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1. General remarks

All reagents were obtained from commercial sources and used as received. Technical
grade petroleum ether (40-60°C bp.) and ethyl acetate were used for chromatography
column.

"H NMR spectra were recorded in CDCI; at ambient temperature on Bruker
AVANCE I 400 or 500 spectrometers at 400.1 or 500.1 MHz, using the solvent as
internal standard (7.28 ppm). '3C NMR spectra were obtained at 101 or 125 MHz and
referenced to the internal solvent signals (central peak is 77.16 ppm). Chemical shift
(0) and coupling constants (J) are given in ppm and in Hz, respectively. The peak
patterns are indicated as follows: s, singlet; d, doublet; t, triplet; q, quartet; m,
multiplet, and br. for broad.

GC analyses were performed with GC-7890A (Agilent) equipped with a 30-m
capillary column (HP-5ms, fused silica capillary column, 30 M*0.25 mm*0.25 mm
film thickness), was used with Nj/air as vector gas. GCMS were measured by
GCMS-7890A-5975C (Agilent) with GC-7890A equipped with a 30-m capillary
column (HP-5ms, fused silica capillary column, 30 M*0.25 mm*0.25 mm film
thickness), was used with helium as vector gas. HRMS were measured by MAT

95XP (Termol) (LCMS-IT-TOF).
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2. General Procedure for the catalytic reactions

2.1 General procedure for synthesis of aromatic acrylates

Acryloyl chloride (3.3 mmol, 268 pL), phenol (3.0 mmol), Et3N (3.6 mmol, 500 pL),
CH2ClL; (10 mL) were introduced in flask, equipped with magnetic stirring bar and
was stirred at room temperature. After 2 h, the solvent was then evaporated under
vacuum and the desired product was purified by using a silica gel chromatography

column and a mixture of petrol ether/ethyl acetate as eluent.

2.2 General procedure for ruthenium catalyzed selective silylation of aromatic
acrylates with hydrosilanes

Aromatic acrylates (0.6 mmol), hydrosilane (0.75 mmol), Ru3(CO)i12 (7.7 mg, 2 mol%),
toluene (1 mL) were introduced in Schlenck tube under under air, equipped with
magnetic stirring bar and was stirred and then took placed in the oil bath at 100 °C.
After 4 h, the solvent was then evaporated under vacuum and the desired product was
purified by using a silica gel chromatography column and a mixture of petrol

ether/ethyl acetate as eluent.

2.3 General procedure for ruthenium catalyzed selective silylation of
(1,1'-biphenyl)-4,4'-diyl diacrylate with hydrosilanes

(1,1'-Biphenyl)-4,4'-diyl diacrylate (0.5 mmol, 147 mg), hydrosilane (1.5 mmol),
Ru3(CO)12 (7.7 mg, 2 mol%), toluene (1 mL) were introduced in Schlenck tube under
under air, equipped with magnetic stirring bar and was stirred and then took placed in
the oil bath at 100 °C. After 4 h, the solvent was then evaporated under vacuum and

the desired product was purified by using a silica gel chromatography column and a

mixture of petrol ether/ethyl acetate as eluent.
2.4 Synthesis of diethyldiphenoxysilane (6)

Phenyl acrylate (1.0 mmol, 0.139 pL), diethylsilane (0.5 mmol, 65 pL), Rus(CO)2 (7.7
mg, 2 mol%), toluene (I mL) were introduced in Schlenck tube under under air,
equipped with magnetic stirring bar and was stirred and then took placed in the oil

bath at 100 °C. After 4 h, the solvent was then evaporated under vacuum and the
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desired product was purified by using a silica gel chromatography column and petrol

ether as eluent, 64 mg (62% yield) colorless oil was obtained.

2.5 gram scale for synthesis of tributyl(naphthalen-1-yloxy)silane (3i)

Naphthalen-1-yl acrylate (6 mmol, 1.19 g), nBuzSiH (7.5 mmol, 1.93 mL), Ru3(CO):2
(77 mg, 2 mol%), toluene (10 mL) were introduced in Schlenck tube under under air,
equipped with magnetic stirring bar and was stirred and then took placed in the oil
bath at 100 °C. After 4 h, the solvent was then evaporated under vacuum and the
desired product was purified by using a silica gel chromatography column and a
mixture of petrol ether/ethyl acetate as eluent, Rf = 0.7 (Petrol ether), 1.81 g (88%

yield) colorless oil was obtained.

2.6 Synthesis of 1-(benzyloxy)naphthalene (7)

Tributyl(naphthalen-1-yloxy)silane (3i) (0.3 mmol, 103 mg), BnBr (0.45 mmol, 54
ul), tetrabutylammonium fluoride (TBAF) (0.6 mmol, 157 mg), toluene (2 mL) were
introduced in Schlenck tube under under air, equipped with magnetic stirring bar and
was stirred and then took placed in the oil bath at 100 °C. After 6 h, the solvent was
then evaporated under vacuum and the desired product was purified by using a silica
gel chromatography column and a mixture of petrol ether/ethyl acetate as eluent, 62

mg (89% yield) light yellow oil was obtained.

2.7 Synthesis of naphthalen-1-ol (8)

Tributyl(naphthalen-1-yloxy)silane (3i) (0.3 mmol, 103 mg), tetrabutylammonium
fluoride (TBAF) (0.6 mmol, 157 mg), EtOH (2 mL) were introduced in Schlenck tube
under under air, equipped with magnetic stirring bar and was stirred and then took
placed in the oil bath at 70 °C. After 6 h, the solvent was then evaporated under
vacuum and the desired product was purified by using a silica gel chromatography
column and a mixture of petrol ether/ethyl acetate as eluent, 40 mg (92% yield)

colorless oil was obtained.
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2.8 Synthesis of 1-(allyloxy)naphthalene (9)

Tributyl(naphthalen-1-yloxy)silane (3i) (0.3 mmol, 103 mg), allyl bromide (0.45
mmol, 39 pL), tetrabutylammonium fluoride (TBAF) (0.6 mmol, 157 mg), toluene (2
mL) were introduced in Schlenck tube under under air, equipped with magnetic
stirring bar and was stirred and then took placed in the oil bath at 100 °C. After 6 h,
the solvent was then evaporated under vacuum and the desired product was purified
by using a silica gel chromatography column and a mixture of petrol ether/ethyl

acetate as eluent, 48 mg (87% yield) light yellow oil was obtained.
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3. Mechanism study for the selective hydrosilylation

((IJO)X
R
Et;Si” H

-14.1 ppm
1H NMR for "Ru-H" bond

Rus(CO);, + EtsSiH
3(COK2 3 toluene-dg (1 mL), 100 °C, 1 h

2 et Parameter Value
| 1 Instruzent Avance NEO
6E-05 a0
2 Salvent Tol
3 Temperature 2974
lepigs |4 Pulse Sequence zg20
5 Yusber of Scans 18
& Recsiver Gain 320
" l5E-gs |7 Relazstion 1:0000
Y Delay
Ru 2
RufCO),e + EtySH ko 8 Pulse Tdth 30000
toluene-dg {1 mL), 100 °C, 1 h Etz5i H Lipegs |8 Spectrometer  400.13
181 ppm Fraquency
1H NMR for "Ru-H" bond 10 Spectral Tidth 18128.0
Lipegs | 1 Lowest -804 5
Fraguency
12 ucleus 1
" sis a5
|ipegs | 17 feauized Size 32788
14 Spectzal Size 131072
H3E-05
F2E-05
|2E+05
{-2E+05
H1E-05
50000
I, \ Lo
—50000
T T T T T T T T T
0 15 10 5 a =B =10 -15 -20
f1 (pom)

S6



4. Application of silyl-ether.

Further transformations of the naphtyl silyl-ether product 3i was examined to
illustrate their synthetic utility (Scheme S1). Firstly, classical treatment with TBAF
converted the C-Si bond to C-OH group to generate naphthalen-1-ol 8 in 92% yield in
EtOH as hydride donor. Then, with the addition of 1 equiv of TBAF and 1.5 equiv of
benzyl bromide, 89% of 1-(benzyloxy)naphthalene 7 was obtained. Interestingly, allyl
bromide reacted with aryl silyl-ether 3i led to 1-(allyloxy)naphthalene 9 in 87% yield.

8 92%

>
o]
— i TBAF, ethanol, 70 °C, 6 h
: 7
4

Scheme S1. Application of silyl-ether.
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Characterization data of substrates

4-methoxyphenyl acrylate (1c)!

o OMe
ST

Colorless oil, yield = 82%, 438 mg.

'"H NMR (400 MHz, Chloroform-d) & = 7.09-7.06 (m, 2H), 6.94-6.91 (m, 2H), 6.62 (d, J =
17.6, 1H), 6.37-6.30 (m, 1H), 6.01 (d, /= 10.4, 1H), 3.82 (s, 3H).

3C NMR (101 MHz, Chloroform-d) 8 = 165.0, 157.4, 144.1, 132.4, 128.1, 122.4, 114.5, 55.6.

4-bromophenyl acrylate (1d)!

S

Colorless oil, yield = 80%, 540 mg.

'"H NMR (400 MHz, Chloroform-d) & = 7.54-7.51 (m, 2H), 7.06-7.04 (m, 2H), 6.65 (dd, J =
17.2, 1.2 Hz, 1H), 6.36-6.29 (m, 1H), 6.05 (dd, /= 10.4, 1.2 Hz, 1H).

13C NMR (101 MHz, Chloroform-d) 8 = 164.3, 149.7, 133.2, 132.6, 127.7, 123.5, 119.1.

4-fluorophenyl acrylate (1e)?

F
2T
oA
Colorless oil, yield = 76%, 378 mg.
'"H NMR (500 MHz, Chloroform-d) & = 7.14-7.07 (m, 4H), 6.62 (dd, J = 17.0, 1.0 Hz, 1H),
6.36-6.31 (m, 1H), 6.03 (dd, /= 10.5, 1.5 Hz, 1H).

13C NMR (126 MHz, Chloroform-d) 5 = 164.6, 161.3 (Jcr = 24.4 Hz), 146.5 (Jcr = 2.5 Hz),
132.9, 127.8, 123.1 (Jcr = 8.8 Hz), 116.2 (Jcr = 21.4 Hz).

19F NMR (470 MHz, Chloroform-d) 6 =-117.0 ppm.

[1,1'-biphenyl]-2-yl acrylate (1f)}

do
J

Colorless oil, yield = 86%, 578 mg.

'"H NMR (500 MHz, Chloroform-d) & = 7.53-7.51 (m, 3H), 7.48-7.44 (m, 3H), 7.42-7.38 (m,
2H), 7.29-7.27 (m, 1H), 6.53 (dt, J = 17.2, 1.1 Hz, 1H), 6.23 (ddd, J = 17.0, 1.0 Hz, 1H),
6.26-6.20 (m, 1H).

3C NMR (126 MHz, Chloroform-d) & = 164.5, 147.6, 137.5, 134.9, 132.5, 131.0, 128.9,
128.5, 128.3, 127.7, 127.5, 126.5, 122.9.

2-bromophenyl acrylate (1g)*
O

\)ko
Br

Colorless oil, yield =91%, 614 mg.
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'H NMR (400 MHz, Chloroform-d) & = 7.66-7.63 (m, 1H), 7.37-7.35 (m, 1H), 7.22-7.16 (m,
2H), 6.70 (d, J = 17.2, 1H), 6.42-6.35 (m, 1H), 6.10 (d, J = 10.4, 1H).

13C NMR (101 MHz, Chloroform-d) & = 163.7, 148.2, 133.54, 133.52, 128.6, 127.5, 127.4,
123.9, 116.3.

4-fluoro-2-methylphenyl acrylate (1h)

F
\)J\O

Colorless oil, yield = 83%, 448 mg.

'"H NMR (500 MHz, Chloroform-d) = 7.04-6.91 (m, 3H), 6.67-6.63 (m, 1H), 6.39-6.34 (m,
1H), 6.06 (dd, /= 10.5, 1.0 Hz, 1H), 2.19 (s, 3H).

3C NMR (126 MHz, Chloroform-d) & = 164.4, 161.3 (Jcr = 24.3 Hz), 145.1 (Jcr = 3.8 Hz),
132.9, 132.4 (Jcr = 7.6 Hz), 127.6, 123.2 (Jcr = 8.8 Hz), 117.7 (Jcr = 22.7 Hz), 113.7 (Jcr
=12.5Hz), 16.4.

19F NMR (470 MHz, Chloroform-d) 6 =-117.3 ppm.

naphthalen-1-yl acrylate (1i)?

o)v

Brown oil, yield = 95%, 564 mg.

'"H NMR (400 MHz, Chloroform-d) & = 7.98-7.93 (m, 2H), 7.82 (d, J = 8.4 Hz, 1H), 7.59-
7.53 (m, 3H), 7.39 (d, 1H), 6.80 (dd, J= 17.6, 1.2 Hz, 1H), 6.59-6.52 (m, 1H), 6.14 (dd, J =
10.8, 1.2 Hz, 1H).

3C NMR (101 MHz, Chloroform-d) & = 164.6, 146.5, 134.7, 133.1, 128.1, 127.8, 126.8,
126.54,126.53, 126.2, 125.5, 121.2, 118.1.

4-methoxynaphthalen-1-yl acrylate (1j)

O)J\/

OMe
Black oil, yield = 85%, 581 mg.
'"H NMR (400 MHz, Chloroform-d) & = 8.34-8.31 (m, 1H), 7.84-7.82 (m, 1H), 7.5-7.53 (m,
2H), 7.23 (d, J = 8.4 Hz, 1H), 6.82-6.77 (m, 2H), 6.55-6.48 (m, 1H), 6.12 (d, J = 10.8, 1H),
4.03 (s, 3H).
13C NMR (101 MHz, Chloroform-d) & = 165.1, 153.6, 139.9, 132.8, 128.0, 127.5, 127.1,
126.3, 125.9, 122.5, 121.0, 117.8, 103.0, 55.8.

4-chloronaphthalen-1-yl acrylate (1k)
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O)J\/

Cl
Black oil, yield = 79%, 550 mg.
'"H NMR (400 MHz, Chloroform-d) 8 = 8.32 (d, J = 8.4 Hz, 1H), 7.93 (d, J = 8.0 Hz, 1H),
7.68-7.59 (m, 3H), 7.27 (d, J = 8.0 Hz, 1H), 6.79-6.75 (m, 1H), 6.54-6.47 (m, 1H), 6.16-6.14
(m, 1H).
BC NMR (101 MHz, Chloroform-d) & = 164.5, 145.5, 133.5, 131.7, 129.5, 127.9, 127.7,
127.6,127.4,125.7, 125.0, 121.8, 118.2.

4-bromonaphthalen-1-yl acrylate (11)

OJ\/

Br
Brown oil, yield = 86%, 710 mg.
'"H NMR (400 MHz, Chloroform-d) 6 = 8.28 (d, J = 8.4 Hz, 1H), 7.92 (d, J = 8.0 Hz, 1H),
7.81 (d, J = 8.0 Hz, 1H), 7.68-7.58 (m, 2H), 7.22 (d, J = 8.0 Hz, 1H), 6.77 (d, J = 17.2 Hz,
1H), 6.54-6.47 (m, 1H), 6.15 (m, J=10.8 Hz, 1H).
13C NMR (101 MHz, Chloroform-d) & = 164.4, 146.2, 133.5, 132.9, 129.3, 128.1, 128.0,
127.7,127.6,127.4,121.8, 120.0, 118.8.

2-bromonaphthalen-1-yl acrylate (Im)

White solid, yield = 68%, 561 mg.

"H NMR (400 MHz, Chloroform-d) & = 7.89-7.82 (m, 2H), 7.67-7.64 (m, 2H), 7.60-7.53 (m,
2H), 6.83 (dd, J=17.6, 1.2 Hz, 1H), 6.59-6.52 (m, 1H), 6.19 (dd, J=10.4, 0.8 Hz, 1H).

3C NMR (101 MHz, Chloroform-d) & = 163.4, 144.3, 133.9, 133.6, 129.6, 128.2, 127.5,
127.4,127.2,126.9, 121.4, 113 4.

quinolin-5-yl acrylate (1n)

OJ\/

X

»
N
Brown solid, yield = 92%, 549 mg.
'"H NMR (400 MHz, Chloroform-d) 6 = 8.95 (d, J = 2.8 Hz, 1H), 8.22 (d, J = 8.4 Hz, 1H),
8.06 (d, /= 8.4 Hz, 1H), 7.74 (t, J= 8.0 Hz, 1H), 7.45-7.39 (m, 2H), 6.75 (d, /= 17.6 Hz, 1H),
6.52-6.45 (m, 1H), 6.14 (d, /= 10.4 Hz, 1H).
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3C NMR (101 MHz, Chloroform-d) & = 164.4, 150.9, 149.0, 146.0, 133.6, 130.1, 129.0,
127.6,127.5,122.4,121.5, 118.8.

isoquinolin-5-yl acrylate (10)

o)v

|\
N~

Brown solid, yield = 65%, 388 mg.

'"H NMR (400 MHz, Chloroform-d) 6 = 9.25 (d, J = 4.0 Hz, 1H), 8.52 (d, J = 5.6 Hz, 1H),
7.83 (t, J = 7.2 Hz, 1H), 7.64-7.48 (m, 3H), 6.73-6.67 (m, 1H), 6.48-6.39 (m, 1H), 6.11-6.08
(m, 1H).

3C NMR (101 MHz, Chloroform-d) & = 164.1, 152.3, 145.4, 143.3, 133.6, 129.5, 129.4,
127.2,127.0, 125.5, 122.4, 114.2.

1,4-phenylene diacrylate (1p)°

White solid, yield = 63%, 412 mg.

'"H NMR (400 MHz, Chloroform-d) & = 7.18 (s, 4H), 6.64-6.60 (m, 2H), 6.37-6.30 (m, 2H),
6.03 (dd, /=10.8, 1.2 Hz, 2H).

3C NMR (101 MHz, Chloroform-d) 6 = 164.4, 148.1, 132.9, 127.8, 122.5.

2-(allyloxy)phenyl acrylate (1q)

o~/

e

s N\
Colorless oil, yield = 78%, 477 mg.
'"H NMR (400 MHz, Chloroform-d) & = 7.21 (t, J = 7.6 Hz, 1H), 7.12 (d, J = 7.6 Hz, 1H),
7.00 (d, J = 8.0 Hz, 2H), 6.64 (d, J = 17.3 Hz, 1H), 6.42-6.35 (m, 1H), 6.04-5.97 (m, 2H),
5.39(d,J=17.2 Hz, 1H), 5.26 (d, J=10.8 Hz, 1H), 4.58 (d, /=4.4 Hz, 2H).

BC NMR (101 MHz, Chloroform-d) & = 164.2, 150.3, 140.1, 133.0, 132.5, 127.8, 126.9,
123.0,121.2,117.3,114.1, 69.4.

4-cyanophenyl acrylate (1r)

o

Light yellow oil, yield = 85%, 441 mg.

'"H NMR (400 MHz, Chloroform-d) 6 = 7.74-7.71 (m, 2H), 7.32-7.28 (m, 2H), 6.69-6.64 (m,
1H), 6.37-6.31 (m, 1H), 6.12-6.09 (m, 1H).

3C NMR (101 MHz, Chloroform-d) & = 163.7, 154.0, 134.0, 133.8, 127.3, 122.9, 118.4,
109.9.

tributyl(phenoxy)silane (3a)®
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nBu3Si_ @
©)

Colorless oil, yield = 85%, 149 mg, Ry= 0.7 (Petrol ether).

"H NMR (400 MHz, Chloroform-d) 8 = 7.26 (t, ] = 8.0 Hz, 2H), 6.98 (t, J = 7.2 Hz, 1H), 6.88
(d,J=7.6 Hz, 2H), 1.43-1.36 (m, 12H), 0.93 (t, J = 6.8 Hz, 9H), 0.81-0.77 (m, 6H).

3C NMR (101 MHz, Chloroform-d) 6 = 155.7, 129.5, 121.3, 120.1, 26.6, 25.4, 13.9, 13.9.

tributyl(4-ethylphenoxy)silane (3b)

nBusSi_

Yellow solid, yield = 92%, 177 mg, Rr= 0.6 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) 8 = 7.05 (d, J = 8.4 Hz, 2H), 6.76 (d, ] = 8.4 Hz, 2H),
2.63-2.57 (m, 2H), 1.39-1.33 (m, 12H), 1.22 (t, J = 7.6 Hz, 3H), 0.90 (t, ] = 7.2 Hz, 9H),
0.76-0.72 (m, 6H).

3C NMR (101 MHz, Chloroform-d) § = 153.4, 136.9, 128.7, 119.8, 28.2, 26.6, 25.4, 15.9,
13.92, 13.89.

29Si NMR (79.5 MHz, Chloroform-d) é = 18.0 ppm.

HRMS (ESI-TOF): m/z [M+H]+ calcd for C20H370S1 321.2614, found 321.2611.

tributyl(4-methoxyphenoxy)silane (3¢)’

O
nBusSi_ /©/
o

Yellow oil, yield = 88%, 170 mg, Rr= 0.7 (Petrol ether).

"H NMR (400 MHz, Chloroform-d) § = 6.79 (s, 4H), 3.78 (s, 3H), 1.39-1.36 (m, 12H), 0.91 (t,
J=6.8 Hz, 9H), 0.76-0.72 (m, 6H).

3C NMR (101 MHz, Chloroform-d) & = 154.2, 149.4, 120.6, 114.6, 55.7, 26.7, 25.4, 13.88,
13.85.

(4-bromophenoxy)tributylsilane (3d)

Br
nBusSi_ /©/
"o

Colourless oil, yield = 80%, 177 mg, R¢= 0.7 (Petrol ether).

"H NMR (400 MHz, Chloroform-d) § = 7.34 (d, J = 8.8 Hz, 2H), 6.73 (d, J = 8.8 Hz, 2H),
1.39-1.35 (m, 12H), 0.93-0.90 (m, 9H), 0.77-0.73 (m, 6H).

3C NMR (101 MHz, Chloroform-d) 6 = 154.9, 132.4, 121.9, 113.6, 26.6, 25.3, 13.9, 13.8.

tributyl(4-fluorophenoxy)silane (3e)’

F
nBusSi_ /©/
Mo

Colourless oil, yield = 89%, 165 mg, R¢= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) & = 6.95-6.90 (m, 2H), 6.80-6.77 (m, 2H), 1.39-1.35 (m,
12H), 0.91 (t, J = 6.8 Hz, 9H), 0.76-0.72 (m, 6H).

3C NMR (101 MHz, Chloroform-d) & = 158.9 (Jcr = 239.4 Hz), 151.7 (Jcr = 2.0 Hz), 120.9
(Jcr = 8.1 Hz), 115.9 (Jcr = 22.2 Hz), 26.6, 25.3, 13.9, 13.8.

19F NMR (470 MHz, Chloroform-d) & = -123.5 ppm.
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([1,1'-biphenyl]-2-yloxy)tributylsilane (3f)

nBusSi_ O
o)

Yellow oil, yield = 90%, 198 mg, Rr= 0.6 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) & = 7.62 (d, J = 7.6 Hz, 2H), 7.49-7.38 (m, 4H), 7.32-7.28
(m, 1H), 7.11 (t, J = 7.6 Hz, 1H), 7.01 (d, J = 8.4 Hz, 1H), 1.37-1.25 (m, 12H), 0.93 (t, ] = 6.8
Hz, 9H), 0.67-0.63 (m, 6H).

13C NMR (101 MHz, Chloroform-d) & = 152.8, 139.3, 133.4, 130.9, 129.8, 128.4, 127.9,
126.8, 121.7, 120.3, 26.7, 25.2, 14.0, 13.8.

29Si NMR (79.5 MHz, Chloroform-d) 6 = 18.6 ppm.
HRMS (ESI-TOF): m/z [M+H]+ caled for C24H370Si 369.2614, found 369.2613.

(2-bromophenoxy)tributylsilane (3g)

Br
nBu3Si\O©

Colourless oil, yield = 68%, 150 mg, R¢= 0.7 (Petrol ether).

'"H NMR (500 MHz, Chloroform-d) & = 7.55-7.53 (m, 1H), 7.21-7.18 (m, 1H), 6.90 (d, J =
6.4Hz, 1H), 6.86-6.83 (m, 1H), 1.45-1.36 (m, 12H), 0.93 (t, J = 5.6 Hz, 9H), 0.85-0.82 (m,
6H).

13C NMR (126 MHz, Chloroform-d) & = 152.9, 133.4, 128.3, 122.4, 120.4, 115.5, 26.6, 25.3,
14.1, 13.9.

29Si NMR (79.5 MHz, Chloroform-d) 6 = 20.8 ppm.

tributyl(4-fluoro-2-methylphenoxy)silane (3h)

F
nBusSi_ U
o)

Colourless oil, yield = 85%, 165 mg, R¢= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) & = 6.86-6.83 (m, 1H), 6.77-6.73 (m, 1H), 6.70-6.67 (m,
1H), 2.20 (s, 3H), 1.38-1.33 (m, 12H), 0.90 (t, J = 6.8 Hz, 9H), 0.78-0.74 (m, 6H).

3C NMR (101 MHz, Chloroform-d) & = 158.4 (Jcr = 238.4 Hz), 150.1 (Jcr = 2.0 Hz),
130.5 (Jcr = 8.1 Hz), 119.0 (Jcr = 8.1 Hz), 117.4 (Jcr = 22.2 Hz), 112.7 (Jcr = 22.2 Hz),
26.6,25.4,17.0, 14.1, 13.9.

19F NMR (470 MHz, Chloroform-d) & = -124.0 ppm.
HRMS (ESI-TOF): m/z [M+H]+ calcd for C19H34FOSi 325.2363, found 325.2355.

tributyl(naphthalen-1-yloxy)silane (3i)
o SinBusz

Brown oil, yield = 80%, 164 mg, R¢= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) & = 8.24-8.21 (m, 1H), 7.84-7.82 (m, 1H), 7.51-7.41 (m,
3H), 7.36 (t, ] = 7.6 Hz, 1H), 6.90-6.88 (m, 1H), 1.47-1.30 (m, 12H), 0.96-0.87 (m, 15H).

3C NMR (101 MHz, Chloroform-d) & = 151.9, 135.2, 128.1, 127.7, 126.2, 126.0, 125.1,
122.8,121.0,112.4,26.7,25.5, 14.1, 13.9.

29Si NMR (79.5 MHz, Chloroform-d) 6 = 19.4 ppm.
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HRMS (ESI-TOF): m/z [M+H]+ caled for Ca;HssOSi 343.2457, found 343.2449.

tributyl((4-methoxynaphthalen-1-yl)oxy)silane (3j)
O/Sin Bus

OMe
Brown oil, yield = 50%, 112 mg, R¢= 0.5 (Petrol ether).
'"H NMR (400 MHz, Chloroform-d) & = 8.23-8.12 (m, 2H), 7.52-7.49 (m, 2H), 6.78-6.67 (m,
2H), 3.98 (s, 3H), 1.44-1.33 (m, 12H), 0.91-0.82 (m, 15H).
3C NMR (101 MHz, Chloroform-d) & = 149.9, 145.4, 128.6, 126.6, 125.8, 125.6, 122.6,
121.9,111.6, 103.7, 55.8,26.7, 25.5, 14.1, 13.9.
29Si NMR (79.5 MHz, Chloroform-d) 6 = 19.0 ppm.
HRMS (ESI-TOF): m/z [M+H]+ calcd for C2,H370,Si 373.2563, found 373.2556.

tributyl((4-chloronaphthalen-1-yl)oxy)silane (3k)
O/Sin Bus

Cl
Brown solid, yield = 52%, 117 mg, R¢= 0.7 (Petrol ether).
"H NMR (400 MHz, Chloroform-d) & = 8.23 (d, ] = 9.2 Hz, 2H), 7.62-7.56 (m, 2H), 7.43 (d, J
= 8.0 Hz, 1H), 6.80 (d, J = 8.4 Hz, 1H), 1.45-1.35 (m, 12H), 0.92-0.86 (m, 15H).
3C NMR (101 MHz, Chloroform-d) & = 151.1, 131.9, 129.0, 127.4, 126.0, 125.9, 124.5,
123.7,123.2,112.3, 26.6,25.4, 14.0, 13.8.
29Si NMR (79.5 MHz, Chloroform-d) 6 = 20.4 ppm.
HRMS (ESI-TOF): m/z [M+H]+ calcd for C22H340SiCl 377.2067, found 377.2076.

((4-bromonaphthalen-1-yl)oxy)tributylsilane (31)
o SinBugy

Br
Brown oil, yield = 50%,126 mg, R¢= 0.7 (Petrol ether).
'"H NMR (400 MHz, Chloroform-d) & = 8.22-8.17 (m, 2H), 7.64-7.54 (m, 3H), 6.74 (d, ] = 8.0
Hz, 1H), 1.44-1.34 (m, 12H), 0.92-0.85 (m, 15H).
3C NMR (101 MHz, Chloroform-d) & = 151.8, 133.0, 129.7, 129.3, 127.7, 127.1, 126.0,
123.2,113.8, 112.9, 26.6, 25.4, 14.0, 13.8.
29Si NMR (79.5 MHz, Chloroform-d) = 20.4 ppm.

((2-bromonaphthalen-1-yl)oxy)tributylsilane (3m)
O,Sin Bus

o

Brown oil, yield = 35%, 88 mg, Rr= 0.7 (Petrol ether).
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'H NMR (400 MHz, Chloroform-d) & = 8.09-8.06 (m, 1H), 7.81-7.78 (m, 1H), 7.56 (d, J = 8.8
Hz, 1H), 7.51-7.49 (m, 2H), 7.37 (d, J = 8.8 Hz, 1H), 1.39-1.28 (m, 12H), 0.93-0.85 (m, 15H).
13C NMR (101 MHz, Chloroform-d) & = 149.6, 133.9, 130.3, 129.1, 127.9, 126.4, 126.0,
122.8, 122.6, 110.0, 26.6, 25.4, 14.7, 13.8.

5-((tributylsilyl)oxy)quinoline (3n)
O, SinB us

@5
®
N

Brown oil, yield = 89%, 183 mg, R¢= 0.5 (Petrol ether).

'"H NMR (500 MHz, Chloroform-d) & = 8.90-8.89 (m, 1H), 8.52-8.50 (m, 1H), 7.74 (d, J= 8.5
Hz, 1H), 7.57 (d, J = 8.0 Hz, 1H), 7.40-7.38 (m, 1H), 6.92-6.91 (m, 1H), 1.43-1.33 (m, 12H),
0.89-0.84 (m, 15H).

13C NMR (126 MHz, Chloroform-d) & = 151.6, 150.4, 149.4, 131.5, 129.6, 123.2, 122.1,
120.3, 112.7, 26.5, 25.3, 14.0, 13.8.

HRMS (ESI-TOF): m/z [M+H]+ calcd for C21H34NOSi 344.2410, found 344.2414.

5-((tributylsilyl)oxy)isoquinoline (30)
O/SinBug

| X
N~
Brown solid, yield = 92%, 189 mg, Rr= 0.5 (Petrol ether).
"H NMR (400 MHz, Chloroform-d) 8 = 9.23 (s, 1H), 8.53 (d, J = 6.0 Hz, 1H), 7.97 (d, ] = 6.0
Hz, 1H), 7.60 (d, ] = 8.0 Hz, 1H), 7.49 (t, ] = 8.0 Hz, 1H), 7.09-7.07 (m, 1H), 1.43-1.27 (m,
12H), 0.90-0.85 (m, 15H).
3C NMR (101 MHz, Chloroform-d) & = 151.8, 151.1, 141.9, 130.9, 130.0, 127.8, 120.3,
116.6,115.9, 26.6, 25.4, 14.0, 13.8.
HRMS (ESI-TOF): m/z [M+H]+ calcd for C21H34NOSi 344.2410, found 344.2406.

4-((tributylsilyl)oxy)phenyl acrylate (3p)

0
XN
nBu38i\0/©/ \g/\

Colourless oil, yield = 71%, 154 mg, R¢= 0.7 (Petrol ether).

"H NMR (400 MHz, Chloroform-d) & = 7.01-6.99 (m, 2H), 6.84 (d, J = 8.8 Hz, 2H), 6.63-6.58
(m, 1H), 6.36-6.29 (m, 1H), 6.02-5.99 (m, 1H), 1.39-1.35 (m, 12H), 0.91 (t, J = 6.8 Hz, 9H),
0.77-0.73 (m, 6H).

3C NMR (101 MHz, Chloroform-d) & = 165.0, 153.4, 144.6, 132.4, 128.2, 122.3, 120.5, 26.6,
25.3,13.88, 13.85.

HRMS (ESI-TOF): m/z [M+H]+ calcd for C21H3503Si 363.2355, found 363.2346.

(2-(allyloxy)phenoxy)tributylsilane (3q)
nBusSi_

O\/\
Colourless oil, yield = 83%, 173 mg, R¢= 0.7 (Petrol ether).
'"H NMR (400 MHz, Chloroform-d) & = 6.90-6.82 (m, 4H), 6.14-6.07 (m, 1H), 5.45-5.40 (m,
1H), 5.30-5.27 (m, 1H), 4.53 (d, J = 5.6 Hz, 2H), 1.40-1.32 (m, 12H), 0.89 (t, ] = 6.8 Hz, 9H),
0.77-0.73 (m, 6H).
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3C NMR (101 MHz, Chloroform-d) & = 150.2, 145.5, 133.8, 121.7, 121.3, 121.2, 117.6,
114.1, 69.8,26.7,25.4, 14.1, 13.9.

29Si NMR (79.5 MHz, Chloroform-d) 6 = 19.8 ppm.

HRMS (ESI-TOF): m/z [M+H]+ calcd for C21H3702Si 349.2563, found 349.2561.

4-((tributylsilyl)oxy)benzonitrile (3r)

CN
nBu3Sio/©/

Colourless oil, yield = 88%, 167 mg, R¢= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) 6 = 7.57-7.51 (m, 2H), 6.95-6.89 (m, 2H), 1.37-1.32 (m,
12H), 0.89 (t, ] = 6.8 Hz, 9H), 0.65-0.61 (m, 6H).

13C NMR (101 MHz, Chloroform-d) 8 = 160.8, 134.3, 120.9, 119.5, 116.6, 26.6, 25.3, 14.7,
13.9.

29Si NMR (79.5 MHz, Chloroform-d) 6 = 19.0 ppm.

triethyl(phenoxy)silane (3s)®

|
/S'\OQ

Black solid, yield = 81%, 101 mg, Rr= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) & = 7.28-7.23 (m, 2H), 6.97 (t,J = 7.6, 1H), 6.89-6.87 (m,
2H), 1.03 (t, J = 8.0 Hz, 9H), 0.80-0.74 (m, 6H).

3C NMR (101 MHz, Chloroform-d) 6 = 155.8, 129.5, 121.4, 112.1, 6.8, 5.2.

trihexyl(phenoxy)silane (3t)

White oil, yield = 65%, 147 mg, R¢= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) 4 = 7.28-7.24 (m, 2H), 6.97 (t, J = 7.2 Hz, 1H), 6.88-6.86
(m, 2H), 1.44-1.28 (m, 24H), 0.92 (t, J = 6.8 Hz, 9H), 0.79-0.75 (m, 6H).

3C NMR (101 MHz, Chloroform-d) 8 = 155.8, 129.5, 121.3, 120.1, 33.4, 31.6, 23.1, 22.7,
14.3.

trioctyl(phenoxy)silane (3u)’

Colourless oil, yield = 52%, 144 mg, R¢= 0.6 (Petrol ether).

"H NMR (400 MHz, Chloroform-d) & = 7.28-7.24 (m, 2H), 6.98 (t, ] = 7.6 Hz, 1H), 6.89-6.87
(m, 2H), 1.44-1.31 (m, 36H), 0.93 (t, ] = 6.4 Hz, 9H), 0.78 (t, J = 7.6 Hz, 6H).

13C NMR (101 MHz, Chloroform-d) & = 155.8, 129.5, 121.3, 120.1, 33.7, 32.1, 29.40, 29.38,
23.1,22.9,14.3, 14.2.

triisobutyl(phenoxy)silane (3v)!°
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.
T30

White oil, yield = 89%, 156 mg, R¢= 0.7 (Petrol ether).

"H NMR (400 MHz, Chloroform-d) & = 7.28-7.23 (m, 2H), 6.96 (t, J = 7.2 Hz, 1H), 6.87 (d, J
=17.6 Hz, 2H), 1.97-1.90 (m, 3H), 1.00 (d, J = 6.8 Hz, 18H), 0.81 (d, ] = 7.2 Hz, 6H).

3C NMR (101 MHz, Chloroform-d) § = 155.7, 129.5, 121.0, 120.0, 26.5, 26.0, 24.4.

phenoxytriphenylsilane (3w)!!

o\
e NG

White solid, yield = 87%, 184 mg, Ry= 0.6 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) = 7.71 - 7.66 (m, 6H), 7.48 - 7.39 (m, 9H), 7.18 - 7.14
(m, 2H), 6.95 - 6.89 (m, 3H).

3C NMR (101 MHz, Chloroform-d) & = 155.2, 135.7, 133.7, 130.4, 129.5, 128.1, 121.7,
120.2.

4,4'-bis((tributylsilyl)oxy)-1,1'-biphenyl (5a)

Colourless oil, yield = 60%, 175 mg, R¢= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) 6 = 7.43 (d, J = 8.8 Hz, 4H), 6.89 (d, ] = 8.4 Hz, 4H),
1.42-1.37 (m, 24H), 0.92 (t, J = 7.2 Hz, 18H), 0.80-0.76 (m, 12H).

3C NMR (101 MHz, Chloroform-d) § = 154.8, 134.1, 127.7, 120.3, 26.6, 25.4, 14.0, 13.9.
29Si NMR (79.5 MHz, Chloroform-d) 6 = 18.6 ppm.

HRMS (ESI-TOF): m/z [M+H]+ caled for C36Hs302Si1> 583.4367, found 583.4356.

4,4'-bis((triethylsilyl)oxy)-1,1'-biphenyl (5b)

Yellow oil, yield = 62%, 154 mg, Rr= 0.6 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) 6 = 7.44 (d, J = 8.4 Hz, 4H), 6.92 (d, J = 8.8 Hz, 4H),
1.05 (t,J = 8.4 Hz, 18H), 0.83-0.77 (m, 12H).

3C NMR (101 MHz, Chloroform-d) 8 = 154.8, 134.1, 127.8, 120.3, 6.8, 5.2.

29Si NMR (79.5 MHz, Chloroform-d) 6 = 21.1 ppm.

HRMS (ESI-TOF): m/z [M+H]+ calcd for C24H390,Si> 415.2489, found 415.2486.

4,4'-bis((trihexylsilyl)oxy)-1,1'-biphenyl (5¢)
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Yellow oil, yield = 54%, 242 mg, Rr= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) 6 = 7.43 (d, J = 8.4 Hz, 4H), 6.89 (d, J = 8.4 Hz, 4H),
1.43-1.29 (m, 48H), 0.91 (t, ] = 6.4 Hz, 18H), 0.79-0.75 (m, 12H).

3C NMR (101 MHz, Chloroform-d) 6 = 154.8, 134.1, 127.7, 120.3, 33.4, 31.6, 23.1, 22.7,
14.28, 14.25.

29Si NMR (79.5 MHz, Chloroform-d) 6 = 18.6 ppm.
HRMS (ESI-TOF): m/z [M+H]+ calcd for C4sHg70,S1> 751.6245, found 751.6240.

4,4'-bis((triisobutylsilyl)oxy)-1,1'-biphenyl (5d)

ﬁsoow

Yellow oil, yield = 48%, 166 mg, Ry= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) 6 = 7.43 (d, J = 8.4 Hz, 4H), 6.88 (d, ] = 8.4 Hz, 4H),
1.97-1.90 (m, 6H), 1.00 (d, J = 6.4 Hz, 36H), 0.81 (d, J = 6.8 Hz, 12H).

3C NMR (101 MHz, Chloroform-d) § = 154.8, 133.8, 127.7, 120.1, 26.5, 26.0, 24.4.

29Si NMR (79.5 MHz, Chloroform-d) 6 = 18.6 ppm.

HRMS (ESI-TOF): m/z [M+H]+ caled for C36Hs302Si> 583.4367, found 583.4372.

diethyldiphenoxysilane (6)
Et FEt

Colorless oil, yield = 62%, 64 mg, R¢= 0.7 (Petrol ether).

'"H NMR (400 MHz, Chloroform-d) & = 7.26-7.21 (m, 4H), 7.03-6.98 (m, 6H), 1.06-0.98 (m,
6H), 0.91-0.85 (m, 4H).

3C NMR (101 MHz, Chloroform-d) § = 154.5, 129.7, 122.1, 119.9, 6.3, 4.6.

1-(benzyloxy)naphthalene (7)'?
O

Light yellow oil, yield = 89%, 62 mg.

"H NMR (400 MHz, Chloroform-d) & = 8.40-8.38 (m, 1H), 7.86-7.83 (m, 1H), 7.58-7.38 (m,
9H), 6.92 (d, J = 7.2 Hz, 1H), 5.29 (s, 2H).

3C NMR (101 MHz, Chloroform-d) & = 154.6, 137.3, 134.7, 128.7, 128.1, 127.6, 127.5,
126.6, 126.0, 125.9, 125.4, 122.3, 120.6, 105.3, 70.2.

naphthalen-1-ol (8)"*
OH

Colorless oil, yield = 92%, 40 mg.
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'H NMR (400 MHz, Chloroform-d) & = 8.23-8.20 (m, 1H), 7.86-7.84 (m, 1H), 7.54-7.47 (m,
3H), 7.34 (t, ] = 7.6 Hz, 1H), 6.85-6.83 (m, 1H), 5.45 (brs, 1H).

13C NMR (101 MHz, Chloroform-d) & = 151.5, 134.9, 127.8, 126.6, 126.0, 125.4, 124.5,
121.7, 120.8, 108.7.

1-(allyloxy)naphthalene (9)"
O/\/

Light yellow oil, yield = 87%, 48 mg.

'"H NMR (400 MHz, Chloroform-d) & = 8.44-8.41 (m, 1H), 7.89-7.87 (m, 1H), 7.58-7.42 (m,
4H), 6.87 (d, J = 7.6 Hz, 1H), 6.30-6.21 (m, 1H), 5.63-5.58 (m, 1H), 5.43-5.40 (m, 1H),
4.78-4.77 (m, 2H).

3C NMR (101 MHz, Chloroform-d) & = 154.4, 134.7, 133.4, 127.6, 126.5, 125.92, 125.87,
125.3,122.2,120.5, 117.5, 105.2, 69.0.

References

[1] Zhang, J.; Zhang, S.; Zou, H. Org. Lett., 2021, 23, 3466-3471.

[2] Song, J.; Torigoe, T.; Kuninobu, Y. Eur. J. Org. Chem., 2023, 26, €202301015.

[3] Shah, R. A.; Ostertag, T. W.; Tang, S.; Dziubla, T. D.; Hilt, J. Z. J. Appl. Polym. Sci.,
2021, 138, 50257.

[4] Yoo, J.; Ha, H.-J.; Kim, B.; Cho, C.-W. J. Org. Chem., 2020, 85, 7077-7085.

[5] Vasilenko, D. A.; Sadovnikov, K. S.; Sedenkova, K. N.; Karlov, D. S.; Radchenko, E. V_;
Grishin, Y. K.; Rybakov, V. B.; Kuznetsova, T. S.; Zamoyski, V. L.; Grigoriev, V. V.
Molecules, 2021, 26, 6411.

[6] Mehta, M.; Goicoechea, J. M. Angew. Chem. Int. Ed., 2020, 59, 2715-2719.

[7] Chipperfield, J. R.; Ewing, D. F.; Gould, G. E. J. Organomet. Chem., 1972, 46, 263-266.
[8] Hashimoto, H.; Ueda, Y.; Takasu, K.; Kawabata, T. Angew. Chem. Int. Ed., 2022, 61,
€202114118.

[9] Sridhar, M.; Raveendra, J.; Ramanaiah, B. C.; Narsaiah, C. Tetrahedron Lett., 2011, 52,
5980-5982.

[10] Geng, J.; Fang, Z.; Tu, G.; Zhao, Y. Chin. Chem. Lett., 2023, 34, 107609.

[11] Qin, Y.; Li, L.; Liang, J.-Y.; Li, K.; Zhao, D. Chem. Sci., 2021, 12, 14224-14229.

[12] Velasco, R.; Silva L., Carlos; Nieto Faza, O.; Sanz, R. Chem. Eur. J., 2016, 22,
15058-15068.

[13] Mao, Y.; Liu, Y.; Hu, Y.; Wang, L.; Zhang, S.; Wang, W. ACS Catal., 2018, &,
3016-3020.

S19


javascript:{}
javascript:{}
javascript:{}
javascript:{}
javascript:{}
https://www.mdpi.com/journal/molecules
javascript:{}
javascript:{}
javascript:{}
javascript:{}
javascript:{}
javascript:{}
javascript:{}

4-methoxyphenyl acrylate (1c)
=

o O

OMe

COR—OSNNO— OTWNTO0NKND MR W
DRODEDIN TOO O MmeO SN0 oD = - —
NOOCOoOCoOOaomoaamdLNMMmMONOd @ L BE-07 Peremeter Value
e R R R R R e g o
Ww“:ﬁ#ﬁd‘g 1 Inatvument Avance
NED 400
LGE+0T 2 Solvent CIC13
3 Temperature  297.3
4 Pulse Sequence 2g30
-6EH0T |5 Nusher of 15
Seans
& Receiver Gain 84.0
FOEH0T |7 Relazation 1. 0000
Delay
8 Fulse Width 80000
FdEH0T |9 Spectrometer 400.18
o Fraquency
B 10 Spactral Tidth 8196.7
+4E+07 |11 Lowest -1828.9
= Frequency
| 12 Fucleus H
z " — .
L4E+07 |13 Acquired Size 32788
14 Spectral Size 85536
_0 pectral Size 855
-3EH0T
2B +07
- 2EH0T
|
H2E-0T
-1E-07
CDCl 1 |
~ i I
hN It n
S N —5E-06
1
A= LA A 0
B e O ki
E8E888 s
ol ol = — — o L _SE+08
T T T T T T T T T T T T T T T T T T T T
965 90 86 80 %E 7.0 65 60 65 60 48 40 38§ 30 25 20 L5 LO 05
£1 (ppm)
L W n
! : S25 ] FZE+05
8 & 3 SENT o < Paraneter  Velue
T % i TR Sy i 1 Instrument  hvance
[ | AN ~- b 2E+08 SRt
2 Solvent CIc13
FZE+03 |3 Temperatwre  298.1
4 Fulse Sequence zgpgdl
FEH0T |5 Funber of 100
Scans
L1E:05 | & Receiver Gain 10.0
T Relaxation  2.0000
Lipsos | Deter
g Fulse Kidth 80000
; 9 Spectromster 10084
1E+06 Frequency
[ 10Spectral Yidth 238095
FIE+05 | 11 Lowest -1542.2
Fraquency
F1E+05 | 12 Fuclens pRcies
13hequired Size 32768
Loongo | 14 Spectral Size BESIH
80000
70000
60000
! coCly |
50000
40000
30000
20000
I
10000
o
+-10000.

T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 S0 80 70 60 50 40 30 20 10 0 -10
21 fppm

S20



4-bromophenyl acrylate (1d)

=

o O

Br

7.544
17 536
7531
7519
7,514
|7 508
7,280
17,072

7058

6.651

6.648
6.608
6.605

-6.361
LB 335
16318
5202
L8082
6.059
5.036
6.033

chCl

Jy7 084

47047
J-70a2
\7.034

201

:

1

;

o
O/Ll\,/,

p

FAEHIT

~3EH0T

~2EHT

FZEHIT

F2EHIT

~1EHIT

~EE+HE

0.0 9.5

S42019

—149.71

~~119.07

77.48
7718
76,84

{

cDCly

T T T T T
210 200 190 180 170

T
160

T
150

T
140

T
130

T T T
120 110 100
f1 (pom)

T T
g0

8 70

[F1E+05

[FIE+H)G

12405

90000

80000

[-70000

60000

(50000

40000

[-30000

20000

(10000

0

--10000

Pavameter  Value
| Instrument  hvanece
FEO 400
2 Solvent COC13
3 Temperature 297.3
4 Pulze 2g30
Sequence
S Hunber of 16
Scans
6 Recsiver Gain 100,00
T Relaxation  1.0000
Delay
§ Pulse Fidth  8.0000
9 Spectremeter A00.18
Frequency
10 Spectral 8196.7
Width
11 Lowsst -1629. 3
Frequency
12 Fucleus 1
13 hequired Size 3ZT6H
14 Spectral Size BS535
Parazster
1 Instrument
2 Solvent
3 Temperature
4 Pulse Sequence zg30
5 Numher of 18
Scans
& Receiver Gain 101.0
7 ERelaxation 10000
Delay
8 Pulsze Width  8.0000
9 Spectrometer  400.18
Fraquency
Spactral Tidth 8196.7
11 Lowest -1828.3
Frequency
12 ¥ucleus 1
13 Acquirad Size 32768
14 Spectral Size 83536

S21



4-fluorophenyl acrylate (1e)
F
)
N

7.280
7137
7.132
7.128
7.124

[FEEHOT

HBEHOT

FGEHOT

FeE-OT

F4EHOT

F4EHOT

F4E-OT

[3EH0T

FIEHOT

L oE+0T

F1EHOT

\ FOE+06

-4E+06

146.48
146.46
7741
7716
76,91

£
\

-3E+06

~IE+06

€Delh e

~1E+08

|

T T T
160 150 140

T T T T T T T T T T T T T T T
130 120 110 100 90 8O
1 (ppm)

T T T T
210 200 1890 180 170

06

t=dE+06 |

Parameter

=

Instrument

Selvent
Temparaturs
Fulss Sequence

Humber of
Scans

M oe oW

™

Recsiver Gain

Relaxation

Delay

Pulse #idth

9 Spectrometer
Fraquency

10 Spectral Width

11 Lowest
Frequency

12 Fuclens

13 Aequired Size

14 Spectral Size

Parameter

oy

Tnstrument

r

Solvent

Tenperaturs

s

Fulse Sequence
Funbar of
Seans

wm

o

Receiver Gain

Relaxation

Delay

Pulse Hidth

Spectromster

Frequency

10 Spectral Width

11 Lowest
Frequency

12 Fucleus

13 hequired Size

14 Spectral Size

a

o @

Valus
bramce
HED 500
CIEL3
295.2
230

18

B9.3
1.0000

9. 7200
500,15

10000.0
-1913.8

11
32T6E
BES3E

Value
horames
HED 500
CICL3
297.0
zepil
200

101.0
2. 0000

10, 0000
12578

30120.5
-24584.0

130
G2TBE
BSS36
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116,95

3E+0T

-3E+0T

~2EHT

FZEH0T

~ZE0T

~ZEH0T

F2EA0T

—1E+0T

=1E+07

r1E+07

—BE+06

+BE+06

—4E+06

—2E+06

0

——2E+06

80

L ) T T T
-85 -90 -95 -100
1 (pon)

T
-110

T
-120

o

Parazeter

Instrument

2 Sclvent

3 Tempezaturs

4 Fulss Ssquemce

5 Yusher of
Seans

Receiver Fain

Fslazation
Delay

B Pulae Width

Spectrozeter
Fraquency

10 Spectral Width

11 Loweat
Fraqusncr

12 Nueleus

13 Acquived Size

14 Spsctral Size

Value

Avance NEO
400

€DC13
205.8
zE
18

101.0
10000

12,0000
376.51

209091
-83108.1

19F
85536
131072

523



[1,1'-biphenyl]-2-yl acrylate (1f)

CNONUONEN— - OUNNDONNO—0—00 G0N0 000
eI O ORI 00T T DODMICINODDEOT Moo Toio
BNUNNITTITITT I TTOACMDOTTIERACNCCENSD 000 P—— Valus
PP B b b b B B b e B By P B b P D (0 U (0 40 (040 (D (0 L0 80 8 WD g 16 G F3EHT
e S R 1 Instrument  Avancs
HED 500
FEHT |2 Solvent Bk
3 Temperatuwre 2964
~FE+H0T |4 Pulse Sequence zg30
5 Humber of 15
ST Seans
6 Receiver Gain 32.0
7 Relaxation 1.0000
~ZEHIT Delay
& Pulze Width 9.7200
Lop+07 2] 1S:l:uactrnmeler 500.15
requency
10 Spectral Width 10000.0
~ZEHIT | 11 Lowest -1813.1
Frequency
Lopsgy |12 Hucleus 11
| 13 Acquired Size 32768
14 Spectral Size G5536
FZEHT
FIEHT
F1EHIT
-IEHIT
—EE+HE
i HEE+6
CDCly
N ~AEH5
£y
FZEHE
A 1 T Lg
i, o, B
2838 283 [—2E+06
oo — Rt
T T T T T T T T T i T T T T T T T T T T
LD 8.5 9.0 8.6 8.0 7.8 7.0 6.5 6.0 6.5 6.0 4.8 4.0 3.8 30 2.5 2.0 1.5 Lo 0.5
f1 (ppm}
@ TORODITTOLDIND EE+HDG
= CT MDD DOO 0T T D s95 -
3 Sh3HBERERLEEN e Famamater  Value
T AR e I FEEROE [ actrusent  Avemce
NED 500
FBEHDG |2 D13
3 287.1
FEEHIG | 4 zepedl
Sequence
5 Nusher of 200
FTEHIG S
& Receiver Gain 101.0
[BEHDE |7 Relazstion  2.0000
Delay
Leetos |8 Pulse Width 100000
9 Spectrometer 125,78
Gt Frequency
+ 10 Spectral 30120.5
Width
[BEHIE |11 Lowest 2484 0
Frequencr
Lapegs |12 Sucleus 13¢
13 Acquired Size 32768
Lypegs | 14 Speetzal Size 65536
/(L)L —AEHIG
Z
07 7
O 3EHIE
O |2E+06
L CDCly
l —2EHIG
-2EHIG
1 | F1EHIG
|
~BEHIG
I L
—BE+5
T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 17O 180 180 140 130 120 110 1000 80 80 0 60 B0 40 30 20 10 e} -10

1 (pom)
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2-bromophenyl acrylate (1g)

Br
DTODT - DDUDD OGO M0 OT — 0500 —
WDHMMS OO S~ — OO OO DD —0
BLROOHHANONNT - S BIRa0=O
r-hmmmhhhhh\;ﬁhhhmmr\mmwmmmww -1E-07
et ] Z
rOE+06
[ FEE+06
[
FTE-06
FEE+06
FEE-0E
|
4E-06
r3E+H06
[~2E+06
1E+06
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b o
o=@ ]
Qoo aco
—_—— e
T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 2.5 a0 L5 1.0 0.5
£1 {ppm)
[ o b Bt K2 (=R
=] & wnonaon ow=
[} P} 00 00 00 I B 6 o T
w et 0300 NN N — P P tD
= b ot 55000
PR R
50000
46000
-40000
CDCly
[e]
oA
38000
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@
=
(30000
25000
" |-20000
(15000
10000
]
! 5000
4 oy * o
T T T T T T T T T T T T T T T T T T T T T T T
210 200 180 180 170 160 1BO 140 130 120 110 100 90 &0 70 60 60 a0 30 20 10 0 -10
f1 (ppm}

Farameter

Instrument

Solvent
Temperature
Pulse Sequence

Humber of
Seans

moe oW

@

Receiver Gain

=

Relaation

Delay

Pulse Hidth

Spectromater

Frequency

10 Spectral Width

11 Lowest
Fraquency

12 Fucleus

13 hequired Size

14 Spectral Size

o o

Farameter

Instrument

Solvent
Temperaturs
Fulse Sequence

Humber of
Seanz

moe Lo

@™

Receiver Gain

=

Relaration
Delay

8 Fulse Width

Spectrometer
Fraquency

10 Speatral Hidth

11 Lowest
Frequency

12 Hucleus

13 Aequired Size

14 Spectral Size

o

Value
hvance
HEO 400
COCL3
7947
2¢30
16

010
1.0000

& 0000
40018

B198. 7
16293

11
G2TBE
BSS3R

Value
hvance
NEO 400
COC13
785.5
zepe30
100

0.0
20000

. 0000
100,84

23500.5
-1542.2

13c
32TEE
65536
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4-fluoro-2-methylphenyl acrylate (1h)
o F

o

COOMMUOLNUOON-—VVNODO 0 WD OT ™
TN O OODITONN—_ODOMNGD WL MWD T [=}]
Hoooofaaaaanaennbbotmmmnoooo = [-BE+0T Przesiter
P Bl Pl I 1 4T (040 40 40 40 G0 40 00 (0 (0 40 40 (040 (0 10 0 @0 W 0 O o 5 i e

i et ey sl S i -
T e — 1 Instrument
EE+0T
{2 Solvent
FBE+0T |3 Tempersture
4 Pulse Sequence
[FBE+0T |5 XNusber of
I Seans
|7p+07 | € Receiver Gain
7 Relazation
Delay
(BE+
CEHE |8 Pulse Width
|8 Spectrometer
[FEE+OT ‘requency
10 Spectral Width
[FEEHOT | 11 Lovest
Fraquency
L eg+aT Yuclaus
13 Acquired Size
| dg+n7 | 1% Spestral Size
HE+0T
F
F4E+0T
3E+OT
|-2E+0T
DEHOT
(-2E+0T
| FLE+0T
'l
I
EE+05
| "
| = L 9 S g
et g b Ll
Sodd = |—EE+08
ooRo =]
OO =
T T T T T T T T T T T T T T T T
.5 @0 85 &0 15 T.0 A5 &0 55 50 45 4 L5 A0 2.5 2.0 L0 05
£1 (ppm
o=y ooy =t b= P~
288 = FTEER 288 8 L oe06
<+ — @ Ire) [ X o = Farameter
20 O e O O — ot Sl w
it = ooz ol e lopigs |1 Instrmment
S =TT ~-
9F+pg |2 Selvent
3 Temperature
ZE+06 |4 Pulse Sequemce
5 Number of Scans
FEHE |6 Receiver Gain
T Relaxation
+2E+06 Delay
OJ 3 Pulse Width
FE0E g Spectrometer
e O Frequency
=
L. FIEE | g pactral idth
Lk 11 Lowest
| 16408 Loras
requency
| 1Eeps | 12 Muelens
13 Acquired Size
COCly L1E+06 |14 Spectral Size
l -1E+06
| ~9E+03
8E-05
~TE+03
-6E+05
| —5E+05
|
~4E+05
—3E+03
1 0 2E+05
I
-0
——1E+05
—2E+H03
T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 1200 110 100 90 80 60 50 40 30 20 0 -10

£1 (ppm)

Value

Avance
¥EO 560
farak!
286.2
ze30

16

Value
hvance FEO
s00
cIc1a
296.9
zgpedl
200
01,0
2. 0000

10. 0ooa
125.73

30120.5
-2484. 0

a6
32766
BE536
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= FIEAT o
L Parazeter Value
[ 1 Instrusent Avanee NEO
o507 400
I Solvent coc13
3 Temperaturs  295.5
| oF-07 |4 Fulss Sequemce zg
5 Yusber of Scans 18
& Receiver Gain 101.0
F9EH07 |7 Relazation 10000
Delay
§ Fulse Width  12.0000
L 9E+07 |9 Spectromster  376.51
Frequency
10 Spectral Tidth S0808.1
| oE07 |11 Lowest -33108.1
Frequency
12 Yucleus 18F
| | g7 |13 Acquired Size 65538
o 14 Spectral Size 131072
Ji;j/\ 107
F
~1E+07
-EE+06
-6E+06
—4EHIE
—2E+H)6
-0
+-2E+06
T T T T T T T T T T T T T
-10 -20 -30 -40 -50 -80 -70 -80 -80 -110 -130 -150 -170 -190 -210
i1 (ppm
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naphthalen-1-yl acrylate (1i)
@)

7308
&5%
621
6780
6778
6585
6559
6541
6515
6157
6154
5130
6127

o HI

i : Parazeter
e e AR | o
[3E+07 2 Solvent
3 Te=persture s
_apeqr |4 Fulse Sequemce 2g30
5 Numher of Scanz 18
.. |6 Receiver Gain 45.2
T Iy metesation 1.0000
Delay
|.5E+07 8 Fulae Width 8.0000
8 Spectrometer 400. 18
_ Frequency
FEEAT |40 Spectral Wiath 81957
11 Lowast -16828.5
[9E+07 Frequency
12 ¥ucleus 1H
3 51 3271
Lopsgy |13 Acquired Size 31768
14 Spectral Size 65536
HZE+0T
ES HIE+0T
‘ P
COCly BT
/ L1E+07
, -BE+06
| i |
| 6E+06
I
-4E+06
~ZE+06
L J\J ' L
£, . — -0
i Ty A L eimdli 5|
2885 288 2 —2E+06
P s e
T T T T T T T T T T T T T T T T T T T T
0.0 9.5 60 85 &0 75 70 65 60 55 50 45 40 35 3.0 25 20 L5 L0 0.5
fL (ppm)
o« —OWOoO WS TMOW AN
b nRe2REBESRY 2oz Lopens
3 LFREREREE8RE @ Pavaefer;  alud
] T REES e T RLr FEE || Dot Aveace
s
i ¥ED 400
M9 12 salvent COEL3
Lopsps |3 Tenpersturs 2953
|4 Pulse Sequence zgpgd0
FZET05 15 Bunber of 200
— Srans
M9 16 Receiver Gain 8.0
LoE05 |7 Relaxation  2.0000
Telay
FZEH0S |8 Pulse fidth  8.0000
o |9 Spectroneter 100.64
mZEH0D Frequeniy
[opi0s |10 Spertral idth 23808.5
11 Lowest -1842.2
F1E+05 Frequency
|12 Huclens 130
FLEE |3 hoquired Size 32766
LiF05 | 1% Spectral Size 65535
11
HIE+05
HIE+05
90000
COCly 80000
l 70000
60000
50000
|
: -40000
]
30000
+20000
+10000
0
+=10000
+-20000
—T T T T T T T 1
210 200 190 180 170 180 150 140 130 120 110 100 80 80 o B0 50 40 30 20 10 o -0
1 (o)

528



4-methoxynaphthalen-1-yl acrylate (1j)
@)

0 =

8328 O
=
()

CHOMO CNONICOITONNO O TIOOD -
o -0 QNP DO = <t =F TN O (D st e OO ~ e
Mmnm;m® DN HDHWNGN NG S~ En - o Prrdmster Vilus
e = e 1 Instrument Avance NEO

00
2 Solvent €13
3 Tempersturs  36.2
4 Fulee Sequence zg30
F4E+07 |5 Yusker of Scans 16
§ Faceiver Gain 90.5
7 Relaxation 1. 0000
Delay
|E+07 |8 Fulze Width  5.0000
9 Spectrometer  400.18
Fraquency
10 Spectral Width B186.7
Lapso7 |11 Lowest -1528.9
Fraquency
o 12 ¥ucleus bl
)1\/ 13 Acquired Size 32768
o] l-op+g7 |14 Spectral Size 63536
F2E+07
Ke)
2E+07
cDCly
\ L1E+07
-5E+06
| d
|
s, L o
a i s - . o b
o oo &= 10 ~
o (=R =F=] (=R == —
T o N o
T T T T T T T T T T T T T T T T T
65 9.0 85 80 75 7.0 65 60 65 60 45 40 3§ 3.0 25 20 L& LO O 0.0 -KS5
f1 (ppm)
n o ocwToOTOTo0 b L 1E05
- ©o0ANONBNONn & R4 = :
8 B BHEREESNE: 8 ~r o w Favazeter  Valus
| [ N ~1- 1 Instrument  Avamce
. NEO 400
1E+05
2 Solvent €De13
3 Tempersture 298.2
4 Pulse 230
L 30000 Sequence
5 Xuber of %
Seans
6 Receiver Gain 80_5
F80000 |7 Belaxation  1.0000
Delay
- ¥
Tl 8 Pulse Width  6.0000
o =F § Spectroseter 400,18
b 70000 Frequency
| 10 Spectzal 8188.7
T Tidth
fo} 11 Lowest -1628. 8
= CDCly -E0000 Fraqueney
12 ¥uelzus 1H
13 Acquired Size 32768
oogg | 14 Seeetrel Size 55533
|
Iy
40000
-30000
20000
| I
[ 10000
) -0
T T T T T T T T T T T T T T 1] T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 T0 60 50 40 30 20 10 0 -10
£1 (ppm)
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4-chloronaphthalen-1-yl acrylate (1k)
O

(@)

OO OMIDANMRORNDO G- OO O M~ < NO o [FRER
NOIT NOTT—OROOUN O HEWOO®OmM
MO GO OODWUWNN- MDD Y
0000 P P P P P Pl I P P P P4 G0 (0 40 400 40 U0 40 40 45 40 O 2E+0T
et T N
HIE 40T
ZE+0T
+2E+07
+2E+07
F1EH0T
- LEH0T
Q HiE07
Q
HE+0T
I\
cDCly > HIEHOT
/ cl Loe+06
+EE+06
-TE+06
H6E+06
| -SE+06
i 4E+06
|
+3E+06
-2E+06
+1E+06
LU 9 Ea—
i o S o
o 0 ® r-’_gco F—1E+06
& o o SO0
— = o = et
T T T T T T T T T T T T T T T T T T T T T
§ 90 85 80 6 T.0 €& 60 66 60 485 40 585 30 26 20 165 L0 08 0.0 -0.6
£1 (pom
© MON @ QOO oD
=t W~ OB 0NDMO O~y 0w =
= = G b G = D T [-LEHI5
= skl b B e S g
| eShEe—— A
FLEHIE
FLEHIE
[FLE+05
X
.
BT 80000
“\-..
(80000
= cDCly
j 70000
(-60000
| g
(50000
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(30000
| || (20000
10000
0
(— 10000
r T T T T T T T T T T r T T T T T T T T 1
200 160 180 170 1@0 150 140 130 1200 110 100 @0 &0 70 60 B0 40 0 20 10 i
£1 (pom)

Parazeter Value
1 Instruzent Avance
KEQ 400
2 Solvent DC13
3 Temperature  298.1
4 Pulse Sequence zg30
5 Xumber of 18
Scanz
& Receiver Gain 101.0
7 Relaxation 1.0000
Delay
Pulze Tidth 8.0000
9 Spectromster 400.18
Frequency
10 Spectral Width BI86.7
11 Lowsst -1829.7
Frequency
12 Nucleus
13 Acquired Size
14 Spectral Size
Parameter Value
1 Instrument Avance
NEO 400
2 Solwent CDC13
3 Temperature  298.1
4 Pulse Sequence zgdl
5 Kumber of 16
Secans
& Receiver Gain 101.0
T Relaxation 1.0000
Delay
Fulse ¥idth  §.0000
9 Spectrometer  400.185
Frequency
10 Spectral Kidth B196.7
11 Lowest -1629. 7
Frequency
12 Fucleus 1H
13 Aequired Size 327T6H
14 Spectral Size 65538
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4-bromonaphthalen-1-yl acrylate (11)

Br
O~ OVOO~D—MFT OO — OO MDD
D00 =N O P 0T — @D D0 = DT — OO0
NN OHOODOOOOWWLONONONAERSOWNS S~
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|
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e
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Br
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o
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£1 (pom)

@ o ot e

© o

2

Parameter

-

Instrument

Solvent

v ok

Tezperatuze
Fulss Sequence

oo

Number of
Scans

m

Receiver Gain

Belazation
Delay

Pulss Tidth
Spectrometer
Frequency

10 Spectral Tidth
11 Lowest
Frequency

@ @

12 Mucleus
13 Acquired Size

14 Spsctral Sizs

Faraseter

Inatrument

Solvent
Temperature
FPulss Sequence
Nusher of
Scans

Receiver Gain
Relazation
Daler

Filse Tidth
Spectrometer
Frequency
Spectral Width
Lowest
Frequency
Nuclens
Acquired Size

Spectral Size

Value
Avance
NEO 400
o3
298.2
2530

8

£4.0
1.0000

B. 0000
400.18

8196.7
-1828.3

Value
Avance
NEO 400
ferak
288.8
zgpe30
200

8.0
20000

8. 0000
100.84

23808
—1842.

ra

13€C
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2-bromonaphthalen-1-yl acrylate (Im)
@)

0 =

UMD NP NONEITNDDORN DD D00 N0 OO0
WOROOITOONNODOR OWNIDIOTO OO0 S —0 0000
NHNOODDEPNEOONINNHOHUO® DHWN0NDEE= = Pavameter,
e e R R ]
— = N e — 1 Instrument Avence
Lig-o7 NEO 400
2 Solvent cocis
Tezperaturs  297.5
Pulse Sequence g3
5 Nusber of 18
F4E+0T Seanz
B Receiver Gain 1010
7 Relazation 1.0000
Delar
|8 Pulse Width 80000
F3g07 | O
B Spectrometer  400:18
Frequency
10 Spectral Width 8196.7
11 Lowest -1628.%
lopsgr | Frequsmcy
12 Nueleus 1H
13'Acquired Size 32788
o} 14 Spectral Size 85536
OJ\/ F2E-07
o0
cOCly
F2E+0T
F1E+0T
|
|
|
| | {~5E+06
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_J -_AI A Lh Lo
Al any L
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ool it
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£1 (ppm)
§  @EEEedgvaie aug 2605
] b - Pl c] e Parazster Value
| | 1 Inztrument Avance
oy Y e ~ _ il
F1E+05 ~
2 Solvent €13
3 Temperaturs  298.0
4 Pulse Sequence zgpe3d
] = 200
Scans
6 Receiver Gain 8.0
90000 |7 Relazaticn 2. 0000
Deler
8 Pulse Width  8.0000
Laopoo |8 Seectzometer  100.64
Frequency
10 Spectzal Width 23808.5
- 11 Lowest -1862.2
cncl, 70000 | Freguency
12 ¥ucleus 13
13 fcquired Size 32788
160000 |14 Spectral Size 65538

{=50000

40000
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F20000
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F-10000
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quinolin-5-yl acrylate (1n)

5953
5952
8233
§.212
§.086
8.045
7.443
7433
7.407
6725
64892
6474
6.448
6,156
6,130

FTE+06

—7.735
_-B518

:
%

HBE+06

[BE+08

FBE+DE

T

(-6E-06
F4EH06
F4E+06
chely |
-4E+06
3E+06
[-2E+-06
| 208
F2E-06

F1EHDE

[-5E+03

0

FLEH05

164.43
77.48

50000

(80000

-T0000

CDCly

(60000

50000

40000

(20000

10000

T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 1100 100 80 &0
£1 (ppm

Parameter

Instrument

Solvent
Temperaturs
Pulse Sequence
Funbar of Scans

Receiver Gain

Am ;e wn

Relaxstion

Delay

Pulss Hidth

Spectrometer

Frequency

10 Spectral Hidth

11 Lowest
Frequency

12 Fucleus

13 Aequired Size

0w

14 Spactral Size

Parsmeter

1 Instrument

Solvent

w o

Temperature

lss Sequenmce

Fuzber of
Scans

@

Receiver Gain

Felezation
Delay

Pulse Tidth
Spectrometer
Erequency

10 Spectral Width

11 Lowest
Frequency

@

12 ¥ucleus

13 Acquized Size

14 5 i

Value
Avance NEO
400

cIcl3
298.1

230

15

1010
1.0000

&,0000
400.18

G6196.7
-1623.9

1H
32768

65538

Value
Avance
NEO 400
o3
288.5
zepe30
200

1.3
2. 0000

B. 0000
100.84

23808.3
-1B42.2
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isoquinolin-5-yl acrylate (10)

W
)
[7e]
@
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6716
6,654
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w0
Mooy
@ o
.
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8521
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rEE+06
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&2

N

/
i

S S

€DCly

/

| \
__J"L,le_Jb |‘ |

— —
o ~ =
=] 5 o9g

® =
@ @

/1

1 d& l“u” |

T e e

EE+06
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F4E+06
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[E+06

3E+06

F2E+H06

-ZEH06

F2EH06

FlE+H06

FOEH05

o

—3E+03

o o
T
T

o
=
(=1

—152.24
145.32
£143 24
133.58
129.50
129.35
127.17
126.94

/
!

125.50

FLEH05

122.37
11415
77.48

7716
76.84

rlE+05

90000

80000

70000

60000

50000

coely 40000
l -30000

20000

10000

—10000

T T T T T
210 200 190 180 170

T T T T T T T
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T
90
f1 (ppm)

Tarameter

Tnstrument

Selvent
Tenperaturs
Fulse Sequence

Bunber of
Seanz

[ e

@

Receiwer Gain

=

Relaxation

Delay

Fulss fidth

Spactromater

Frequency

10 Spectral Kidth

11 Lowest
Frequency

12 Fucleus

13 hequired Size

14 Spectral Size

o w

Farazeter

-

Instrument

Sglvent

won

Temperature

Pulse Sequence

oo

Number of
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1,4-phenylene diacrylate (1p)
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2-(allyloxy)phenyl acrylate (1q)
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4-cyanophenyl acrylate (1r)
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tributyl(phenoxy)silane (3a)
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tributyl(4-ethylphenoxy)silane (3b)

nBu3Si_
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tributyl(4-methoxyphenoxy)silane (3c)
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(4-bromophenoxy)tributylsilane (3d)
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tributyl(4-fluorophenoxy)silane (3e)
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([1,1'-biphenyl]-2-yloxy)tributylsilane (3f)
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(2-bromophenoxy)tribut
Br
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T T T T T T T T T T T T T T T T T T T T T T T
20 s00 180 180 190 160 IS0 140 130 120 110 100 90 &0 70 &0 GO 43 30 10 0 ~iD
1 fppm)

F3EH0T
F3EH0T
3E+07
FIEHOT
FZEHT
F2EH0T
=IE+0T
F2EHOT
F1EHT
F1EHOT
FLIEHOT
[=BE+0G
BE+0G
dE+H6
F2E+08

o

4EH1E
;3E+06
;3E+06
3EHE
;3E+06
3EHE
FZEHIE.
FZEH1E
ZEH1E
ZEH18
;EHJG
r1EHE
1E+H18
F1EHE
BEHIE.
-BEHIS
4EHIS

[ZEH1S

—2E+05

e om e wm o

@ m

10

11

12
13
1z

&t

[z

@

=

@ o

Paraseter

Instruzent

Sclvent
Tezperaturs
Fulsze
Sequence
Nusber of
Scans
Receiver Gain
Relaxation
Delar

Fulze Width
Spactrometsr
Frequencs
Spectral
Width

Lowest
Frequency

Nucleus

Acquired Size

Spectral Size

Farameter

Instrument

Solvent
Temperaturs
Fulse
Sequence
Humber of
Seans
Receiver

ain
Relaxation
Telay
FPulse Hidth
Spectremeter
Frequency

10 Spectral
idth

11 Lowest
Frequency

12 Hacleus

13 hequired
Size

14 Spectral
Size

Valus

Avancs
NEO 500

€013
294.4
2230

18

22.0

10000

9. 7200
50015

10000.0

-1814.1

Yalue

Avance

NEO 500
COC13
285.0
2gpe30

100
101.0
2. 0000

10. 0000
125,78

a0120.5
—2484.0

130
J2TEE

65536
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2083

(-45000 Farameter Value
1 Instriment Avance
NEG 400
2 Solvent C€DC13
-40000 |3 Temperature 287.5
& Fulse zgig
Ssquence
5 Musber of 128
35000 Scans
& Receiver Gain 40.3
7 Relazation 50000
Delay
l30000 |8 Pulse Width  7.0000
9 Spectzometer 79.50
Frequency
10 Spectral 31260.6
BT 25000 Tideh
A 11 Lomest 23575 5
Fraquency
Br 12 Yucleus 2851
13 Aoquired Size 32768
20000 | jgspectral Size 65536
(15000
10000
i (-3000
|
| I [ 1
[ I I ik ik (
kit | | 1 il
|t -0
| | I |
LI | | I
5000

T T T T T T T T T T T T T T
-20 40 -60 -8¢ -100 -120 -140 -160 -180 -200 -220 -240 -260 -280
1 (ppm)
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tributyl(4-fluoro-2-methylphenoxy)silane (3h)
F
nBu3Si
3 \O
- 2E+0T

el —— - TEHOT
F2E+0T

—2.200
1.382
1373
1.364
1.354
1.344

é

F2E+07
f2E+07
[-2eeor
1t [ gl
FEOT
F1E+07
f1E+07
FIEOT
b 1E+0T
FoE+08
b-sE+06
F-7E+06
[BEH06
{52406
CDCly F4E+06

l +3E+06

~2EH06

+1E+06

~0

T T T T T T T T f T T T
5.0 4.8 4.0 g
1 (ppm)

o
=
=
o
=1
=)
o
=
=
o

o

9
o

158,397
-{156 033
150.067
150.045
130,485
<130.408
118.999
118,916
117.370
17146
112740
112815
77 478
77160
76843
26549
‘{-25.363
16992
14.144
13.862

<
L
\E
<
z
<

~1E-05

+-1E+03

-1E+05

—1E+H5

—50000

—80000

\ CDCly

~70000

~60000

~50000

—40000

30000

- 20000

10000

T T T T T T

190 180 170 1680 150

T T T T T T
40 130 120 110 100 90
f1 (ppm)

T T
210 200

Farameter

Instrument

Solvent
Temperaturs

Fulse Sequence
Funber of Seans

Receiver Gain

-

Relaxation

Delay

Pulse $idth

Spectromster

Trequency

10 Spectral Width

11 Lowest
Frequency

12 Fueleus

o @

13 Acquired Size
14 Spactral Size

Farazeter

-

Instrument

Solvent

Tezperature

et

Fulss Sequencs

o

Kumber of
Scans

Receiver Gain

1 m

Relaxation
Delar

Fulze Width

w m

Spectrometer

Frequency

10 Spectzal Width

11 Lowest
Frequency

12 Fuecleus

13 Acquired Size

ectral Size

~-10000

Value
Avance HEO
400

coeLs
2968

g3

16

1.8
1,0000

§.0000
400 18

8198, T
—1628.9

1K
32768
65536

Valus
Avance
HEQ 400
fer ak]
256.8
=230

18

71.8
10000

80000
400,18

8188.7
—~1628.8

32768
65538
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«123.96

(EE+06

FEE+06

[-EE+06

[-BE+06

4E0E

F4E+06

(4E+06

|-3E+06

FZE6

[FZE+06

2E+06

F1E+06

FoE+H5

-0

|—5E+05

-20

T
-30

T
=40

T
—50

T
=60

T
=70

T
-80

T T T
-80 -110
£1 (ppm)

T
-130

-150

T
-170

T
-180

T
=210

Farameter

Instrument

Selvent
Tesperaturs
Fulss
Ssquencs

W

Kuzher of
Scans

@

Recsiver Gain
Felaxation
Delay

Fulse Tidth
Spectrometer
Frequency

@ o

10 Spsctral
Width

11 Lewest
Fraqusncy

12 Nueleus

12 Acquized Sizs

14 Spectral Size

Value

Avance NEQ
500

Lo ok
206.6

zg

18

101.0
1.0000

15. 0000
470.58

113838.4

—103879.

19F
655636
131072

3
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tributyl(naphthalen-1-yloxy)silane (3i)
o SinBug

8.536
8516
8.036
8.018
1762

<

| CDCly

3.00
01

00 4

Q99 A

1,188
1.175
1.170
1.181
1.134

HeE 07

ﬁ

(=2EH0T

FE0T

+2E+07

F2EHAT

F1E07

F1E+H0T

F1EHT

F1EH0T

F1EAT

[-BE+06

+-BE+06

BE+06

r4E+06

3E+06

FZEHE

F1E+06

F=1E+06

&
=
©
=3
o
o
o
o
=
o
=
=]
o
o
-

.8

—151.92
77.48
7716
76.84

£

il

g

—

FTEH0E

EE+05

FEE+05

~EE+05

~BE+05

F4E+05

-4E+05

~4E+05

-3E+05

~ZE+05

F1E+05

50000

30000

T T T T T T T T T T T T T T
210 200 180 180 170 160 150 140 130 120 110 100 90
1 (ppm}

Parameter

Instrument

Solvent
Tezperaturs
Pulse
Sequence
¥usber of
Seans

g e taona

Y

Receiver Fain

Relaxation

Delay

Fulze Width

Spectrometer

Frequency

10 Spectral
Tidth

11 Lowest
Frequency

12 ¥ucleus

13 Acquired Zizs

w @

14 Spectral §

Farameter

Instrusent

Solvent
Temperatirs
Fulze
Sequence

et

o

Nusber of
Seans

-

Beceaver Gain

Relazation
Delay

Pulse Fidth
Spectrometer
Fraquency

@ .

16 Spectral
Tidth

11 Lewest
Frequency

12 Nueleus

13 Aequized Size

14 Spactral Sizs

Value
Avance
NEO 400
cociz
2855
2530

8.0
1.0000

B. 0000
400.18

B196.7

Value
Avance
NED 400
coe13
296.3
2epE30

8.0
2.0000

8. 0000
100. 84

238095
-1842. 2
13C

32768
65536
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-B0000

~G0000

40000

20000

20000

~—40000

=
&5
S
° :
(\ b
|
T T T T T T T T T T T T T T T T T T
80 60 40 20 0 -20 -40 -60 -B0 -100 -120 -140 -160 -180 -200 -220 -240 -260 -220

£1 {ppm)

Paramster Value
i Instrument  ivance NEO
400

2 Solvent [orak}

3 Teaperature  297.5

4 Fulss Sequence zgig

5 Nusher of i2
Scana

& Receiver Gain 40.3

7 Relazation  5.0000
Delay

& Pulse Width 70000

¢ Spectrometer 79,50

Frequency

10 Spectral Width 31250.0

11 Lomest -23
Frequency
12 ¥ucleus 2951

13 Acquired Size 32768

4 Spectral Size 85538
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tributyl((4-methoxynaphthalen-1-yl)oxy)silane (3j)

_SinB
o INBu3z

TTRODNTT 00D O =00 @ TN OOMWOO —MNIN —o0noo]
0 — — = = 20 — O3 0W0 O O w TOOGN—-0O 00O WM — — O 0N
HEN N ey NS - ~00 {=2] SFETETTIOMOMNONOON M ;o oad o Patamater Value
0000 D000 0000 00 I I P MO U040 O [} e e === 0000 O]
e—— N e = 1 Instrument  Avance
NED 400
[2EHT |2 Solvent €DC13
3 Temperaturz 289.1
Ligsg7 |4 Pulse 2g30
Sequence
5 Yuzber of 18
FIEHT Scanz
& Raceiver Gain 101.0
/_ f FiEsD7 |7 Relaxstion 10000
Delay
2 J’ 3
§ Pulse Width  B8.0000
FLEHT |y spectrometsr 400,18
Frequency
LiEn7 | 10 Spectral 8186.7
Width
11 Loweat -1828.8
FOEHIE Frequenes
12 Fueleus 1K
lgE+0g |12 Acquired Size 32768
14 Spectzal

/H FTEH06

- L6E+06
o=, g0
[-SEHIG
]
COCl FaE+06
4 F3E+06
| T ~2EHIG
’ |
| ‘I | J FIEHE
| b = s
e T o
o = foa) =1 - [ LE+08
3 2 58 & =
P o
— T T T ? T T T T T T T T T T T T T
5 9.0 &5 &0 75 7.0 65 60 &5 50 45 %6 30 25 20 1.5 L0 0.5
f1 {ppm
N MO b O [t
@ OORDWuog © 0w o o oD
G WOWW e ¢ S i) SN e Farameter Value
= I OO OO O O o P P w0 w0 =+ M L
T Nisaare 2 ottt 8 aa =32 80000 |, Blonce
I e ot I = N i
75000 |2 Solvent CocL3
3 Tenperatwrs  289.1
L7o000 |4 Pulse Sequence zgd0
5 Funber of 15
Seans
[E3000 | Receiver Gain 1010
T Relaxation 1.0000
L-s0000 Delay
@ Fulse #idth 50000
- 9 Spectrometer 40018
coCly [-98000 Frequency
10 Spectral Hidth 8198.7
l 50000 |11 Lowest -1828.9
Fraqusncy
|isogp |12 Fucleus 1H
) 13 hequired Size 32768
1 14 Spectral Size B5S538
40000
S
e
Q 35000
130000
25000
20000
| 13000
h
10000
H 1 L5000
35000

T T T T T T T T T T T T T T T T T T T T T T T
210 200 180 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 o -0
f1 (ppm)
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o (2E+05
ik Paramster Value
H2E+05 _
1 Instruzent  Avance NEO
e 200
=5 2 Solvent a3
3T 1
Lopgs |3 Tempersturs 2877
4 Pulse Sequerce zgig
|5 Nusber of 512
[eEres |7 S
_ | & Receiver Gain 32.0
i
| Delay
[0 |5 pulse Width  7.0000
|9 Spectrometer 78.50
FE0S | Erequency
|10 Spectral Width 31250.0
[LE03 |1 tomest -23575.5
\ Frequency
i .
~ " Q o— FIE*05 | 12 ¥ucleus 2851
13 Acquired Size 32768
Q 90000 |34 Spectral Size 65536
80000
| 70000
60000
+50000
40000
-30000
10000
20000
T T T T T T T T T T T T T T T T T T T
80 60 40 20 0 -20 -4 -60 -80 -100 -120 ~-140 -160 -18C -200 -220 -240 -260 -280
£1 (ppm)
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tributyl((4-chloronaphthalen-1-yl)oxy)silane (3k)

_SinB
o SinBus

Cl

O~ T O o MO® O 0w oW~ YYEDB}D!ED_U:TUI
g NORWS OO0 WIEIMNM=—-CO OO o O 0y 00 W
a5 BEEEIER LIFISEIREEY 3389
A R it e i S < s ). i Parametsr  Valus
SO Se Y me—— e 1 Tnskrukont  Auense
HeE+OT ED 400
2 Selvent cIc13
SBA0T |3 Temperatwre 2981
4 Pulse 30
-2R+0T Sequence
5 Famber of 18
lemegy |  Seans
& Receiver Gain 45.2
Ligeoy |7 Belazation  1.0000
£ S J Deley
5 Pulse #idth & 0000
1B+
BT g Spectromstar a0, 18
Frequency
FIEOT |0 spacteal 5196, 7
FLIEHOT |11 Lowest -1828.5
Frequeney
N FIEHT |12 Fucleus 15
b ct 13 hequired Size 32768
[9E+06 | 14 Spectral Size 65536
W
|-85+06
FTE+D6
H6E+06
H5E+06
|
cDCly Fa5+06
/ |-3E+06
I
| H-2E+06
ﬁ l F1E+06
! |
N B ,,\JI Moottt Lo
i =
i T T L X H— 1E+06
© ©m o s &
& 88 8 S B
T T T T Nf T T T T T T T T T T T T T
&5 &0 85 80 7.5 T0 &5 60 &6 KO 45 40 35 30 25 20 1.5 1.0 05
£l (ppn)
—ES5aR82a8 oog 58 =3 e -
TmaRE&RIREY o @ oM o Parazeter Value
TRRRIIT I 0} qE 5 PE |1 fostrusent  Avance
et ~ e s NEO 400
2 Solvent cocl3
Lopsgs |3 Temparature 208.1
4 Fulss 2530
Lops05 Sequence
Nusber of 18
Lo Scans
& Receiver Gain 45.2
L 98+05 |7 Relasation  1.0000
Delay
|oE+05 |8 Pulse Width 8 0000
J 9 Spectresster 400.18
L1E+05 Frequency
SJ 10 Spectral 81%6.7
N a Ligsos | Waden
v d 11 Lomest ~1828 5
-1E+05 Frequency
7
S 12 Yuelsuz H
FIE+0S | 13 Scquired Size 32788
| 14 Spectral Size 83536
r1E+0G
50000
cDCly
+ 80000
70000
60000
50000
40000
iy 1
30000
20000
| Fl
‘ ‘ J -10000
[ ™ | Lo
+-10000
T T T T T T T T T T T T T T T T T T T T T T T
210 2000 190 150 170 160 150 140 130 120 110 100 80 & 7O 60 50 40 30 20 10 0 -0
£1 (ppm)
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&
g [ Parazeter Value
1 Instrument Avance NEO
F1E-05 100
2 Solvem:
Lipigs |3 Tempersture 2
4 Pulse Sequence zgig
5 ¥Number of 512
FLE+0S Scans
§ Feceiver Gain 32.0
Lipsgs |7 Relaxation 5. 0000
Delar
8 Fulse Wdth  7.0000
80000 3 Spectrometer 7850
Frequency
< . =
Ledooo 10 Spectral Width 312?'1”
11 Lowest —-23875.5
Frequency
70000 12 ¥uecleuz 2851
13 Aequired Size 32788
N = 5 ize 65536
L, 14 Spectzal Size 65536
by 50000
W 7
50000
40000
30000
20000
10000
0
10000
20000
30000
T T T T T T T T T T T T . T T T T T T T
80 60 40 20 0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 -220 -240 -260 -2%0
£l (ppm)
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((4-bromonaphthalen-1-yl)oxy)tributylsilane (31)

. SinB
o INBu3z

o8]
=

N0 WO a0 o NNUNOLOOTO= Do
oo D~ 0 < Lo =+ 00 FSON OO0 @O O — &0 I~ =f
[ RS R - Rl R L e SSdxFImoMmmaMmn HDOO 0
00 000000 Pe P P RAD W0 e e e e W e U D
iy G U e N S P
F2E+07
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I 4 y
1
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|
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T T s
(el w
= @ a =1 =t
o & 2 o w
o o
T T T T T T T T T T T T T T T T T T T
9.8 9.0 BB 8.0 7.5 7.0 6.5 6.0 ag 8.0 4.8 4.0 3.8 3.0 2.5 2.0 LG Lo 0.8
1 (pom)
ol T OINDOW0O o L1E+05
@ O~MND — 3N o @ W = o | =
— 0 O3 O P P W0 00 05 e it 040 Lo,
sl OO NN O~ — i " w0 = 0
= LESRSh SR 0 0 nb. St N S
ESSN =3 N W _
F1EH03
F1E+0G
20000
5) 80000
j CDCly
|
S ” i -70000
YW #
60000
1
)
50000
~40000
30000
20000
thi |
‘ ‘ e
1) |
J \ 4h \ HL—JMAG
—10000
T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 80 B0 70 60 50 40 30 20 10
f1 (ppm)

FParamater

Instrument

Solyent
Tenperaturs

Pulze Sequence
Wunber of Seans

Receiver Gain

Smn e W

Relaxation

Delsy

Bulze Hidth

‘Spectrometer

Fraquency

10 Spectral Hidth

11 Lewest
Frequency

12 Hucleus

13 Aequived Sizs

14 Spectral Size

o m

Farameter

-

Instrument

Solvent

Tezperatuze

Wt ra

Pulse Sequence

o

Fuzber of
Scans

ES

Receiver Fain
Relaxation
Delay

Fulse Width
Spectrometer
Frequency

10 Spectral Width
11 Lowest
Frequency

W m

12 Nueleus

13 Acquired Size

14 Spectzal Size

Value

Awvance HED
400

[CICL3

238.2
530
15

a0, 5

1.0000

&.0000
4000 18

1967
-1623.9

10
32763
BES3E
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_ Pavazstsr  Valus
2E+08
1 Instruzent  Avance
NEQ 400
s |2 Sebvemt oc13
’ 3 Tesmpsrsture I8T.%
4 Pulss
Sequence
[ZEH08 |5 Nusber of 512
Scans
& Receiver Gain 40.3
2E+05 |7 Relszation 50000
Delar
8 Fulse Width 7 0000
L1405 |¢ Spectrometer 79.50
Frequeney
10 Spectral 312500
B Width
[FE<05 11 Loweat —23575.5
Frequency
12 Nueleus 2951

FIE+05 |13 Acquired Size 32788

14 Spectral Size 85536

80000

(60000
-40000
20000
0
+-20000
r—40000

T T T T T T T T T T T T T T T T T T T

80 60 40 20 0 -200 -40 80 -B0 -100 -120 -140 -160 -180 -200 -220 -240 -260 280

£1 (ppm)
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((2-bromonaphthalen-1-yl)oxy)tributylsilane (3m)

. SinB
o INBug

Br

O~ O MON— O NN ORONOMO D—OWNMMITATONO—MNTO RO — O LoE+0T
[EENPERC = Ro g Pabai b TR R At S el ER IR NECRREZCOREd T [
EEEERRRREhEEBRER238HAY RN ERIRHNERRRS s 8BE R —
e e — e | op.q7 |1 Instrument
2 Solvent
FIEH0T |3 Tempersture
4 Fulse
EiEr |
Yusher of
Scans
FEH07 |6 Receiver Gain
y 7 Relasation
Delay
L FEHT |5 Pulee Wiath
9 Spectrometer
Ligsgr = Frequemer
10 Spectral
Width
[SEH0E | 11 Lowest
Frequency
Lepsgg | 22 Nucleus
“ 13 Acquized Size
. 14 Spectral Size
aSUuR
5
(( HEE+06
1
1EE+06
—4E+06
COCly -3E+06
| // | |-2£+08
iy :
FE+06
l 'L ' x L_p La
A o
oo q g 1E+06
S R=R=R=F=) o o
S o
T T T T T T T T T T T T T T T T T T
9.5 9.0 85 80 75 7.0 65 60 65 60 45 &0 38§ 30 25 20 L8 1.0 0.3
£1 (pom)
[ NN W00 O Bt
5 HALZRGEE 8 no= T @mo
o GoOGLGUNe ® oo ey 1w, Farazeter
ca TR s i i a8 2 38000
N | N W) K7 1 Instzument
36000
2 Solwvent
l54000 |3 Temperature
CDCly 4 ulie Sequenos
L2000 |5 dusber of
Seans
30000 & Receiver Gain
7 Relazation
Delay
28000 :
8 Pulse Tidth
I 9 Spectromster
20008 Frequency
[ougop | 10 Seeetral Wideh
11 Lowest
Frequency
22000 |15 Yucleus
O 13 Acquired Size
20000 it =S
4‘!> - 14 Spectral Size
i S'Q 18000
[/r -16000
14000
d k12000
10000
8000
6000
R +4000
_I iy | 12000
h % iy . b s Js
+-2000
T i T T T - - T T T T T T ! T T T T T
80 170 160 150 1400 130 120 110 100 90 8¢ 70 60 50 40 30 20 10 0
£1 (ppm)

Valus
Avance
SEO 400
fo k!
2981
=230

Value
Avance
NEQ 400
CDC13
286.8

2epedl
100

S59



5-((tributylsilyl)oxy)quinoline (3n)

. SinB
o INbujz
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1.418
1.413
1.404

coch

e
——

|

I

-1

.00 1

.00 =
09 1
1

-4B+0T

BT

F3EHIT

3BT

BT

BT

3BT

b ZE+0T

F2EH0T

- ZEHT

2T

f-2E+0T

1E+HOT

- LEHIT

- 1E+0T

FEE+O6

- EE+HDR

{AE+HDG

ZE+0R

04
= .00 3

o
P
=1

1581.60
1580.44
~-128.57
_~123.15
122.08
7741
7716
76.91

_~131:53
.

\-1 20.27
112,69

“q49.41

<

CDCly

|

13,96
13.78

4

- EEHG

~GEHE

-5EHIE

~4E-HIE

~4E-HIE

+4EHE

~EHIE

- ZE-HIE

—ZEHIE

~ZEHIE

~1EHI6

~BEHIG

——EEH)5

T T T T T T
0o 80 80

T T T T T T T T T T T
210 200 180 180 170 160 150 140 130 120 110 1
f1 (ppm

R P T R

o o

Farameter

Instrument

Solwent
Temperature
Pulse Sequence
Hunber of Scans
Receiver Gain
Relaxation
Delay

Fulse Width

Speatrometer

Fraquency
10 Speetral Yidth
11 Lowest
Frequency
12 Wacleus
13 Acquired Size
14 Speatral Size

Parameter
1 Instrusent
2 Sclvent
3 Temperature

Fulss Sequence
Yuzber of Scans

Receiver Gain

-1 m

Relaxation
Delay

Pulze Width
Spectrometer
Frequency

10 Spectral Width
11 Lowest
Frequency

@ @

12 Nueleus
13 Acquired

14 Spectral Size

Valne
Avance NEQ
500
CIC13
296.0
230
18
3.0
1. 0000

9 7200
500,15

100000
-1914. 1

1
F2TBE
BSS36

Value
Avancs NEO
500

ez
2960

=530

1

32.0
1,0000

9.7200
500.15

10000, 0
-1914.1
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5-((tributylsilyl)oxy)isoquinoline (30)
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—9.234

.SinB
o) | us

FIE+H0T

1,430
1.388
1.384

L1379
1,360
1,352
1335
1,331

1,302
0,905
0,888
0.870
0,848

|

FIEHT
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I
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CDCly
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5 3 =
bor 5
2033 =

J
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-1
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o
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o

15180
18112
14193
130,86
130,04
127,82
12032
116,62
115 94
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2658
2535
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13,83

4
%
%
<

CDCly

]
bl B A 2 Jﬂm

@ h5.01

0.5

T T T T
210 200 180 180 170

T

T T T
180 150

T T
130 120 110 100 90
f1 {ppm)

T
140

rEE+06

SE+06

r4E+06

3E+06

rZE+06

r1E+06

r—1E+06

50000

[-45000

(40000

33000

(30000

25000

20000

15000

10000

3000

-

- m

© @

1

h¢

1

oo L ra

Farazeter

-

Instrument

Solvent
Temperaturs
Fulss Sequence
uzher of Scans

Receiver Gain

oo o

Relazation
Delar

Fulss Tidth
Spsctromster
Fraquency

10 Spectral Tidth
11 Lowest
Fraquency

w m

12 Yueleus
13 Acquired Sizs
14 Spectral Sizs

Farameter

Instrument

Selvent
Temparaturs
Fulse Sequence
Numher of
Seans
Receiver Gain
Relazation
Delar

Fulzz Width
Spectrometar
Frequency

10 Spectral Fidth

1 Lavest
Frequency

12 ¥ucleus

3 Acquired Size

4 Spectral Size

Valus
Avance NEO
400

CDC13
295.3

530

i

101.¢
1.0000

8. 0000
400.18

8196.7
-1626.3
1H
32768
65536

Value
Avance
NED 400
ez
2%6.9
2230

18

101.0
1. 0000

B. 0000
40018

B186. 7
—1626.8

Se1



4-((tributylsilyl)oxy)phenyl acrylate (3p)

O
X
nBuzSi_ Q/ T.(\
0

7.280
7.014
7.009
6.997
6.992
6.938
6.850
6844
6828
6.625
6.622
6.582
6.579
6358
6.332
6.315
6.289
6.019
65.016
5993
5,980

|
|

f(f/f

CDCly I

¥

+ZEHOT

0922
0.905
0887
0.757
0.751

LZE‘CIT
:ETU?
~2E-07
-ZE+07
~2E+07
~2E+0T
~2E+07
2E+07
—2E+07
F1E-0T
+1E+07
F1E-0T
FIE-0T
[LE07
FSE+06
FEE+06
~7E+06
+BE+06
+BE+06
F4E+06

h ~3E+06
+ZE+06

164.95
—153.40
77.48
7716
76.84

13238
12821
12228

£

cDCly

W Q
HOen

_~26.61
2532

4

(~T0000

13.88
13.85

(-A5000

60000

(-hB000

50000

45000

40000

35000

(30000

(25000

(20000

15000

10000

Fa000

T T T T T T

T T T T T T T T T T T T
210 200 180 180 170 160 150 140 130 120 110 100 90 80 70 B0 GO 40
f1

(ppm}

Pavameter Value
1 Instrument Avance
NEQ 400
2 Salvent o1z
3 Temperstur=  236.9
4 Fulse Sequence 2230
5 XNumher of 18
Scans
8 Receiver Gain 101.0
7 Belamation  1.0000
Delar
8 FPulse Width 80000
§ Spectrometer  400.18
Frequeney
10 Spectral Width
11 Lowest
Fraguency
12 ¥ucleus
13 Acquired Size
14 Spactral Size
Faramster  VYalue
1 TInstrument Avance
FEQ 400
2 Salvent CIC13
3 Tenperatwre 2959
4 Pulse 2530
Sequence
5 Hunber of 16
Scans
& Recsiver Gain 1010
T Relsistion  1,0000
Delay
& Fulse Width 80000
9 Spectremster 40018
Fraquency
10 Spectral 2195.7
Hidth
11 Lowest -1628.9
Fraquency
12 Hucleus 1
13 Acquired Size 32768
14 Spectral Size BS536
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(2-(allyloxy)phenoxy)tributylsilane (3q)

nBu3Si\
6]

O\/\

o TR OMOM OO0 Dro-—cme omwnoo E07
2 20023805 LESGrE® ErhEnonne ZREEE r
q B88 =888 S3IBARS BRERREER 5BER = =
P~ WD W WWw {leR e RIoH e RTs > i o — e — coood
| N Y e = o |1 Instrument Avance NEQ
2507
400
|2 Solvent CDC13
_ |3 Terperaturs 734 5
FET |y puree Sequence zg30
ii Yusber of Seans 16
_ |6 Receiver Gain 0.5
il |7 Y 10000
Delay
J- |5 Pulse Wdth  B.0000
o ’f 0T |g Spectrometer  400.18
Frequency
10 Spectral Width B§196.7
FZEHT |11 Lowest ~1628.9
Frequency
12 ¥ucleus 1
FIESO7 |13 dcquired Size 3
1% Spectral Size
+1E 0T
+1E+07
! -8B 06
H6E 06
-dE06
CDCly
X 1
N 2640
| I A . “_L J
LA . ,
L T T b i ;I" e
g g 83 5 T e= H-2E+06
P o @
T T T T T T T T T T T T T T T T
9.5 9.0 85 &0 T.5 7.0 6.5 &0 65 60 45 40 3 2.5 20 L& 10 0.5
£l (ppm)
o 2 mowns SEE ow b= +2E+05
P FeiotanTad o F =@ & om
2% 8 maakZ o @ G T
e <o S o g B B B © e e 5
[ I~ b il SN e
_ 2 Solvent
[ |5 Tempersture  286.0
4 Pulse Sequence zepgd0
FEEHE 5 Nusber of w0
Scans
FIE+05 |6 Receiver Gain 8.0
7 Relazstion 20000
Lipsog | Deler
8 Pulss Width  3.0000
9 Spectrometer 100,84
e FIEX05 | Frequency
& 10 Spectral Width 23303.5
r1E+05 |11 Lowest —1842.2
Frequency
| ipegs |12 ¥ucleus 13C
13 Acquired Size 32768
| oogop |14 Spectral Size g5535 |
]
L\_ +80000
70000
-60000
50000
40000
+30000
! 1y
20000
J |\ -10000
e ]
+-10000
T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 180 150 140 130 120 110 100 90 B0 70 50 40 30 20 10 o -0

£1 (ppm)
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1976

F2EH03 =y
Farametsr  Valus
Logegs |1 Instruzent  Avance
NEQ 400
_ |2 solvent coe13
[ |, Tesperature 298.0
_ |4 Pulse zeig
rLEHIE Sequence
5 Yusber of 512
FiEs05 Scans
& Receiver Cain 40 3
L1405 |7 Relamstion 5 0000
Delay
Ligegs |8 Fulse Wideh  7.0000
. 9 Spectromster 7950
e W Teadtencr
Vs e FIESGS | e 4 e
pectral 31250.0
_/ P Tidth
/5\\ 80000 | il Lowest
==y B}
Frequency )
Ledogo |12 Yucleus 2951

13 Acquired Size 32768
L7000 |14 Spectral

60000

-50000

40000

30000

20000

10000

—10000

20000

T T T T T T T T T T T T T T
g0 60 40 20 0 -20 -40 -€0 -8 -100 -120 -140 -160 -180 -200 -220 -240 -260 -280
1 (ppm)
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4-((tributylsilyl)oxy)benzonitrile (3r)
CN

nBusSi
*~o

OO BN DO =@ T mo CooOBHN® = o o= E0T
I RMAC SR T oA m OIS ONG T =0 o —
BEREERRIITESER ERIBEER 8588 Parameter Value
B A e &=Ly |1 Instrument  Avamce
NEO 400
7 Selvent cocis
F2B407 3 Temperaturs 208.0
4 Pulse Ssquence 230
5 Mumber of 18
Logso7 Scans
& Receiver Gain 45.2
7 Relamation 10000
L2E+07 Delay
f ( | 8 Pulse Width  8.0000
% Spectvometer  400.13
L oE+07 Frequency
10 Spectral Tidth 81967
11 Lowest -1828.9
~2E+07 Frequency
12 Nucleus 1H
13 Acquired Size 32788
-1E+07 14 Spectral Size 85536
/
} J
N =
=] =1E+07
coely O@/\ N
-SE+06
EE+06
I|
| -4E+06
~ZE+06
|
| | |
e Pl PR & S\ Y| O
L Y won
(1]
g = ~ 8 3 [F-2E+08
o o G g
T T T T T T T T T T T T T T T T T T T
8.8 9.0 8.5 8.0 7.5 7.0 6.5 6. 5.5 8.0 4.8 1.0 3.8 3.0 2.8 2.0 1.8 Lo 0.5
£l (ppm)
o @ oo
o m @® W [rafeR: o Lo s M. 0
= S Sas SEB a8 Fa [—
&x L M=o e Wy o Farameter Yalue
N ~ NN | Tnstrment  dvenes WD
HBE+05 o0
2 Solvent CIcLE
3 Tenperstwrs 2088
LgEs05 |4 Pulse Sequence zepsdl
5 Funber of Scans 200
6 Receiver Gain 20.2
FE+05 [T Relamation 2.0000
Delay
& Pulse Width 60000
L4ESO5 |9 Spectromstsr 10054
Frequency
10 Spectral Width 23608.5
L4E+05 |11 Lowest 1842, 2
Frequency
12 Fucleus 130
LiE+05 |13 Aequived Sizs 32766
14 Spactral Size 65535
~3E+0B
~ZE+0B
cocly .
I -IE+05
l
+ZE+03
I
F1E+03
~50000
|
| 1
) il I Lo
~—30000
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 180 140 130 120 110 100 a0 20 70 60 50 40 30 20 10 o
£l (ppm)
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18.99

[2E+05

2E+05

[F1E+05

~1E+05

F1E+H08

[FLE+05

F1EH)5

[-90000

(80000

30000

(20000

(10000

10000

(30000

-—30000

(40000

a0

T
—40

-60

T T T T T
-80 -100 -120 -140 -160
1 (ppm)

T T T T T T
-180 -200 -220 -240 -260 -280

Parameter

Instruzent

Solvent
Tezperature

Pulse Sequence

oot ora

Fumber of
Scanz

@

Receiver Gain
Relszation
Delay

Pulss Width
Spectrometer
Frequency

10 Spectral Width
11 Lowest
Frequency

w o

12 Yucleus
13 Acquized Size
14 Spectzal Sizs

Valus

Avance NEQ
400

coci3
298.1
zeiz
512

S66
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triethyl(phenoxy)silane (3s)

/\S'
N
QWM D~ QN0 NDW 40 40 40 00 0000 D
el R Rt S TR e R s e FTEROHmO M
P P Pl P P P T €0 0 0 (0 60 0 0 @ O ——-cocoo
el S| el —— sy =ty
4E+07
/ f F3E+07
(J T
~OE+07
BT
~1E+07
H-5E+06
€DCly ‘
\\ I
Lt |,
N i |
odo =+ =
can =2
o o— — @ W
T T T T T T T T T T T T T T T T T T T
95 90 &5 80 75 7.0 &5 60 &5 50 45 40 %5 30 2 2.0 L5 L0 0.5
1 (ppm)
0 T@mm
e Pk 2L ~© FIE+05
o Ao e © R
B —_——— [y e o
| I~ ~ N
HIEHDS
50000
60000
(J 70000
\/Si
O@ 760000
COCly
| 50000
40000
|
30000
+20000
10000
|
- Ho
T T T T T T T T T T T T T T T T T T T T T T T
210 200 150 180 170 160 150 140 130 120 110 100 90 80 0 60 50 4 30 20 10 0 -10
(ppm)

Parameter

Inztrusent

-

Seolvent

[

Temperature

Fulae Sequence

s

Nuzher of
Scanz

Receiver Gain

m

Relasation
Delay

Pulze Width

w m

Spectrometer
Frequency

10 Spectral Width

11 Lowest
Frequency

12 ¥ucleus
13 Acquized Size

14 Spectzal Sizs

Farazeter
1 Instrument
Solvent

Teaperature

Fulse Ssquence

W o e ta

Y¥usber of
Scana

Receiver Gain

Y

Relaxation
Delay

1se Width
Spectrometer
Frequency
10 Spectral Tidth
11 Lowest
Frequency

@

@

12 Nueleus

13 hequire

14 Speetral

Value
Avance
¥EO 400
okt
2381
2230
16

1010
10000

80000
400.18

81987
-1626.8

H
327686
65536

Valus
Avance
NEQ 400
coc13
2552
Eesil
200

8.0
2.0000

80000
100. 84

23808.5
—1842.2
13C

32768

66536

S68



trihexyl(phenoxy)silane (3t)

F3EH0T

F3E+0T
F-3E+07
F2E+0T
F2E+07
f

F2E+07
F-2E+07
1 FIEFOT

F1E+0T

r1E+07

~EE+06

CDCly 1

F2E+06

k

210 A
.00

= p.nd
24.25

ow
=1

-
o
i

F4E+05

185,76
—128.48
121.29
"—-[120 13
77.48
778
T6.84
33,35
3163
23.09
22.74
—14.26

:
:

FEH05

F3E+08

F2E+05

F2E+05

! FoE-05

F1E+05

CDCly

50000

- -—

0

™T
210

T T T 1 T T Ty T T L T T T
190 180 170 160 150 140 130 120 110 100 90 80
£1° (ppm)

T
200

Pazameter

-

Instruzent

Selvent

ok

Tezparaturs
Fulss Sequence
Number of

Scans

oo

@

Receiver Gain

Relazation
Delay

Pulse Width
Spectrometer
Frequency

10 Spectral Width
11 Lowest
Frequency

@ o

12 Nucleus

13 Acquired Size

14 Spectral Size

Farameter

Instrument

Solvent
Temperature

Fulse Sequence

oo wora

Nusber of
Scan=

Receziver Gain

aom

Relaxation

Delar

Fulse Tidth

Spectrometar

Fraquency

10 Spectral Tidth

11 Lowest
Fraquency

12 Fueleus

13 dcquired Tizs

© o

14 Spectral Size

Value

Avance

KEQ 400

299.1
2230
%

32.0

8.0000
400. 18

B196.7
-1628.9

32788

85536

Value
Avenes
NED 400
[k
288.1
2230

2.0
10000

80000
40018

B196.7
—1828.8
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trioctyl(phenoxy)silane (3u)

CON—AWNoOM~ OO 0WE LN N WO S D — P U)miﬂﬁ‘("),aE+UT
Bmon TS0 OD Do o SO0 0Tmng = ow iy
ARRREASEE8288 IEFISERRAR FaER Farameter Value
B B B B B e 2D D 00 DD D -*f‘*‘*‘*f‘*-*; cooo O
e e ety ey A | Instrument  Avance
SEHOT e
2 Salvent CIC13
FIEHIT |3 Temperatwre 2951
4 Pulse Sequence zg30
Limegy |5 Humber of 18
Seans
6 Recsiver Gain 32.0
F2EHOT |7 Relazation 10000
{ Delay
F o f Lopegy | & Fulss #iden 8,000
T g Spactrometsr 40018
Frequency
F2E+D7 |10 Spectral Width 5196.7
11 Lowest 1627, 6
Frequency
FZEHT | 12 Bucleus 1K
LC'@ 13 Acquired Size 32766
_/_/__,w' FOEHDT |14 Spactral Size 5536
- BT
F1EHIT
FIEHOT
FEE+DG
" FEE+0
|
CDCly
F4E+HDG
|
f | FoE+s
LU
J oo Husabid L.
W i
0o = oy [—ZEHE
Sag o 29
i 8, s
T T T T T T T T T T T T T T T T T f T
9.5 80 &5 &0 15 T.0 65 &0 &5 50 4.5 4.0 35 30 25 20 1.5 L0 0§
1 (ppnd
© wam
o Gl FEF B2SBNERA S —
] aaR A e = P e Vel
— —— [ e N 0000 040N OO — ~3E+03 =
TG PSS NS 1 Instrusent Avance NEO
200
3405 2 Solwvent CDC13
3 Temperature 285 1
4 = Sequemce  zz30
FZE+D3 |5 Musber of Scana 18
& Recziver Gain 32.0
7 Relaxation 1. 0000
FZE+H05 Delay
L 3 Pulse Width 8.0000
L Lopeps |§ Spectremeter 400. 18
Frequency
10 Spectral adth 81867
k":_@ Lopsng | 11 Lowest ~1827.8
ot Frequency
_/_/_I 12 Nucleus H
[2E+D5 |12 dcquived Size 32768
H 1£ Spectral Size 83538
FIE+D5
HIE+D5
~1E+05
80000
CcDCly
J 60000
40000
! 120000
JA |
I L Lg
20000
T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 130 140 130 120 110 100 90 B0 7D 60 50 40 30 20 10 0 -10
f1 (ppm)
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triisobutyl(phenoxy)silane (3v)

'y
(0]

7.280
7.273
7.268
7.263
7.233
7.227
6.976
6.958
6.939
6.877
6.858
1.968
1.951
1.935
1.918
1.902
1.885

1.013
0.996

0.821
0.803

A

FEHT

FEHT

[HEHT

[FEEHIT

F2EHIT

[-2EH0T

FZEHIT

F1EHIT

|-BEHIE

-0

T B07=
p.06 1

155,73

—129.47
121.01
120,00
77.48
77.18
76,84
2651
2557

N24.43

K
<

CDCly

T

Paramster

Instrument

Solvent
Temperature
Pulse Sequence
Number of 18
Scans

Receiver Gain 45.2
Relazation 1
Delay

Fulse Width
Spectrometer
Fraquency

10 Spectral Width
11 Lowest

requency

12 ¥ucleus

13 Acquired Size
14 Spectral §

F3EH0G [

F3E+HD

B

F3E+H0S

oo

F2E+HDS

F2E+DG

w m

F2EHIS

Faramster

Instrusent

Sslvent
Tesmperatuze
Pulse Sequence

Fumber of
Scans

& Receaver Gain

Relasation
Delay

Pulze Width

Spectrometer
Frequency

10 Spectral Width

Lokrgs |11 Lowest
Frequency

12 Nueleus

F2E+HDG

13 Acquired Size

14 Spectral Size

F1E+DS
- 1EHDG
1E+DG
80000
60000
40000

20000

20000

T T T T T T T T T T T T T
2100 2000 180 180 170 160 160 140 1300 120 1100 100 80 B0 0 60 B0 40 30 20 10
f1 (ppm)

Value
Avance
KEQ 200
€013
288. 2
2gpedl

8.0

8.0000
100. 64
238095
-1842. 2
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phenoxytriphenylsilane (3w)

774
7710
7,694

-7.690
7.681

7,678

7,667

7,661

7.658

7,502

7,499

7,487

7480

7,474

7.465
7,462

7,450
7,438

7.430
7411

7.394

6,950
6,913
6,906
6.887

T7.143
3

{-7.405

)

6,01 2

9,281
2,00+

4 2‘)6\1

©
o
@
o
m
o
o
=)
-
o
=
o

15507
13554

s

-

13360

_~13032

e

12933

127 .97

13158
120.08

X

F2EHOT

FZE+07

F1E+0T

FIE+OT

FIE+OT

F1E+0T

F1EHOT

FOE+06

f-8E+06

F7E+08

r6E+08

FEE+06

F4E+06

FZE+06

+1E+08

ro

1E+06

~2E+05

-2E+03

2EH0B

F2E+05

~1E+03

1EH05

1E+05

[F1E+05

1E+05

90000

80000

~70000

60000

50000

40000

~30000

10000

10000

T T T T T T

T
00 190 180 170 160 150 140

T
130

T
120

T
110

T T
100 90
£1 (ppm)

13 Acquized

s
14 Spectzal Size

FParameter Value
1 Instrusent Avance NEO
00
2 Solvent CDC13
3 Temperature 298_3
4 Pulze Sequence zz30
5 Number of Scanz 18
& Receiver Gain 1010
7 Relaxation 1. 0000
Delay
B Pulse Width  B.0000
8 Spectrometer  400.18
Frequency
10 Spectral Width B186.7
11 Lowest -15%6.8
Frequency
12 ¥ueleus 1
13 Acquired Size 32766
14 Spectral Size 63338
Farsmeter Value
1 Instrusent Avance NEO
400
2 Solvent €c1s
3 Tesmperatire 288.1
4 Fulse Sequence zgpg30
5 Nusber of Scans 300
6 Receiver Gain B.0
7 Relazaticn 2. 0000
Delar
8 Fulse Width 8. 0000
§ Spectrometer  100.64
Freguency
10 Spectral Width 2380%.5
11 Lowest -1542.2
Frequency
12 Fueleus
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4,4'-bis((tributylsilyl)oxy)-1,1'-biphenyl (5a)

—~_Si-0

7. 448
7426
w7280
6903
6,882
1.426
1.420
1.411
1.402
1,392
1.383
1.368
1,365
1.348

&

s

U,A
o

CDCly

 ——

|

~2EH0T
—ZE-0T
FIE+0T
FZEHT
rZE+0T
F2ZEHT
FZE+H0T
ZEH07
FZEH0T
-2E+07
F1E0T

F1EH0T

F1E-0T
r1E-07
F1EH0T
F9E+06
FEE-06
FTE+06
rEE+06
SE-06
r4E+06
r3E+0B
RIE-06

F1E+06

—1E+06

oW 1

wm W0 I

@
o
©
=3
£
o
o
(=]
-1

—154 82
\134.06
~{27.72
12028

; ,H cDely
-0

F—2E+06

(- 1E+H1G

FIEHIG

80000

(80000

(-Tooo0

60000

50000

40000

(30000

20000

10000

-0

T T T T T T T T T T T T T T T T T T T
210 200 180 180 170 160 150 140 130 120 110 100 @O 80 70 a0 50 40 30
11 (ppm)

Parasster Valus
1 Instrument Avance NEO
400
7 Solvent Lk}
3 Temperature  798.7
4 Pulse Sequence 2g30
5 Yusber of Scans 15
& Recsiver Gain 50.5
7 Relazation 1.0000
Delay

8 Pulse Width  8.0000
5 Spsctrometsr 400018
Frequency
10 Spectzal Tidth 81987
11 Lowast -1828.8
Fraqusncy
12 Fueleus E
13 Acquired Size 32768
14 Spectral Size 65538
Paramater Value
1 Instrunent  Avance
HED 400
2 Selvent cIcLs
3 Temperatwre  298.2
4 Fulse zepsi0
Sequence
5 Funber of 200
Seans.
& Receiver Gain 8.0
T Belawation  2.0000

Delay

'8 Pulse Width 80000

'8 Spectrometer 100.654
Frequency

10 Spectral 73809.5
Width

11 Lowest -1842.2
Fraquency

12 Fueleus 13c

13 hequired Size 32768
14 Spectral Sire BSS3A
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= F2E+05
w
= Lorso5 Parazeter Value
1 Instrument
|2E+05
7 Solvent
[-2E+05 3 Temperaturs
= 4 Pulze Sequence zgig
TS |5 Numher of Seans 512
[opsg5 |6 Receiver Gain 0.3
7 Relazation 5.0000
HE+05 elay
8 FPulse Widih
(-1E-05 § Spectrometer
Frequency
F1E+05 |10 Spectrsl Width 31250.0
11 Lewest -23575.5
HE-05 Frequency
12 Nueleus 2951
[FLE+05 13 Acquired Size 32768
14 Spectral Size 5538
a0000
0000
60000
50000
40000
]
30000
20000
10000
o
|—10000
I—20000
30000
T T T T T T T T T T T T T T T T T T T
80 60 40 20 0 -0 40 60 -850 -100 -120 -140 -160 -180 -200 -20 240 -260 -280

fl (ppm)
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4,4'-bis((triethylsilyl)oxy)-1,1'-biphenyl (S5b)

N\
\/S|_

S

0]

—
O-Si—~

MO NSO - OO0 MmN @ oo ® O
ChInmHaEzadacts CREA83288 Lapar
£E3IRYRINE 553 5888 88RRe
L e N v= R 7w e R =R e ] T159%9995%99 Pozemeler
e e 1 Instrusent
Lag+07 |2 Solvent
3 Temperature
4 Pulse Sequence
5 Musher of Seana
F4EHOT |8 Receiver Gain
7 Relazation
Delay
J' f 8 Fulse Tidth
F4E+0T |3 Spectrometer
Frequency
10 Spectral Width
11 Lowest
L3p+07 Frequeney
12 Yucleus
13 fequired Size
(J ( j 14 Spectral Size
ST — = s F2E+07
(o] Q
22 Vs ‘
~ZE+0T
F2E+0T
cDCly
F1E+0T
1
i
1-5E+06
J l. s IS L L Lo
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w0 o a o
=] S @ o
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T T T T T T T T T T T T T T T T T T T T
9.5 90 85 &0 7.5 7.0 65 60 66 60 48 40 35 30 25 20 L5 L0 0B 0.0
£l (pom)
= oA 2wz i F3E+05
by ahg b ~ = Farameter
T TR " o) | Instrument
el e ~ 5 [
2 Selvent
3 Temperaturs
F2EH
T B Sequence
5 Humber of
Fogeag | Seens
6 Beceiver Gain
7 Belaxation
Fomigg | Deler
8 Pulse Width
9 Spectromster
Logeos | Frequency
10 Spectral Width
P 11 Lowest
< J Lopigs | Freauency
Y 12 el eus
N 2, 13 Adquited Size
N 4N FE+D5 |14 Spectral Size
F1EH0E
C1E+D5
CDCly
F80000
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FB0000
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| |
20000
. =0
20000
7T T T T T T T L T T T T T T T T T T T T T T T
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11 (ppm)

Value
Avance NEO
400

fo i nk
265.4
2230

16

50:8
1.0000

8. 0000
400. 18

§186.7
~-1628.9

1H
32768
65536

Value
drance
FEQ 400
CICLE
2982
2gpe30
200

8.0
2,0000

8. 0000
100,64

23809 5
-1842.2

130
327eE
B5536
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(-80000

[~70000

50000

40000

30000

(20000

10000
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F-10000

f--20000

(~=30000

T. T T T T T T T T T T T T
80 60 40 20 0 -0 -d0 -60 ~-80 ~-100 -120 -140
(ppm)

T
-160

T
-180

T
=200

T
=220

T
-240

T
-260

T
-280

Farameter
1 Instrument
Solvent

Temperature
Fulse Sequeace

Nuzber of
Scana

E3

Receaver Gain

Relaxation

Delay

Fulge Width

§ Spectrometer
Frequency

10 Spectral Width

11 Lowest
Frequency

12 ¥ucleus

13 Acquired Size

14 Spectral Size

Value
Avanee NEQ
100

CBC13
297.8

zgig

512

40.3
5. 0000

7. 0000
79.50

31250.0
—23578.5

2951
32768
65536
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4,4'-bis((trihexylsilyl)oxy)-1,1'-biphenyl (5¢)

I o-s— "

MO ONO@DT — P OO O T @A O 0=  — oo g oW
FTONNODOD WD O —-—RONOWNTOOC — gD O — O o=
TTITEODOD S¥IMMEOOAAON0NARNE 000 Farazeter Valus
P Pe P Pe e 40 40 00 D TS e e s s e s e SO 00 G g
ey N — 1 Tnstrusent Avanes
NED 400
FZE+07 |2 Solvent €oe13
3 Temperaturs  285.3
L 1p+07 |4 Pulse Sequence zg30
5 Yusber of 15
Scans
FEOT |5 Raceiver Gain 50.8

7 Relazation 10000
[1E+07 | Delay
_ﬂ'_ I L 8 Fulze Width 80000

% Spectrometer 400.18

[-1E+07 Freanency
10 Spectral Width 81567
FI1E+07 |11 Loweat -1828.9
| Frequeney
2%
Lopagp 1200l 18
13 Acquired Size 32788
14 Spectral Size 85536
Lep+o6 |
FTE+06
{~6E+06
CDCly [5E+06.
l - 4E+06
s
: - SE+06
I
|- 2E+06
i {-1E+06

3
C

T H g
© a 8 95 —1E+06
= S @ ool
= g g
T T T T T T T T T T T T T T T T T T
9.5 90 &5 &0 7.5 7.0 65 60 &6 50 45 40 35 30 25 20 L& 1.0 G5
1 (ppm)
© © oo
2 oo L3 EBEREE EEETTETTE—— |
& AEE oo e HIE+08 FParaseter  Value
i IR gan RNy ! Tastrumem  vance
HEO 400
|ig+05 |2 Selvent 13
3 Temperature  296.2
4 Pulse Sequence zgpe30
Lig+05 |5 Musber of 200
Scans
& Receiver Gain 8.0
loogoo |7 Relaxstion  2.0000
Delay
8 Fulse Width  8.0000
9 Spectrometer 100.84
80000 Frequency
10 Spectral Width 23809.5
11 Lomest -1842.2
| 70000 Frequencr
12 Nueleus 13€
] 13 Aoquired Size 32768
CDCIy | ! |-60000 | 14 Spectral Size 85538
30000
40000
]
30000
20000
| 10000
J. " Lo
F-10000

LR S R R UL R, L L N O . A0 OO IO . T
210 200 190 180 170 160 150 140 130 120 110 100 90 8O 7O 60 50 40 30 20 10 0 -10

£1 (ppm)
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-20
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-40

—60
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-80 -100 -120 -140 -160 180 -200 -220 -240 -260 -280
(ppm)

50000

40000

~30000

25000

20000

15000

~10000

F5000

——5000

10000

Parameter

Instrument

Solvent
Temperature

Pulss Sequence

m oo ra

Yuzber of
Scans

Feceiver Gain

1w

Relaxation
Delar

Fulse Tidth
Spectrometer
Frequency

10 Spectral Width

11 Lowest
Fraquency

12 ¥ueleus
13 Acquized Size
14 Spectral Size

@ o

Value

Avance
&

€PC13
297.6
g
128

32T

85536

KEQ
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4,4'-bis((triisobutylsilyl)oxy)-1,1'-biphenyl (5d)

—OuoomD Mo NODNNG N OO —m | eg+07
OO O®EO e WOT M —D0 DDHND
SEHE S AH® 6 ARANHHY SBOT Parameter Value
P = R R B = ==
s N e 1 Instruzent Avance
—_— KED 400
' |2 Solvent €DCi3
3 Temperature  295.3
4 Fulse Sequencs zg30
[F4E+0T |5 Nusber of kL3
Seans
& Receiver Gain 101.0
_ |7 Relazation 1.0000
F4E+0T Delay
I ] / 8 Pulse Tidth  B.0000
§ Spectrometer  400.18
. Frequency
! 110 Spectral Width 81987
11 Lowast -1828.9
Frequency
Lsg+07 |12 ¥uclens 1
13 Acquired Size 32768
14 Spectral Size 65538
F2E+0T
—_ = \(5 | 2E+07
o000
N AT T
4 L 407
CDCly
l F1E+0T
[-EE+0E
lj_l
L_L S I
T T it i
5 8 g s
= = o RS L-5E+06
T T T T T T T T T T T T T T T f T T T
9.5 8.0 8.6 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 30 25 2.0 15 1.0 0.5
f1 (pom
@ 0 ©—
s nes Bag 823
z grg bt 4 hid i . Farazetsr  Value
T TN 5 RS [ S
Instrumen Avance
KEQ 400
2 Solvent 13
Looggg |3 Tesperature  286.2
4 Pulse Sequence zgpgdl
5 Number of 200
Scans
k80000 |6 Receiver Gain 8.0
7 Relazation 2.0000
Delay
§ Pulse Width  8.0000
70000 |8 Spectrometer  100.84
Frequency
10 Spectral Width 23809.5
CDCly 11 Lowest -1842.2
| soo00 Frequency
1 12 ¥ucleus 13C
T 13 Acquired Size 32788
o 14 Spectral Size 65536
OO
Sll
40000
! e
30000
| 20000
10000
F l
l I ]
u— T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 a0 10 0 -10
£1 (ppm)
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18,63

H1E+05 Farazeter Valne
1 Instruzent  Avance NEO
. 100
Bz Z Solvent €DC13
3 Tempsrature  297.7
- 1E+08 4 Pulse Sequence zgig
5§ Nusher of 512
Scans
90000 8 Receiver Gain 40.3
7 Relazation  5.0000
Delay
. 80000 § Fulse Width  7.0000
\r 9 Spectrometer 7950
/ =
i i \«S' [ee0 10 En;mn?wa h 32250. ¢
o o Spectral Widt] 50.
Sf N/ N 7/ . 11 Lowest ~Z3575.5
; Lisiin Fraquency
12 Nueleus 2953
P
13 foquirsd Size 32768
50000 14 Spectral Size 65538
40000
30000
- 20000
- 10000
-0
+-10000
20000
~—30000
T T T T T T T T T T T T T T T T T T T
80 60 40 20 0 -20 -40 -60 =80 -100 -120. -140 -160 -180 -200 -220 -240 -260 -280
£l (ppm
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diethyldiphenoxysilane (6)

F1EHT

F1EHT

~9E+06

8E+06

FTE+06

BE+06

-BE+06

[F4E+H06

3E+06

2E+06
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i
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=
T T T T T T T
9.8 2.0 8.8 8.0 @8 7.0 B3 B
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77.48
7718
76.84
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cocl,

633
-4 .55

oo

60000
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50000

~45000

40000

35000

50000

25000

20000

15000

10000

5000

T T T T T T T T T
210 200 180 180 170 160 150 140 130

L-1E+08

Paramster Value
1 Instrument Avance
NEO £00
7 Solvent D13
3 Temperature  295.8
4 Pulse Sequerce zg30
5 Yamber of 15
Scans
& Feceiver Gain 101.0
7 Relaxation 1.0000
Delay
8 Fulse Width  §.0000
9 Spectrometer 400.18
Fraquency
10 Spectral Width §186.7
11 Lawest -1628.3
Fraquency
12 Nucleus 1"
13 Acquired Size 32768
14 Spectral Size 65536
Farameter Value
i Instrument Avancs NEO
2 Solvent fernkl
3 Temperature  286.7
4 Fulse Sequence zgpgdd
5 Nusber of Scans 200
& Receiver Gain 8.0
7 Relazation 2..0000
Delay
3 Pulse Tdth  8.0000
§ Spectromstsr 100084
Frequency
10 Spectral Width 23808.5
11 Lowest -1842.2
Frequency
17 Nucleus 13€
13 Acquired Size 32766
14 Spectral Size 65536
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1-(benzyloxy)naphthalene (7)
O

HIESOT

S R
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o
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e
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1 (ppm
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90000
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1 (ppm)

Faraseter Value
1 Instrusent  Avance
XEQ 400
2 Solwvent CDC13
3 Tesperature 286.5
4 Pulse 2230
Sequence
5 Number of 1§
Seans
& Receiver Gain 101.0
7 Relagation  1.0000
Delay
§ Fulse Width 80000
9 Spectrometer 400,18
Fraquency
10 Spectral §186.7
Tidth
11 Lowest -1628.9
Frequency
12 Nucleus 1H
13 Acquired Size 32788
14 Spectral Size 63536
Farameter Value
1 Instrusent Avance
NEO 400
2 Solvent cpci3
3 Tempersture 207.4
4 Fulse zepedl
Sequence
5 Nusber of 200
Scanz
& Receiver Gain 10.0
7 Relazation  2.0000
Delar
8 Pulse Width  B8.0000
% Spectrometer 100.84
Frequeney
10 Spectral 23808.5
Tidth
11 Lewsst —1842.2
Frequeney
12 ¥ucleus 13C
13 Acquired Size 32788
14 Spectral Size 85536
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naphthalen-1-ol (8)
OH

B O OO0 O O 0 e I O O D o - 1E+07
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Farazeter

-

Instrument

Solvent
Temperature

Pulse Sequence

oo o3

¥umber of
Scans

@

Receiver Gain

Relaxation

Delay

Fulze Tidth

Spectrometer

Frequency

10 Spectral Wadth

11 Lowest
Frequency

12 ¥ucleus

13 Acquired Size

w @

14 Spectral Size

101.0
1.0000

8.0000
400. 18

8188.7
-1628.8

32788
65536

Value

Parameter

Instruzent

Solvent
Temperature

Pulse Sequence

oo oo

Nuzber of
Scans

@

Receiver Gain
Relazation
Delay

Fulse Width
Spectrometer
Fraguency

10 Spectral Width
11 Lowest
Frequency

12 Nucleus
13 Acquired Size

14 Spectzal Size

Avance
NEG 400
€oc13
2%6.7
=epE30
100

B.O
2. 0000

8. 0000
100. 84

23809.
-1842.

ra
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1-(allyloxy)naphthalene (9)
O/\/
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e e e — y Uy tnstrument  vance
¥EO 400
F2E+07 - :
I Selvemt
loE+07 |3 Temperature
4 Fules
Lopsor Sequence
5 Fusber of 18
Lopsor Scans
~ § Receiver Gain 50.8
[2ZE+H07 |7 Relazation 1.0000
Delay
[T |3 Pulse Width 80000
. |9 Spectrometer 400:18
[1E+07 Frequeney
= _ |10 Spectral 7
o [1E+0T Teith
- |11 Lowest -1828.%
Oe Rl s
Liprgr |12 Yucleus 1|
13 Acquired Size 32768
L1E+07 |14 Spectral Size 65536
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£1 (ppm)
o OFTh = DD 0 -oE+06
= O WG E W T = Rex g
3 FoneLoeador g S o (o Paxazeter Value
=T AN S 1 Instrument ;\}'gnce NEO
FEHS |7 Solvent ok
3 Temperature  296.2
FZEH0S |4 Pulse Sequence zgpE3g
5 Nusber of Scans 200
FZE+05  |§ Receiver Gain 8.0
7 Relazation 2.0000
-1E+05 Delay
A~ 8 Pulse Width  B.0000
o | 1E+05 |9 Spectrometer  100.84
Frequency
g =
| pigs |10 Seectral Width 2380.5
11 Lowsst -1842:2
Frequency
FIE0S |12 Nucleus 13¢
13 doquired Size 32788
~IEAD5 |14 Spectral Size 65536
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