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General Information:

'H NMR spectra were recorded on either a 500 MHz or 400 MHz spectrometer.
Chemical shifts are reported in ppm with the solvent resonance as the internal standard (CDCls:
7.26 ppm). Data are reported as follows: chemical shift, multiplicity (s = singlet, d = doublet, t =
triplet, q = quartet, m = multiplet, br = broad), coupling constants (Hz), and assignment. *3C
NMR spectra were recorded on a 125 MHz spectrometer. Chemical shifts are reported in ppm
with the solvent resonance as the internal standard (CDCls: 77.16 ppm). The carbon directly
attached to boron was not observed due to quadrupolar relaxation. !B NMR spectra were
recorded on a 160 MHz spectrometer. Chemical shifts are reported in ppm with boron trifluoride

diethyl etherate as an external standard (BF;O(C;Hs),: 0 ppm).
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S#424654

Single Pulse with Broadband Decoupling - 1800000
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S#433639
Single Pulse with Broadband Decoupling
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S#381680
Single Pulse with Broadband Decoupling
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The following spectra (3c-e, 3h, 3i) represent the reisolated pinacol protected boronic ester from the corresponding DEA-adduct (see Table 1).

O T MO ANN—TOONL TN < NODDWLWL MM—= M DM N
NNNNNNNNS A © ARNRBONNNN OGO N
L N e N T N N o e N T L ™ NANANANANANANANNNN NN —
e m—— | e \/ - 2.8E+07
//20— 1<\ - 2.6E+07
H 2
3%:\ [e) \16— 17 - 2.4E+07
HyC— 5\ /
| SR o
c— 0 /* /13 - 2.2E+07
H38 / (e} 112
3
G O— CHg
9 L
DA 2.0E+07
3¢ - 1.8E+07
- 1.6E+07
- 1.4E+07
f - 1.2E+07
- 1.0E+07
yaved
- 8.0E+06
- 6.0E+06
|
p - 4.0E+06
! o - 2.0E+06
| L ! il | L
L‘-"—— - 0.0E+00
N I i) TARZAY T
5 9 s N - -2.0E+06
< (e2] — ~—
T T T T T T T T T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 3.5 3.0 2.5 2.0 1.5 1.0 0.5

4.0
f1 (ppm)

51



- 7000000

- 6500000

- 6000000

- 5500000

- 5000000

- 4500000

[~ 4000000

- 3500000

- 3000000

- 2500000

- 2000000

[ 1500000

- 1000000

- 500000

[~ -500000

()] (2] N~ © o
[ee) o mn N M~ n <t ™ o < w0
I - © © Lo ©© © R ©
~ < N NN oMM fnl ~ < <
— - o © oo wn (s2] NN
7\
{ 18
HeC \
\ o) 16— 17
"'3(73\1/ 5\
L s N
/4 /13
H3a / 112
(¢}
H39 O— CH
14 15
3¢ |
|
|
|
|
|
|
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 90 80 70 60 50 40 30 20 10

100
f1 (ppm)

52



- 6000

- 5500
- 5000
- 4500
- 4000
- 3500
- 3000
- 2500
- 2000
- 1500
- 1000
- 500
-0

- -500

L1 T

€T

T T

9L'T—

H20

Acetone

I )| L,Jm) N

oy

Froet|

/€6

T €01
- 00T|
* v0T

35 3.0 25 2.0 15 1.0
53

4.0

f1 (ppm)

4.5

7.0 6.5 6.0 5.5 5.0

7.5




21
=20

Lrve
€92

5082 "
68°0€ "

§GE'8€ —

87'SZT~_
ze'8et
ge'8zT

€S TVT —

LL°2/T —

- 19
- 18
17
- 16
15
- 14
- 13
- 12
- 11
- 10

-10

Acetone

10

20

30

40

50

60

70

80

54

100 90
f1 (ppm)

110

120

200 190 180 170 160 150 140 130

210




- 13000000

- 12000000

11000000
10000000

- 9000000

- 8000000

- 7000000
- 6000000
- 5000000

- 4000000

- 3000000
- 2000000
- 1000000
- -1000000

I T

oLl

96T —

S0°S
L0'S~>
TsS—7r
v1's

— [ooct

s

——— Feet
_— T 980

— W 16'T

— Tm.a

0.5

3.0 2.5 2.0 1.5 1.0

3.5

4.0
f1 (ppm)

4.5

5.0

5.5

6.0

6.5

7.0

7.5

55



- 3800000

- 3600000

- 3400000

3200000

- 3000000

- 2800000

- 2600000

[~ 2400000

- 2200000

- 2000000

- 1800000

- 1600000

I~ 1400000

- 1200000

- 1000000

- 800000

- 600000

- 400000

- 200000

ro

[~ -200000

- -400000

- -600000

3 8 5 BBIFAR 5 8943 2 9 2T
I = © W0 PD D L © MmMdax N @ QW
~ < ®» NN NN ] © ~ A
- — - o o] N~~~ o (s2] NN
[ =N I N Y
CH; C
H30\1I9 %1 CH3
20 /17_15/22
N
" o
¥ i
2 2 14
25\ /2 3e 10\ /12 |
26 11
|
I I ! I
| | |
T T T T T T T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 90 80 70 60 50 40 30 20

100
f1 (ppm)

56



3h

// Vs

180{
3.09
0.90 -
111

1 12.52=

[~ 420000V
- 4000000
- 3800000
- 3600000
- 3400000
- 3200000
- 3000000
- 2800000
- 2600000
- 2400000
- 2200000
- 2000000
- 1800000
- 1600000
- 1400000
- 1200000
- 1000000
- 800000
- 600000
- 400000
- 200000
0

- -200000

2.0



1700

1600

- 1500

- 1400

- 1300

1200

1100

- 1000

™ 900

I~ 800

S O N NN @®Q N T O
o N=QN O o M=o
= IRal =& ARR
o~ MmN OO o n < <
o~ O NN <+ ™M NN AN
(e}
6
1
2/ l\/5
— 4\
(0]
7 I\ _CH
I "o 15
o/ ~
8 9 C
|\ 14
CHy
CHg2
33
I
|
3h I
|
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 -10

f1 (ppm)

58



o o
H31%\ | I~ %HS
14—

~NWLYWSO e
~NNNOOO NN
aaaaaa |

5500

5000

- 4500

4000

3500

3000

2500

2000

1500

1000

™ 500

10
8\ 9/
3k
|
i
l M A
A
o @
S o
™ —
T T T T T T T T T T T T T T T T T T T T T T T
7.5 7.0 6.5 6.0 5.5 5.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

4.0
f1 (ppm)

59

~-500



- 6500

™ 6000

- 5500

™ 5000

4500

4000

- 3500

™ 3000

2500

2000

- 1500

™ 1000

- 500

~-500

60

8 598 g < oo © mo 0
o © © © o @ ™o © oY ©
[52] N NN - < ~ I~ © < < o
- — - [ee] N~~~ NN N
N
CH; CHy
18 17
HaC( | |/%H3
/14—13
(0]
a9
B
}1
2 N
| 7/\1/ \3/4\N
5
| | .
/10
N 3K
|
|
I
AR M M‘ VA Wwwwwww
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
140 135 130 125 120 115 110 105 100 95 90 85 %0( )75 70 65 60 55 50 45 40 35 30 25 20 15
ppm



