materials of product 22[1]

In a 100 mL round-bottom flask, 4-iodo-1,1'-biphenyl (5.0 mmol, 1.0 equiv.) in

THF (10 mL) was cooled to -78 °C. i-PrMgCl (3 mL, 2.0 M in THF, 6.0 mmol, 1.2

equiv.) was added dropwise slowly over 15 min. The resulting mixture was allowed to

warm to -40 °C in 2 h and maintained at -40 °C for another 2 h before the dropwise

addition of chlorodiphenylsilane (6.0 mmol, 1.2 equiv.). The reaction was allowed to

warm to room temperature and stirred for 8 h. The reaction mixture was quenched

with NH4Cl (15 mL, saturated aqueous solution) and the mixture was extracted with

CH2Cl2 (3×15 mL). The combined organic layer was washed with water (20 mL),

brine (20 mL), dried over anhydrous Na2SO4, and then concentrated under reduced

pressure. The residue was purified by flash silica gel column chromatography to

afford the [1,1'-biphenyl]-4-yldiphenylsilane.
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2.2 Optimization of reaction conditions

Table S1. Optimization of reaction conditionsa

Entry Electrode Cat. (mol%) Current (mA) Time (h) Conv.b (%)

1 Pt(+)/C(-) TBAI (50) 15 1 99

2 Pt(+)/C(-) TBAI (10) 15 1 95

3 Pt(+)/C(-) TBAI (5) 15 1 43

4 Pt(+)/C(-) TBAB (10) 15 1 98

5 Pt(+)/C(-) TBAClO4 (10) 15 1 n.d

6 Pt(+)/C(-) TBAPF6 (10) 15 1 n.d

7 Pt(+)/C(-) TBACl (10) 15 1 50

8 C(+)/C(-) TBAB (10) 15 1 96

9 Pt(+)/Pt(-) TBAB (10) 15 1 90

10 C(+)/Pt(-) TBAB (10) 15 1 98

11 C(+)/Ni(-) TBAB (10) 15 1 95

12 C(+)/C(-) TBAB (10) 12 1 85

13 C(+)/C(-) TBAB (10) 18 1 98

14 C(+)/C(-) TBAB (10) 15 0.5 56

15 C(+)/C(-) TBAB (10) 15 1.5 98

16 C(+)/C(-) PmimBr (10) 15 1 96

17 C(+)/C(-) [Bmpyrr]Br (10) 15 1 99 (95)c

18 C(+)/C(-) BzmimBr (10) 15 1 35

19 C(+)/C(-) AmimBr (10) 15 1 59

20 C(+)/C(-) HmmimBr (10) 15 1 90

21 C(+)/C(-) [C4MPd]Br (10) 15 1 91

22 C(+)/C(-) [Bmpyrr]BF4(10) 15 1 n.d

23d C(+)/C(-) [Bmpyrr]Br (10) 15 1 85

24 C(+)/C(-) 15 1 n.d

25 C(+)/C(-) [Bmpyrr]Br (10) 0 1 n.d

a Standard reaction conditions: electrodes, constant current, 1 (0.24 mmol), catalyst, MeOH (5.0

mL), room temperature, time, undivided cell, under air. b conv. determined by GC. c Yield of

isolated product. d MeOH = 3 mL. n.d. = not detected.

2.3 General procedure for the synthesis of products

2.3.1 General procedure for the synthesis of alkoxysilane (taking 2 as an

example)
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Under air, a mixture of triphenylsilane 1 (63 mg, 0.24 mmol), [Bmpyrr]Br (5 mg,

0.024 mmol) and MeOH (5.0 mL) were added in an oven-dried undivided bottle (10

mL). The bottle was equipped with graphite plates (10 mm × 15 mm × 2 mm) as

anode and cathode. The resulting mixture was stirred and electrolyzed at a constant

current of 15 mA at ambient temperature for 1 h. When the reaction was finished, the

resulting mixture was evaporated under reduced pressure. The resultant residue was

purified by silica gel column chromatography (eluent: petroleum ether/EtOAc = 80:1,

v/v) to afford the desired product 2 as a colorless liquid (66 mg, 95% yield).

Fig. S1 Experimental facility

2.3.2 General procedure for the synthesis of aryloxysilanes (taking 45 as an

example)

Under air, a mixture of tert-butyldimethylsilane (120 µL, 0.72 mmol, 3.0 equiv.),

[BMpyrr]Br (27 mg, 0.12 mmol, 0.5 equiv.), 4-ethylphenol (29 µL, 0.24 mmol, 1.0

equiv.) and MeCN (5 mL) were added in an oven-dried undivided bottle (10 mL). The

bottle was equipped with graphite plate (10 mm × 10 mm × 2 mm) as anode and

nickel plate (10 mm × 10 mm × 0.1 mm) as cathode. The resulting mixture was stirred
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and electrolyzed at a constant current of 15 mA at ambient temperature for 1.5 h.

When the reaction was finished, the resulting mixture was evaporated under reduced

pressure. The resultant residue was purified by silica gel column chromatography

(eluent: petroleum ether/EtOAc = 30:1, v/v) to afford the desired product 45 as a

colorless liquid (47 mg, 83%).

2.3.3 General procedure for the synthesis of silanol (taking 60 as an example)

Under air, a mixture of triphenylsilane 1 (63 mg, 0.24 mmol), [Bmpyrr]Br (26

mg, 0.12 mmol), H2O (0.5 mL)and MeCN (5.0 mL) were added in an oven-dried

undivided bottle (10 mL). The bottle was equipped with graphite plate (10 mm × 10

mm × 2 mm) as anode and nickel plate (10 mm × 10 mm × 0.1 mm) as cathode. The

resulting mixture was stirred and electrolyzed at a constant current of 15 mA at

ambient temperature for 1.5 h. When the reaction was finished, the resulting mixture

was evaporated under reduced pressure. The resultant residue was purified by silica

gel column chromatography (eluent: petroleum ether/EtOAc = 30:1, v/v) to afford the

desired product 60 as a white solid (59 mg, 89% yield).

2.3.4 General procedure for the synthesis of 1,2-dimethyl-1,1,2,2-tetraphenyldisilane

Under air, a mixture of methyldiphenylsilane (40 mg, 0.2 mmol, 1.0 equiv.),

[C4MPd]Br (14 mg, 0.06 mmol, 0.3 equiv), and MeCN (4.0 mL) were added in an

oven-dried undivided bottle (10 mL). The bottle was equipped with graphite plates

(10 mm × 15 mm × 2 mm) as anode and cathode. The resulting mixture was stirred

and electrolyzed at a constant current of 5 mA at ambient temperature for 1 h. When

the reaction was finished, the resulting mixture was evaporated under reduced

pressure. The resultant residue was purified by silica gel column chromatography

(eluent: petroleum ether/EtOAc = 80:1, v/v) to afford the desired product

1,2-dimethyl-1,1,2,2-tetraphenyldisilane as a colorless liquid (37 mg, 93%).
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2.3.5 Unreactive substrates

Fig. S2 Unreactive substrates

We utilized the aforementioned O-nucleophiles as substrates (Fig. S2), yet none

of them exhibited reactivity.

2.4 General procedure for the ionic liquid recycling experiment

Under air, triphenylsilane 1 (63 mg, 0.24 mmol), [Bmpyrr]Br (5 mg, 0.024 mmol)

and MeOH (5.0 mL) were added in an oven-dried undivided bottle (10 mL). The

bottle was equipped with graphite plates (10 mm × 15 mm × 2 mm) as anode and

cathode. The resulting mixture was stirred and electrolyzed at a constant current of 15

mA under room temperature for 1 h. When the reaction was finished, the resulting

mixture was evaporated under reduced pressure. Next, water (10 mL) and ethyl

acetate (10 mL) were added, the organic phase was extracted three times with water

(3×10 mL) and all the water phase was combined. Then, [Bmpyrr]Br was recovered

from the aqueous layer and recycled for the next reaction after being dried to constant

weight under vacuum at 80 oC.

2.5 Gram-scale synthesis

2.5.1 Gram-scale synthesis of alkoxysilane 2

Under air, a mixture of triphenylsilane 1 (1.04 g, 4 mmol), [Bmpyrr]Br (89 mg,

0.4 mmol) and MeOH (10.0 mL) were added in a bottle (50 mL). The bottle was

equipped with graphite plates (10 mm × 40 mm × 2 mm) as anode and cathode, The

resulting mixture was stirred and electrolyzed at a constant current of 40 mA at

ambient temperature for 4 h. When the reaction was finished, the resulting mixture



S8

was evaporated under reduced pressure. The resultant residue was purified by silica

gel column chromatography (eluent: petroleum ether/EtOAc = 120:1, v/v) to afford

the desired product 2 as a colorless liquid (1.12 g, 97% yield).

Fig. S3 A device for gram-scale experiment

2.5.2 Gram-scale synthesis of silanol 60

Under air, a mixture of triphenylsilane 1 (1.30 g, 5 mmol), [Bmpyrr]Br (111 mg,

0.5 mmol), H2O (5.0 mL)and CH3CN (25.0 mL) were added in an oven-dried

undivided bottle (10 mL). The bottle was equipped with graphite plate (10 mm × 40

mm × 1 mm) as anode and nickel plate (10 mm × 40 mm × 0.1 mm) as cathode. The

resulting mixture was stirred and electrolyzed at a constant current of 40 mA at

ambient temperature for 8 h. When the reaction was finished, the resulting mixture

was evaporated under reduced pressure. The resultant residue was purified by silica

gel column chromatography (eluent: petroleum ether/EtOAc = 30:1, v/v) to afford the

desired product 60 as a white solid (1.24 g, 90% yield).

2.5.3 Gram-scale synthesis of tertmethyldiphenyldisilane

Under air, a mixture of dimethylphenylsilane (2.04 g, 15 mmol), [C4MPd]Br
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(1.06 g, 4.5 mmol) and CH3CN (30.0 mL) were added in an oven-dried undivided

bottle (100 mL). The bottle was equipped with graphite plates (10 mm × 40 mm × 2

mm) as anode and cathode. The resulting mixture was stirred and electrolyzed at a

constant current of 5 mA at ambient temperature for 46 h. When the reaction was

finished, the resulting mixture was evaporated under reduced pressure. The resultant

residue was purified by silica gel column chromatography (eluent: petroleum

ether/EtOAc = 80:1, v/v) to afford the desired product as a colourless liquid (1.08 g,

95% yield).

3. Mechanistic studies

3.1 On-off electric experiment

3.2 Radical trapping experimentsa

Entry Radical scavenger Yield of 2 (%)b

1 none 95%

2 TEMPO (1 equiv.) 26%

3 TEMPO (2 equiv.) 10%

a Standard reaction conditions: graphite plate anode (10 mm × 15 mm × 0.2 mm), graphite plate

cathode (10 mm × 15 mm × 0.2 mm), constant current = 15 mA, 1 (0.24 mmol), [BMPyrr]Br (10
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mol%), MeOH (5.0 mL), room temperature, 1 h, undivided cell, under air. bYield of isolated

product.

When 2,2,6,6-tetramethylpiperidine-1-oxyl (TEMPO, 2.0 equiv.) was introduced

into the model reactions, the desired triphenylsiloxane was isolated in 26% yield after

column chromatography separation. Next, the TEMPO was improving to 2 equiv. at

the standard condition the isolated yield of 2 reduced from 95% to 10%. These results

suggest the involvement of radical process in this transformation.

3.3 Parallel kinetic isotope effect experiments

Under air, a mixture of 1 (63 mg, 0.24 mmol, 1 equiv.) or [D]-1 (63 mg, 0.24

mmol, 1 equiv.), [Bmpyrr]Br (5 mg, 0.024 mmol) and MeOH (5.0 mL) were added in

two oven-dried undivided bottles (10 mL). The bottles were equipped with graphite

plates (10 mm x 10 mm x 2 mm) as anode and cathode. The resulting mixture was

stirred and electrolyzed at a constant current of 15 mA at ambient temperature for 1 h.

The two reaction mixtures were separately isolated by silica gel column

chromatography (petroleum ether/EtOAc = 80/1) (95% and 0%). The result indicate

that Si-H bond cleavage is involved in the rate-determining step of this

electrochemical reaction.

3.4 H2 detection experiment
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Fig. S4 H2 detection experiment by GC

In order to demonstrate the H2 evolution during this procedure, the model

reaction of triphensilane (1) with methanol was detected by GC under standard

conditions. As a standard, we first tested the retention time of a mixture of hydrogen,

oxygen, and nitrogen at 1.351, 2.052, and 2.754 min, respectively (Fig. S4).

4. Analytical data

.Methoxytriphenylsilane (2)[1]: 66 mg, 95% yield. Colorless liquid. 1H NMR

(600 MHz, CDCl3) δ 7.63-7.62 (m, 6H), 7.44-7.41 (m, 3H), 7.39-7.36(m, 6H), 3.64(s,

3H). 13C NMR (150 MHz, CDCl3) δ 135.5, 134.0, 130.2, 128.04, 52.0.

Si
Ph Ph

O

Cl

(2-chlorophenyl)(methoxy)diphenylsilane (9)[21]: 71 mg, 91% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.73-7.72 (m, 4H), 7.51-7.39 (m, 9H),

7.34-7.32 (m, 1H), 3.69(s, 3H). 13C NMR (150 MHz, CDCl3) δ 141.1, 138.2, 135.5,

133.7, 133.4, 131.9, 130.2, 129.7, 128.0, 126.2, 52.1. HRMS (ESI) m/z Calcd for

C14H12FNOS [M+H]+: 325.0810; Found: 325.0809.

Si

Ph

O

Ph

Cl

(3-chlorophenyl)(methoxy)diphenylsilane (10)[2]: 68 mg, 87% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.53-7.51 (m, 5H), 7.41-7.36 (m, 3H),

7.33-7.31 (m, 5H), 7.24 (t, J = 7.6 Hz, 1H), 3.56 (s, 3H). 13C NMR (150 MHz, CDCl3)
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δ 137.0, 135.48, 135.0, 134.6, 133.4, 133.2, 130.5, 130.3, 129.6, 128.2, 52.1. HRMS

(ESI) m/z Calcd for C14H12FNOS [M+H]+: 325.0810; Found: 325.0810.

(4-chlorophenyl)(methoxy)diphenylsilane (11)[2]: 56 mg, 72% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.63-7.61 (m, 4H), 7.58-7.56 (m, 2H),

7.49-7.46 (m, 2H), 7.43-7.39 (m, 6H), 3.65 (s, 3H). 13C NMR (150 MHz, CDCl3) δ

136.9, 136.7, 135.5, 134.8, 133.5, 132.5, 130.4, 128.4, 128.2, 52.0.

Si
Ph Ph

O

F

(2-fluorophenyl)(methoxy)diphenylsilane (12): 53 mg, 72% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.68-7.65 (m, 4H), 7.50-7.40 (m, 8H), 7.19 (t, J

= 11.0 Hz, 1H), 7.07 (t, J = 12.5 Hz, 1H), 3.69 (s, 3H). 13C NMR (150 MHz, CDCl3)

δ 167.3 (d, J = 241.5 Hz), 137.3 (d, J = 9.0 Hz), 135.3, 133.5, 132.8 (d, J = 9.0 Hz),

130.3, 128.1, 124.2, 121.0 (d, J = 28.5 Hz), 115.2 (d, J = 24.0 Hz), 52.1. HRMS (ESI)

m/z Calcd for C14H12FNOS [M+H]+: 309.1105; Found: 309.1108.

(3-fluorophenyl)(methoxy)diphenylsilane (13): 52 mg, 70% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.50-7.47 (m, 4H), 7.35-7.32 (m, 2H),

7.29-7.22 (m, 6H), 7.18 (dd, J = 2.6 Hz, 8.7 Hz, 1H),7.01-6.97 (m, 1H), 3.52(s, 3H).

13C NMR (150 MHz, CDCl3) δ 162.7 (d, J = 247.5 Hz), 137.3 (d, J = 4.5 Hz), 135.5,

133.3, 131.0 (d, J = 3.0 Hz), 130.5, 129.9 (d, J = 30.0 Hz), 128.2, 121.7 (d, J = 72.0

Hz), 117.2 (d, J = 72.0 Hz), 52.1. HRMS (ESI) m/z Calcd for C14H12FNOS [M+H]+:

309.1105; Found: 309.1103.

(4-fluorophenyl)(methoxy)diphenylsilane (14): 50 mg, 68% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.50-7.47 (m, 4H), 7.35-7.32 (m, 2H),



S13

7.29-7.22 (m, 6H), 7.18 (dd, J = 2.6 Hz, 8.7 Hz, 1H),7.01-6.97 (m, 1H), 3.52(s, 3H).

13C NMR (150 MHz, CDCl3) δ 162.7 (d, J = 247.5 Hz), 137.3 (d, J = 4.5 Hz), 135.5,

133.3, 131.0 (d, J = 3.0 Hz), 130.5, 129.9 (d, J = 30.0 Hz), 128.2, 121.7 (d, J = 72.0

Hz), 117.2 (d, J = 72.0 Hz), 52.1. HRMS (ESI) m/z Calcd for C14H12FNOS [M+H]+:

309.1105; Found:309.1103.

Methoxydiphenyl(o-tolyl)silane (15)[3]: 56 mg, 77% yield. Colorless liquid. 1H

NMR (400 MHz, CDCl3) δ 7.66-7.63 (m, 4H), 7.57 (d, J = 7.5Hz, 1H), 7.49-7.36 (m,

7H), 7.23-7.19 (m, 2H), 3.67 (s, 3H), 2.33 (s, 3H). 13C NMR (150 MHz, CDCl3, ) δ

145.0, 137.0, 135.5, 134.5, 132.6, 130.5, 130.2, 130.1, 128.1, 150.0, 51.9, 23.2.

Methoxydiphenyl(m-tolyl)silane (16): 59 mg, 81% yield. Colorless liquid. 1H

NMR (600 MHz, CDCl3) δ 7.74-7.71 (m, 4H), 7.56-7.55 (m, 1H), 7.53-7.44 (m, 7H),

7.37-7.32 (m, 2H), 3.73(s, 3H), 2.42(s, 3H). 13C NMR (150 MHz, CDCl3) δ 137.4,

136.0, 135.5, 134.2, 133.8, 132.6, 131.1, 130.2, 128.0, 128.0, 52.0, 21.7. HRMS (ESI)

m/z Calcd for C20H20OSi [M+H]+: 305.1356; Found: 305.1355.

Methoxydiphenyl(p-tolyl)silane (17): 70 mg, 96% yield. Colorless liquid. 1H

NMR (400 MHz, CDCl3) δ 7.72-7.69 (m, 4H), 7.61-7.59 (d, J = 7.9 Hz, 2H),

7.52-7.42 (m, 6H), 7.29-7.27 (d, J = 7.9 Hz, 2H), 3.71 (s, 3H), 2.44 (s, 3H). 13C NMR

(150 MHz, CDCl3) δ 140.2, 135.6, 135.5, 134.3, 130.3, 130.1, 128.9, 128.0, 52.0,

21.7.

(4-(tert-butyl)phenyl)(methoxy)diphenylsilane (18): 71 mg, 86% yield.

Colorless liquid. 1H NMR (400 MHz, CDCl3) δ 7.63 (d, J = 4.6 Hz, 4H), 7.55 (d, J =
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5.3 Hz, 2H), 7.43-7.37 (m, 8H), 3.63 (s, 3H), 1.32 (s,9H). 13C NMR (150 MHz,

CDCl3) δ 153.2, 135.5, 135.4, 134.3, 130.4, 130.1, 128.0, 150.0, 52.0, 34.9, 31.4.

HRMS (ESI) m/z Calcd for C23H26OSi [M+H]+: 347.1826; Found: 347.1822.

Methoxydiphenyl(4-(trimethylsilyl)phenyl)silane (19): 51 mg, 60% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.69-7.67 (m, 4H), 7.62-7.60 (m, 2H),

7.47-7.45 (m, 4H), 7.43-7.41 (m, 4H), 3.68 (s, 3H), 1.37 (s, 9H). 13C NMR (150 MHz,

CDCl3) δ 142.7, 135.5, 134.7, 134.4, 134.1, 132.9, 130.2, 128.0, 52.0, -1.1. HRMS

(ESI) m/z Calcd for C22H26OSi2 [M+H]+: 363.1595; Found: 363.1593.

Methoxydiphenyl(4-(trifluoromethyl)phenyl)silane (20)[4]: 52 mg, 61% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.81-7.78 (m, 2H), 7.68 (d, J = 1.26

Hz, 1H), 7.67-7.64 (m, 5H), 7.52-7.48 (m, 2H), 7.46-7.42 (m, 4H), 3.69 (s, 3H). 13C

NMR (150 MHz, CDCl3) δ 139.3, 135.8, 135.5, 134.8, 133.1, 132.0 (d, J = 31.5 Hz),

130.6, 128.2, 124.6 (t, J = 3.0 Hz), 52.1.

Methoxy(4-methoxyphenyl)diphenylsilane (21): 58 mg, 76% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.55-7.54 (m, 4H), 7.48-7.46 (m, 2H),

7.37-7.34 (m, 2H), 7.32-7.29 (m, 4H), 6.87-6.84 (m, 2H), 3.74 (s, 3H), 3.55 (s, 3H).

13C NMR (150 MHz, CDCl3) δ 161.4, 137.2, 135.5, 134.4, 130.1, 128.1, 124.8, 113.8,

55.2, 51.9. HRMS (ESI) m/z Calcd for C20H20O2Si [M+H]+: 321.1305; Found:

321.1308.

[1,1'-biphenyl]-4-yl(methoxy)diphenylsilane (22): 59 mg, 57% yield. White

solid. 1H NMR (600 MHz, CDCl3) δ 7.74-7.64 (m, 10H), 7.51-7.46 (m, 5H),
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7.44-7.37 (m, 4H). 13C NMR (150 MHz, CDCl3) 142.9, 141.1, 136.0, 135.5, 134.0,

132.7, 130.3, 128.9, 128.1, 127.7, 127.3, 126.8, 52.0. HRMS (ESI) m/z Calcd for

C25H22OSi [M+H]+: 367.1513; Found: 367.1512.

Si
Ph Ph

O

EtO2C

Ethyl 4-(methoxydiphenylsilyl)benzoate (23)[21]: 72 mg, 82% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.97 (d, J = 7.9 Hz, 2H), 7.64 (d, J = 7.9 Hz,

2H), 7.53 (d, J = 7.6 Hz, 4H), 7.39-7.37 (m, 2H), 7.33-7.31 (m, 4H), 4.30 (q, J = 7.1,

2H), 3.57 (s, 3H), 1.31 (t, J = 7.1 3H). 13C NMR (150 MHz, CDCl3) δ 166.8, 140.1,

135.5, 135.4, 133.3, 131.9, 130.5, 128.7, 128.2, 61.2, 52.1, 14.5. HRMS (ESI) m/z

Calcd for C22H22O3Si [M+H]+: 363.1411; Found: 363.1408.

Methoxy(naphthalen-1-yl)diphenylsilane (24)[5]: 71 mg, 88% yield. Colorless

liquid. 1H NMR (400 MHz, CDCl3) δ 8.25 (d, J = 8.1 Hz, 1H), 7.99 (d, J = 8.2 Hz,

1H), 7.92 (d, J = 8.1 Hz, 1H), 7.79 (dd, J = 6.8 Hz, 1.2Hz, 1H), 7.72-7.69 (m, 4H),

7.52-7.47 (m, 4H), 7.44-7.40 (m, 5H), 3.75(s, 3H). 13C NMR (150 MHz, CDCl3) δ

137.6, 137.0, 135.6, 134.6, 133.6, 131.9, 131.2, 130.2, 129.1, 128.9, 128.1, 126.3,

125.8, 125.2, 52.2.

Si
Ph Ph

O
S

Methoxydiphenyl(thiophen-2-yl)silane (25): 41 mg, 58% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.65 (d, J = 4.6 Hz, 1H), 7.59 (d, J = 7.0 Hz,

4H), 7.39-7.36 (m, 2H), 7.33-7.31 (m, 5H), 7.18-7.16 (m, 1H), 3.58 (s, 3H). 13C NMR

(150 MHz, CDCl3) δ 138.1, 135.3, 133.9, 133.2, 132.7, 130.5, 128.4, 128.1, 52.0.

HRMS (ESI) m/z Calcd for C17H16OSSi [M+Na]+: 319.0583; Found: 319.0586.

Tribenzyl(methoxy)silane (26)[6]: 73 mg, 91% yield. Colorless liquid. 1H NMR
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(600 MHz, CDCl3) δ 7.12 (t, J = 7.7 Hz, 6H), 7.01 (t, J = 7.4 Hz, 3H), 6.92 (d, J = 7.4

Hz, 6H), 3.27 (s, 3H), 2.07 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 138.2, 128.9,

128.5, 124.6, 51.6, 22.7.

Butyl(methoxy)diphenylsilane (27)[7]: 73 mg, 91% yield. Colorless liquid. 1H

NMR (600 MHz, CDCl3) δ 7.66-7.64 (m, 4H), 7.49-7.44 (m, 4H), 7.43-7.40 (m, 2H),

3.59 (s, 3H), 1.51-1.37 (m, 4H), 1.24-1.20 (m, 2H), 0.93 (t, J = 21.3, 10.6 Hz, 3H).

13C NMR (150 MHz, CDCl3) 135.0, 134.8, 129.9, 128.0, 51.5, 26.6, 25.3, 13.8, 13.4.

Tert-butyl(methoxy)diphenylsilane (28)[8]: 59 mg, 90% yield. Colorless liquid.
1H NMR (600 MHz, CDCl3) δ 7.61-7.60 (m, 4H), 7.35-7.29 (m, 6H), 3.45 (s, 3H),
0.96 (s, 9H). 13C NMR (150 MHz, CDCl3) δ 135.7, 133.7, 129.8, 127.8, 52.3, 26.9,
19.3.

Ethoxytriphenylsilane (29)[1]: 67 mg, 92% yield. White solid. 1H NMR (400

MHz, CDCl3) δ 7.65-7.59 (m, 6H), 7.46-7.41 (m, 3H), 7.41-7.36 (m, 6H), 3.88 (q, J =

7.0 Hz, 2H), 1.24 (t, J = 7.0 Hz, 3H). 13C NMR (100 MHz, CDCl3) δ 135.5, 134.6,

130.1, 128.0, 59.9, 18.5.

Triphenyl(propoxy)silane (30)[1]: 71 mg, 93% yield. White solid. 1H NMR (400

MHz, CDCl3) δ 7.65-7.58 (m, 6H), 7.46-7.42 (m, 3H), 7.41-7.37 (m, 6H), 3.77(t, J =

6.6 Hz, 2H), 1.65-1.60 (m, 2H), 0.92 (t, J = 7.4 Hz, 3H). 13C NMR (CDCl3, 100 MHz)

δ 135.5, 134.6, 130.1, 128.0, 65.8, 25.9, 10.5.

Butoxytriphenylsilane (31)[1]: 72 mg, 90% yield. White solid. 1H NMR (400

MHz, CDCl3) δ 7.76-7.64 (m, 6H), 7.51-7.47 (m, 3H), 7.46-7.41 (m, 6H), 3.88(t, J =
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6.5 Hz, 2H), 1.69-1.62 (m, 2H), 1.50-1.43 (m, 2H), 0.93 (t, J = 7.4 Hz, 3H). 13C NMR

(100 MHz, CDCl3) δ 135.5, 134.6, 130.1, 128.0, 63.8, 34.8, 19.1, 14.0.

Pentyloxytriphenylsilane (32)[1]: 74 mg, 89% yield. White solid. 1H NMR (400

MHz, CDCl3) δ 7.65-7.62 (m, 6H), 7.47-7.42 (m, 3H), 7.41-7.37 (m, 6H), 3.80 (t, J =

6.6 Hz, 2H), 1.64-1.57 (m, 2H), 1.37-1.32 (m, 2H), 1.29-1.23 (m, 2H), 0.87 (t, J = 7.1

Hz, 3H). 13C NMR (150 MHz, CDCl3) δ 135.5, 134.6, 130.1, 128.0, 64.2, 32.4, 28.1,

22.6, 14.2.

Heptyloxytriphenylsilane (33)[21]: 71 mg, 79% yield. White solid. 1H NMR

(400 MHz, CDCl3) δ 7.65-7.62 (m, 5H), 7.46 (d, J = 4.1Hz, 1H), 7.43-7.41 (m, 2H),

7.39-7.35 (m, 6H), 7.25-7.23 (m, 1H), 3.78(t, J = 4.4 Hz, 2H), 1.60-1.55 (m, 2H),

1.34-1.29 (m, 2H), 1.27-1.20 (m, 6H), 0.85 (t, J = 4.6 Hz, 3H). 13C NMR (150 MHz,

CDCl3) δ 135.5, 134.6, 130.1, 129.00, 64.1, 32.7, 32.0, 29.2, 25.9, 22.8, 14.3.

Isopropoxytriphenylsilane (34)[1]: 67 mg, 87% yield. Colorless liquid. 1H

NMR (600 MHz, CDCl3) δ 7.56-7.55 (m, 6H), 7.35-7.32 (m, 3H), 7.29-7.27 (m, 6H),

4.11-4.08 (m, 1H), 1.53 (d, J = 6.1 Hz, 6H). 13C NMR (150 MHz, CDCl3) δ 135.6,

135.1, 130.0, 127.9, 66.5, 25.8.

Cyclobutoxytriphenylsilane (36)[1]: 62 mg, 78% yield. Colorless liquid. 1H

NMR (600 MHz, CDCl3) δ 7.55-7.53 (m, 6H), 7.36-7.33 (m, 3H), 7.31-7.28 (m, 6H),

4.33-4.28 (m, 1H), 2.03-1.96 (m, 4H), 1.54-1.48 (m, 1H), 1.25-1.18 (m, 1H). 13C

NMR (150 MHz, CDCl3) δ 135.5, 134.8, 130.1, 127.9, 68.2, 33.9, 12.3.

Cyclohexyloxytriphenylsilane (37)[1]: 65 mg, 76% yield. Colorless liquid. 1H
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NMR (600 MHz, CDCl3) δ 7.55-7.54 (m, 6H), 7.33-7.30 (m, 3H), 7.27-7.24 (m, 6H),

3.77-3.73 (m, 1H), 1.67-1.58 (m, 4H), 1.39-1.33 (m, 3H), 1.13-1.02 (m, 3H). 13C

NMR (150 MHz, CDCl3) δ 135.6, 135.3, 129.9, 127.9, 71.9, 35.7, 25.8, 24.1.

(hex-5-en-1-yloxy)triphenylsilane (38)[1]: 53 mg, 62% yield. Colorless liquid.

1H NMR (600 MHz, CDCl3) δ 7.55-7.54 (m, 6H), 7.37-7.34 (m, 3H), 7.31-7.29 (m,

6H), 5.72-5.66 (m, 1H), 4.90-4.86 (m, 1H), 4.85-4.83 (m, 1H), 3.72 (t, J = 6.5 Hz,

2H), 1.96-1.92 (m, 2H), 1.55-1.51 (m, 2H), 1.41-1.36 (m, 2H). 13C NMR (150 MHz,

CDCl3) δ 139.0, 135.5, 134.6, 130.1, 128.0, 114.5, 63.9, 33.6, 32.1, 25.2. HRMS (ESI)

m/z Calcd for C24H26OSi [M+H]+: 359.1826; Found: 359.1823.

((2,3-dihydro-1H-inden-1-yl)oxy)triphenylsilane (39)[10]: 46 mg, 49% yield.

Yellow liquid. 1H NMR (600 MHz, CDCl3) δ 7.61-7.60 (m, 6H), 7.36-7.33 (m, 3H),

7.31-7.28 (m, 6H), 711-7.03 (m, 4H), 5.38 (t, J = 6.5 Hz, 1H), 2.93-2.88 (m, 1H),

2.63-2.57 (m, 1H), 2.20-2.14 (m, 1H), 2.01-1.96 (m, 1H). 13C NMR (150 MHz,

CDCl3) δ 145.2, 143.0, 135.7, 135.3, 134.8, 130.2, 128.0, 126.5, 124.8, 124.6, 77.6,

36.4, 29.9.

(benzyloxy)triphenylsilane (40)[11]: 66 mg, 74% yield. Colorless liquid. 1H

NMR (600 MHz, CDCl3) δ 7.58-7.56 (m, 6H), 7.36-7.33 (m, 3H), 7.30-7.28 (m, 6H),

7.26-7.25 (m, 2H), 7.23-7.21 (m, 2H), 7.16-7.14 (m, 1H), 4.81 (s, 2H). 13C NMR

(150 MHz, CDCl3) δ 140.7, 135.6, 134.1, 130.23, 128.4, 128.1, 127.2, 126.5, 65.7.

Triphenyl(1-phenylethoxy)silane (41)[11]: 60 mg, 66% yield. Colorless liquid.

1H NMR (600 MHz, CDCl3) δ 7.52-7.50 (m, 6H), 7.33-7.30 (m, 3H), 7.26-7.22 (m,
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8H), 7.19-7.16 (m, 2H), 7.13-7.10 (m, 1H), 4.95 (q, J = 6.4 Hz, 1H), 1.34 (d, J = 6.4

Hz, 3H). 13C NMR (150 MHz, CDCl3) δ 146.1, 135.6, 134.7, 130.1, 128.3, 127.9,

127.0, 125.7, 72.2, 27.0.

(benzyloxy)triethylsilane (42)[12]: 45 mg, 84% yield. Colorless liquid. 1H NMR

(600 MHz, CDCl3) δ 7.27-7.24 (m, 4H), 7.18-7.15 (m, 1H), 4.66 (s, 2H), 0.91 (t, J =

7.9 Hz, 9H), 0.58 (q, J = 7.9 Hz, 6H). 13C NMR (150 MHz, CDCl3) δ 141.5, 128.4,

127.1, 126.4, 64.9, 6.9, 4.7.

Diisopropoxydiphenylsilane (43)[1]: 33 mg, 46% yield. Colorless liquid. 1H

NMR (600 MHz, CDCl3) δ 7.67-7.65 (m, 4H), 7.41-7.38 (m, 2H), 7.36-7.33 (m, 4H),

4.24-4.18 (m, 2H), 1.34 (d, J = 6.1 Hz, 12H). 13C NMR (150 MHz, CDCl3) δ 135.2,

134.4, 130.1, 127.8, 77.2, 65.8, 25.8.

Diphenyldipropoxysilane (44)[1]: 37 mg, 51% yield. Colorless liquid. 1H NMR

(600 MHz, CDCl3) δ 7.67-7.66 (m, 4H), 7.43-7.40 (m, 2H), 7.37-7.35 (m, 4H), 3.74 (t,

J = 6.6 HZ, 4H), 1.65-1.59 (m, 4H), 0.93 (t, J = 7.4 Hz, 6H). 13C NMR (150 MHz,

CDCl3) δ 135.1, 133.5, 130.3, 127.9, 65.0, 25.8, 10.4.

Tert-butyl(4-ethylphenoxy)dimethylsilane (45)[14]: 47 mg, 83% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.05 (d, J = 8.5 HZ, 2H), 6.77-6.75 (m, 2H),

2.59 (q, J = 7.6 HZ, 2H), 1.21 (t, J = 7.6 HZ, 3H), 0.99 (s, 9H), 0.19 (s, 6H). 13C

NMR (150 MHz, CDCl3) δ 153.6, 137.1, 128.8, 119.9, 28.2, 25.9, 18.3, 15.9, -4.3.

Tert-butyl(4-(tert-butyl)phenoxy)dimethylsilane (46)[15]: 48 mg, 76% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.06-7.04 (m, 2H), 6.60-6.57 (m, 2H),

1.1 (s, 9H), 0.81 (s, 9H), 0.02 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 153.3, 143.9,
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126.3, 119.4, 34.3, 31.7, 25.9, 18.3, -4.3

Tert-butyl(4-methoxyphenoxy)dimethylsilane (47)[15]: 40 mg, 70% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 6.77 (s, 4H), 3.76 (s, 3H), 0.98 (s,

9H), 0.17 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 154.2, 149.5, 120.8, 114.7, 55.8,

25.9, 18.3, -4.4.

Tert-butyl(4-chlorophenoxy)dimethylsilane (48)[15]: 47 mg, 81% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 6.99-6.96 (m, 2H), 6.57-6.55 (m, 2H),

0.78 (s, 9H), 0.01 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 154.5, 129.5, 126.4, 121.5,

25.8, 18.3, -4.4.

(4-bromophenoxy)(tert-butyl)dimethylsilane (49)[15]: 50 mg, 73% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.23-7.21 (m, 2H), 6.63-6.60 (m, 2H),

0.88 (s, 9H), 0.09 (s, 6H). 13C NMR (CDCl3, 125 MHz) δ 155.0, 132.4, 122.1, 113.8,

25.8, 18.3, -4.3.

4-((tert-butyldimethylsilyl)oxy)benzonitrile (50)[15]: 39 mg, 70% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.55-7.52 (m, 2H), 6.90-6.87 (m, 2H),

0.98 (s, 9H), 0.23 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 159.8, 134.1, 121.0, 119.4,

104.8, 25.7, 18.4, -4.3.

1-(4-((tert-butyldimethylsilyl)oxy)phenyl)ethan-1-one (51)[15]: 38 mg, 64%

yield. Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.89-7.87 (m, 2H), 6.88-6.86

(m, 2H), 2.55(s, 3H), 0.99 (s, 9H), 0.23 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 197.0,

160.4, 131.0, 130.9, 120.0, 26.5, 25.6, 18.4, -4.2.
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Methyl 4-((tert-butyldimethylsilyl)oxy)benzoate (52)[16]: 58 mg, 91% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.95-7.92 (m, 2H), 6.86-6.84 (m, 2H),

3.87 (s, 3H), 0.98 (s, 9H), 0.22 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 167.0, 160.2,

131.7, 123.3, 119.9, 51.9, 25.7, 18.3, -4.3.

N-(4-((tert-butyldimethylsilyl)oxy)phenyl)acetamide (53)[16]: 27 mg, 42%

yield. Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.50 (s, 1H), 7.34-7.32 (m, 2H),

6.78-6.75 (m, 2H), 2.12 (s, 3H), 0.97 (s, 9H), 0.17 (s, 6H). 13C NMR (150 MHz,

CDCl3) δ 168.5, 152.5, 131.7, 121.8, 120.4, 25.8, 24.4, 18.3, -4.4.

([1,1'-biphenyl]-4-yloxy)(tert-butyl)dimethylsilane (54)[15]: 60 mg, 88% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.55-7.53 (s, 2H), 7.47-7.44 (m, 2H),

7.40 (t, J = 7.8 Hz, 2H), 7.28 (t, J = 7.8 Hz, 1H), 6.91-6.89 (m, 2H), 1.00 (s, 9H), 0.23

(s, 6H). 13C NMR (150 MHz, CDCl3) δ 155.4, 141.1, 134.5, 128.8, 128.2, 126.9,

126.8, 120.5, 25.9, 18.4, -4.2.

Tert-butyl(2-chlorophenoxy)dimethylsilane (55)[15]: 35 mg, 60% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.35-7.34 (m, 1H), 7.14-7.11 (m,

1H), 6.90-6.88 (m, 2H), 105 (s, 9H), 0.24 (s, 6H). 13C NMR (150 MHz, CDCl3) δ

151.8, 130.5, 127.6, 125.8, 122.2, 121.0, 25.8, 18.5, -4.2.

(2-allylphenoxy)(tert-butyl)dimethylsilane (56)[18]: 40 mg, 67% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.13 (d, J = 7.8 Hz, 1H), 7.10-7.07
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(m, 1H), 6.90-6.88 (m, 1H), 6.79 (d, J = 7.8 Hz, 1H), 6.00-6.94 (m, 1H), 5.05-5.02 (m,

2H), 3.37 (d, J = 6.6 Hz, 2H), 1.01 (s, 9H), 0.23 (s, 6H). 13C NMR (150 MHz, CDCl3)

δ 153.5, 137.2, 130.8, 130.3, 127.2, 121.2, 118.6, 115.6, 34.6, 26.0, 18.4, -4.0.

Tert-butyl(4-chloro-3,5-dimethylphenoxy)dimethylsilane (57)[19]: 43 mg, 62%

yield. Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 6.58 (s, 2H), 2.32 (s, 6H), 0.99

(s, 9H), 0.15 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 153.6, 137.1, 127.0, 120.1, 25.8,

20.9, 18.3, -4.3.

Tert-butyldimethyl(naphthalen-1-yloxy)silane (58)[15]: 32 mg, 52% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 8.22-8.19 (m, 1 H), 7.82-7.78 (m,

1H), 7.49-7.46 (m, 3H), 7.33 (t, J = 15.7, 7.8 Hz, 1H), 6.88 (dd, J = 7.6, 1.1 Hz, 1H),

1.12 (s, 9H), 0.31 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 151.8, 135.1, 128.1, 127.7,

126.3, 126.0, 125.2, 122.7, 121.0, 112.7, 26.1, 18.6, -4.1.

((1-bromonaphthalen-2-yl)oxy)(tert-butyl)dimethylsilane (59)[20]: 54 mg, 67%

yield. Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 8.24 (d, J = 8.4 Hz, 1H), 7.78

(d, J = 8.2 Hz, 1H), 7.71 (d, J = 8.8 Hz, 1H),7.58-7.55 (m, 1H), 7.42-7.39 (m, 1H),

7.14 (d, J = 8.8 Hz, 1H), 1.12 (s, 9H), 0.32 (s, 6H). 13C NMR (150 MHz, CDCl3) δ

150.8, 133.6, 130.2, 128.6, 128.1, 127.6, 126.6, 124.5, 121.2, 112.3, 26.0, 18.6, -3.8.

Triphenylsilanol (60)[21]: 59 mg, 89% yield. White solid. 1H NMR (400 MHz,

CDCl3) δ 7.66-7.64 (m, 6H), 7.49-7.44 (m, 3H), 7.42-7.38 (m, 6H), 2.68(s, 1H). 13C

NMR (150 MHz, CDCl3) δ 135.3, 135.1, 130.3, 128.1.
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Diphenyl(p-tolyl)silanol (61)[21]: 56 mg, 80% yield. Colorless liquid. 1H NMR

(600 MHz, CDCl3) δ 7.55-7.52 (m, 4H), 7.42 (d, J = 7.8 Hz, 2H), 7.34-7.32 (m, 2H),

7.29-7.26 (m, 4H), 7.11 (d, J = 7.9 Hz, 2H), 2.55 (s, 1H), 2.27 (s, 3H). 13C NMR (150

MHz, CDCl3) δ 140.3, 135.5, 135.2, 135.1, 131.7, 130.2, 128.9, 128.0, 21.7.

(4-(tert-butyl)phenyl)diphenylsilanol (62)[21]: 50 mg, 63% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.67-7.65 (m, 4H), 7.59-7.57 (m, 2H),

7.46-7.38 (m, 8H), 2.32 (s, 6H), 1.34 (s, 9H). 13C NMR (150 MHz, CDCl3) δ 153.3,

135.5, 135.1, 135.1, 131.7, 130.2, 128.1, 125.1, 34.9, 31.3.

Diphenyl(4-(trimethylsilyl)phenyl)silanol (63)[21]: 41 mg, 49% yield. Colorless

liquid. 1H NMR (600 MHz, CDCl3) δ 7.47-7.45 (m, 4H), 7.43 (d, J = 6.5 Hz, 2H),

7.36 (d, J = 7.7 Hz, 2H), 7.27-7.24 (m, 2H), 7.21-7.19 (m, 4H), 2.52 (s, 1H), 0.10 (s,

9H). 13C NMR (150 MHz, CDCl3) δ 142.8, 135.6, 135.3, 135.1, 134.3, 132.9, 130.2,

128.1, -1.1.

[1,1'-biphenyl]-4-yldiphenylsilanol (64)[21]: 45 mg, 54% yield. Colorless liquid.

1H NMR (600 MHz, CDCl3) δ 7.74-7.72 (m, 2H), 7.69 (dd, J = 8.0 Hz,1.3 Hz, 4H),

7.65-7.63 (m, 4H), 7.50-7.46 (m, 4H), 7.44-7.41 (m, 4H), 7.40-7.37 (m, 1H), 2.73 (s,

1H). 13C NMR (150 MHz, CDCl3) δ 142.9, 141.0, 135.6, 135.3, 135.1, 134.0, 130.3,

128.9, 128.1, 127.7, 127.3, 126.8.
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Diphenyl(m-tolyl)silanol (65)[21]: 40 mg, 58% yield. Colorless liquid. 1H NMR

(600 MHz, CDCl3) δ 7.53-7.52 (m, 4H), 7.36-7.31 (m, 4H), 7.29-7.26 (m, 4H),

7.19-7.15 (m, 2H), 2.59 (s, 1H), 2.23 (s, 3H). 13C NMR (150 MHz, CDCl3) δ 137.5,

135.6, 135.4, 135.1, 132.2, 131.0, 130.2, 128.9, 128.0, 128.0, 21.6.

(2-fluorophenyl)diphenylsilanol (66)[21]: 29 mg, 41% yield. Colorless liquid. 1H

NMR (600 MHz, CDCl3) δ 7.56-7.55 (m, 4H), 7.38-7.35 (m, 3H), 7.33-7.30 (m, 5H),

7.06 (t, J = 7.3 Hz, 1H), 6.97 (t, J = 8.4 Hz, 1H), 2.68 (s, 1H). 13C NMR (150 MHz,

CDCl3) δ 167.5 (d, J = 238.5 Hz), 136.9 (d, J = 10.5 Hz), 135.0, 134.6, 132.8 (d, J =

8.6 Hz), 130.5, 128.1, 124.3, 122.0 (d, J = 28.5 Hz), 115.2 (d, J = 24.0 Hz).

Methyldiphenylsilanol (67)[21]: 40 mg, 78% yield. Colorless liquid. 1H NMR

(600 MHz, CDCl3) δ 7.63-7.61 (m, 4H), 7.45-7.42 (m, 2H), 7.40-7.38 (m, 4H), 2.32 (s,

1H), 0.68 (s, 3H). 13C NMR (150 MHz, CDCl3) δ 137.2, 135.1, 134.1, 130.0, 128.0,

-1.1.

Butyldiphenylsilanol (68)[1]: 46 mg, 75% yield. White solid. 1H NMR (600

MHz, CDCl3) δ 7.62-7.61 (m, 4H), 7.45-7.42 (m, 2H), 7.40-7.38 (m, 4H), 2.27 (s, 1H),

1.48-1.43 (m, 2H), 1.41-1.36 (m, 2H), 1.18-1.15 (m, 2H), 0.89(t, J = 7.2 Hz, 3H). 13C

NMR (150 MHz, CDCl3) δ 136.5, 134.3, 130.0, 128.0, 26.6, 25.3, 15.0, 13.8.

Tert-butyldiphenylsilanol (69)[21]: 49 mg, 80% yield. Colorless liquid. 1H NMR

(600 MHz, CDCl3) δ 7.76-7.74 (m, 4H), 7.46-7.43 (m, 2H), 7.42-7.39 (m, 4H), 2.39 (s,

1H), 1.11 (s, 9H). 13C NMR (150 MHz, CDCl3) δ 135.3, 135.0, 129.8, 127.9, 26.7,

19.1.

1,2-dimethyl-1,1,2,2-tetraphenyldisilane[22]: 37 mg, 93% yield. Colorless liquid.
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1H NMR (600 MHz, CDCl3) δ 7.44-7.42 (m, 8H), 7.28-7.25 (m, 4H), 7.22-7.19 (m,

8H), 0.48 (s, 6H). 13C NMR (150 MHz, CDCl3) δ 137.7, 134.1, 129.7, 127.9, -0.4.

1,2-dimethyl-1,2-diphenyl-1,2-di-p-tolyldisilane[22]: 83 mg, 76% yield.

Colorless liquid. 1H NMR (600 MHz, CDCl3) δ 7.54-7.52 (m, 8H), 7.44-7.38 (m, 8H),

7.31-7.28 (m, 8H), 7.13 (d, J = 7.6 Hz, 4H), 2.38 (s, 6H). 13C NMR (150 MHz,

CDCl3) δ 139.8, 135.9, 135.4, 135.3, 132.1, 129.8, 128.7, 127.8, 21.7.

1,2-dimethyl-1,1,2,2-tetraphenyldisilane[22]: 49 mg, 91% yield. Colorless liquid.

1H NMR (600 MHz, CDCl3) δ 7.49-7.48 (m, 4H), 7.31-7.27 (m, 6H), 0.27 (s, 12H).

13C NMR (150 MHz, CDCl3) δ 140.0, 133.2, 129.4, 127.9, 1.0.

1,2-dibutyl-1,1,2,2-tetraphenyldisilane[22]: 41 mg, 85% yield. Colorless liquid.

1H NMR (600 MHz, CDCl3) δ 7.55-7.51 (m, 8H), 7.41-7.38 (m, 4H), 7.34-7.29 (m,

8H), 1.34-1.25 (m, 8H), 1.10-1.07 (m, 4H), 0.80 (t, J = 14.4, 7.1 Hz, 6H). 13C NMR

(150 MHz, CDCl3) δ 137.0, 134.5, 129.6, 127.8, 26.6, 25.3, 15.5, 13.7.
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6. Copies of NMR spectra
1H NMR of product 2 in CDCl3 (600 MHz)
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13C NMR of product 2 in CDCl3 (150 MHz)

1H NMR of product 9 in CDCl3 (600 MHz)
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13C NMR of product 9 in CDCl3 (150 MHz)

1H NMR of product 10 in CDCl3 (600 MHz)
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13C NMR of product 10 in CDCl3 (150 MHz)

1H NMR of product 11 in CDCl3 (600 MHz)
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13C NMR of product 11 in CDCl3 (150 MHz)

1H NMR of product 12 in CDCl3 (400 MHz)
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13C NMR of product 12 in CDCl3 (150 MHz)

1H NMR of product 13 in CDCl3 (600 MHz)
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13C NMR of product 13 in CDCl3 (150 MHz)

1H NMR of product 14 in CDCl3 (600 MHz)
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13C NMR of product 14 in CDCl3 (150 MHz)

1H NMR of product 15 in CDCl3 (400 MHz)
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13C NMR of product 15 in CDCl3 (150 MHz)

1H NMR of product 16 in CDCl3 (400 MHz)
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13C NMR of product 16 in CDCl3 (150 MHz)

1H NMR of product 17 in CDCl3 (400 MHz)
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13C NMR of product 17 in CDCl3 (150 MHz)

1H NMR of product 18 in CDCl3 (600 MHz)
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13C NMR of product 18 in CDCl3 (150 MHz)

1H NMR of product 19 in CDCl3 (600 MHz)
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13C NMR of product 19 in CDCl3 (150 MHz)

1H NMR of product 20 in CDCl3 (400 MHz)
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13C NMR of product 20 in CDCl3 (150 MHz)

1H NMR of product 21 in CDCl3 (600 MHz)
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13C NMR of product 21 in CDCl3 (150 MHz)

1H NMR of product 22 in CDCl3 (400 MHz)
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13C NMR of product 22 in CDCl3 (100 MHz)

1H NMR of product 23 in CDCl3 (600 MHz)
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13C NMR of product 23 in CDCl3 (150 MHz)

1H NMR of product 24 in CDCl3 (400 MHz)
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13C NMR of product 24 in CDCl3 (150 MHz)

1H NMR of product 25 in CDCl3 (400 MHz)
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13C NMR of product 25 in CDCl3 (150 MHz)

1H NMR of product 26 in CDCl3 (600 MHz)
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13C NMR of product 26 in CDCl3 (150 MHz)

1H NMR of product 27 in CDCl3 (400 MHz)
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13C NMR of product 27 in CDCl3 (150 MHz)

1H NMR of product 28 in CDCl3 (600 MHz)
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13C NMR of product 28 in CDCl3 (150 MHz)

1H NMR of product 29 in CDCl3 (400 MHz)
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13C NMR of product 29 in CDCl3 (150 MHz)

1H NMR of product 30 in CDCl3 (400 MHz)
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13C NMR of product 30 in CDCl3 (150 MHz)

1H NMR of product 31 in CDCl3 (400 MHz)
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13C NMR of product 31 in CDCl3 (150 MHz)

1H NMR of product 32 in CDCl3 (400 MHz)
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13C NMR of product 32 in CDCl3 (150 MHz)

1H NMR of product 33 in CDCl3 (400 MHz)
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13C NMR of product 33 in CDCl3 (150 MHz)

1H NMR of product 34 in CDCl3 (600 MHz)



S55

13C NMR of product 34 in CDCl3 (150 MHz)

1H NMR of product 36 in CDCl3 (600 MHz)
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13C NMR of product 36 in CDCl3 (150 MHz)

1H NMR of product 37 in CDCl3 (600 MHz)
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13C NMR of product 37 in CDCl3 (150 MHz)

1H NMR of product 38 in CDCl3 (600 MHz)
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13C NMR of product 38 in CDCl3 (150 MHz)

1H NMR of product 39 in CDCl3 (600 MHz)
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13C NMR of product 39 in CDCl3 (150 MHz)

1H NMR of product 40 in CDCl3 (600 MHz)
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13C NMR of product 40 in CDCl3 (150 MHz)

1H NMR of product 41 in CDCl3 (600 MHz)



S61

13C NMR of product 41 in CDCl3 (150 MHz)

1H NMR of product 42 in CDCl3 (600 MHz)
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13C NMR of product 42 in CDCl3 (150 MHz)

1H NMR of product 43 in CDCl3 (600 MHz)
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13C NMR of product 43 in CDCl3 (150 MHz)

1H NMR of product 44 in CDCl3 (600 MHz)
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13C NMR of product 44 in CDCl3 (150 MHz)

1H NMR of product 45 in CDCl3 (600 MHz)
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13C NMR of product 45 in CDCl3 (150 MHz)

1H NMR of product 46 in CDCl3 (600 MHz)
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13C NMR of product 46 in CDCl3 (150 MHz)

1H NMR of product 47 in CDCl3 (600 MHz)
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13C NMR of product 47 in CDCl3 (150 MHz)

1H NMR of product 48 in CDCl3 (600 MHz)



S68

13C NMR of product 48 in CDCl3 (150 MHz)

1H NMR of product 49 in CDCl3 (600 MHz)
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13C NMR of product 49 in CDCl3 (150 MHz)

1H NMR of product 50 in CDCl3 (600 MHz)
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13C NMR of product 50 in CDCl3 (150 MHz)

1H NMR of product 51 in CDCl3 (600 MHz)
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13C NMR of product 51 in CDCl3 (150 MHz)

1H NMR of product 52 in CDCl3 (600 MHz)
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13C NMR of product 52 in CDCl3 (150 MHz)

1H NMR of product 53 in CDCl3 (600 MHz)
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13C NMR of product 53 in CDCl3 (150 MHz)

1H NMR of product 54 in CDCl3 (600 MHz)



S74

13C NMR of product 54 in CDCl3 (150 MHz)

1H NMR of product 55 in CDCl3 (600 MHz)
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13C NMR of product 55 in CDCl3 (150 MHz)

1H NMR of product 56 in CDCl3 (600 MHz)
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13C NMR of product 56 in CDCl3 (150 MHz)

1H NMR of product 57 in CDCl3 (600 MHz)
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13C NMR of product 57 in CDCl3 (150 MHz)

1H NMR of product 58 in CDCl3 (600 MHz)
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13C NMR of product 58 in CDCl3 (150 MHz)

1H NMR of product 59 in CDCl3 (600 MHz)
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13C NMR of product 59 in CDCl3 (150 MHz)

1H NMR of product 60 in CDCl3 (400 MHz)
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13C NMR of product 60 in CDCl3 (150 MHz)

1H NMR of product 61 in CDCl3 (600 MHz)
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13C NMR of product 61 in CDCl3 (150 MHz)

1H NMR of product 62 in CDCl3 (600 MHz)
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13C NMR of product 62 in CDCl3 (150 MHz)

1H NMR of product 63 in CDCl3 (600 MHz)
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13C NMR of product 63 in CDCl3 (150 MHz)

1H NMR of product 64 in CDCl3 (600 MHz)
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13C NMR of product 64 in CDCl3 (150 MHz)

1H NMR of product 65 in CDCl3 (600 MHz)
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13C NMR of product 65 in CDCl3 (150 MHz)

1H NMR of product 66 in CDCl3 (600 MHz)
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13C NMR of product 66 in CDCl3 (150 MHz)

1H NMR of product 67 in CDCl3 (600 MHz)
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13C NMR of product 67 in CDCl3 (150 MHz)

1H NMR of product 68 in CDCl3 (600 MHz)
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13C NMR of product 68 in CDCl3 (150 MHz)

1H NMR of product 69 in CDCl3 (600 MHz)
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13C NMR of product 69 in CDCl3 (150 MHz)
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1H NMR of product 1,2-dimethyl-1,2-diphenyl-1,2-di-p-tolyldisilane in CDCl3 (600 MHz)

13C NMR of product 1,2-dimethyl-1,2-diphenyl-1,2-di-p-tolyldisilane in CDCl3 (150 MHz)

1H NMR of product 1,2-dimethyl-1,1,2,2-tetraphenyldisilane in CDCl3 (600 MHz)
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13C NMR of product 1,2-dimethyl-1,1,2,2-tetraphenyldisilane in CDCl3 (150 MHz)

1H NMR of product 1,1,2,2-tetramethyl-1,2-diphenyldisilane in CDCl3 (600 MHz)
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13C NMR of product 1,1,2,2-tetramethyl-1,2-diphenyldisilane in CDCl3 (150 MHz)

1H NMR of product 1,2-dibutyl-1,1,2,2-tetraphenyldisilane in CDCl3 (600 MHz)



S93

13C NMR of product 1,2-dibutyl-1,1,2,2-tetraphenyldisilane in CDCl3 (150 MHz)


