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NMR Diarylmethanols Spectra
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NMR Diarylmethanols Spectra
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HPLC data HPLC data
(2-naphthyl)(phenyl)methanol (2a, ent-2a)
HPLC: Chiralcel OD column, 'PrOH/Hex 10/90, 1 ml/min, A = 254 nm.
OH
Racemic
v ‘.,H
300 II ‘,I
Time Area Height Width Area% | Symmetry
1 18.093 15278.5 414.3 0.5614 49.905 0.709
2 22.014 15336.9 337.6 0.6805 50.095 0.697
From triphenylboroxin to 2-naphthaldehyde
:::: 7 o
200 N '(0?
[u] ;NSZ#'\
Time Area Height Width Area% | Symmetry
1 17.562 | 44011.2 1101.8 0.6658 97.308 0.530
2 21.372 1217.4 294 0.6902 2.692 0.724
ee% 95
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From tri(2-naphthyl)boroxin to benzaldehyde

HPLC data

.z 8 8 3 ¥tk td

Time Area Height Width Area% | Symmetry
1 17.621 613.4 18.9 0.5414 2.945 0.756
2 20.897 | 20218.3 418.3 0.8056 97.055 0.518
ee% 94
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(phenyl(o-tolyl)methanol (2b, ent-2b)

HPLC: Chiralpak AD-H column, 'PrOH/Hex 1/99, 1 ml/min, A =220 nm.
OH

Racemic

Tlme Area Height Area% Height% | Symmetry

1 27,192 10305572 | 322951 49,921 53,284 1,211

2 30,917 10338147 | 283138 | 50,079 46,716 1,256

From triphenylboroxin to o-tolualdehyde

400000 (:)H
0 1 Vj\‘
24‘.0 26‘.0 2{;,0 Re\en\iolvo#me frind 32‘,0 34‘,0 3é,0 38,0‘
Time Area Height Area% Height% | Symmetry

1 25,150 11289060 | 384742 98,295 98,352 1,184

2 27,925 195786 6445 1,705 1,648 1,020
ee% 97
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From tri(o-tolyl)boroxin to benzaldehyde
OH
Time Area Height Area% Height% | Symmetry
1 27,917 683765 21852 3,194 3,908 1,071
2 31,558 20724550 | 537299 | 96,806 96,092 1,442
ee% 94
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(o-methoxyphenyl)(phenyl)methanol (2c)
HPLC: Chiralcel OD column, 'PrOH/Hex 2/98, 1 ml/min, A =220 nm.
OH
Racemic
: Y4
o] I
| ¥
- |II I. J'III |
= r'll JI: \
Time Area Height Width Area% Symmetry
1 45.970 52232.6 |549.3 1.5848 49.980 0.719
2 56.616 52274.7 |400.8 21735 50.020 0.554
From triphenylboroxin to o-methoxybenzaldehyde
A
o
Time Area Height Width Area% Symmetry
1 42.326 531.3 6.6 1.3389 3.599 0.612
2 53.476 14230.2 | 1194 1.9863 96.401 0.615
ee% 93
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(o-chlorophenyl)(phenyl)methanol (2d)

HPLC: Chiralcel OD column, 'PrOH/Hex 2/98, 1 ml/min, A = 254 nm.

Racemic
] A g
o | I'-I I,.'i:
| I \ I l'l
I | f
a0 | I'. .,3 \
3 [ [
m II| I.\.I
: / . .\'\‘
Time Area Height Width Area% Symmetry
1 26.704 57394.7 |911.3 0.9428 49.915 0.697
2 35.100 57590.6 | 757.0 1.0219 50.085 0.790
From triphenylboroxin to o-chlorobenzaldehyde
|'II\‘\é
JI ]II
Fo
JI Il
|
Time Area Height Width Area% Symmetry
1 26.552 813.1 13.2 1.0298 93.794 0.723
2 34.882 53.8 7.8E-1 1.1521 6.206 0.913
ee% 88
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(o-bromophenyl)(phenyl)methanol (2¢€)
HPLC: Chiralcel OD column, 'PrOH/Hex 2/98, 1 ml/min, A =220 nm.
Br OH
Racemic

N A :
"“’: |I I'! lﬂ‘

] [

5 n

| [

| | \

Time Area Height Width Area% Symmetry

1 29.158 60506.6 | 906.2 0.9774 49.885 0.656
2 43.205 607854 | 678.5 1.1796 50.115 0.887
From triphenylboroxin to o-bromobenzaldehyde

w A Br OH

|

]l [
5 .
= [ L
: \ - A o
Time Area Height Width Area% Symmetry
1 28.976 10352.5 | 163.4 1.0556 94 .955 0.777
2 42.335 550.0 7.1 1.2971 5.045 0.827
ee% 90
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(m-chlorophenyl)(phenyl)methanol (2f)
HPLC: Chiralcel OD column, 'PrOH/Hex 2/98, 1 ml/min, A =220 nm.
OH
T
Racemic
s ."%‘Zﬁ : j
m II, \ ,
m ] r" \
12504 ! |
e r | ._
- ‘ II| III "._‘I..I
wo | I| \
Time Area Height Width Area% Symmetry
1 40.980 234199.5 | 2021.2 1.9312 49.728 0.472
2 45.699 236760.5 | 1832.5 2.1533 50.272 0.477
From triphenylboroxin to m-chlorobenzaldehyde
-] i OH
| | -
| f "._ Cl
” II" "I
Py |
Time Area Height Width Area% Symmetry
1 41.530 284.2 3.5 1.3475 4.588 0.860
2 45.908 5910.1 62.0 1.5883 95.412 0.776
ee% 91
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(phenyl)(p-tolyl)methanol (2g, ent-2q)
HPLC: Chiralpak AS-H column, 'PrOH/Hex 5/95, 1 ml/min, A = 254 nm.
OH
Racemic
"l 1
| A
| | l". ;—;e‘»
1 P N\
i | | 4
] | [
- ! |
| | |
200 | I".I |
| \ 'I
| \ |
_ I r I\." - o -
Time Area Height Width Area% Symmetry
1 8.346 10049.8 | 511.9 0.3272 51.097 0.478
2 9.166 9618.2 416.6 0.3848 48.903 0.495
From triphenylboroxin to p-tolualdehyde
~ oH
= f"ll &f_\.@"‘\
Time Area Height Width Area% Symmetry
1 8.893 34032.5 | 1950.7 0.2908 97.461 0.754
2 9.747 886.7 47.9 0.3082 2.539 0.879
ee% 95
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From tri(p-tolyl)boroxin to benzaldehyde

HPLC data

OH

1

[

Time Area Height Width Area% Symmetry
1 8.766 629.7 36.4 0.2887 1.385 1.064
2 9.506 44827.5 | 2277.5 0.3281 98.615 0.768
ee% 97
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(p-methoxyphenyl)(phenyl)methanol (2h, ent-2h)

HPLC: Chiralpak AD-H column, 'PrOH/Hex 10/90, 1 ml/min, A = 220 nm.

Racemic
i 1 4
i
o [ [
: || [
- [ [
.I | |
i | |
v |
Time Area Height Width Area% Symmetry
1 13.261 13233.4 | 746.5 0.2955 49.543 0.888
2 14.435 13477.7 | 698.1 0.3218 50.457 0.902
From triphenylboroxin to p-methoxybenzaldehyde
OH

Area% Symmetry

Time Area Height Width
1 14.23 14849.5 |731.5 0.3136 98.046 0.735
2 15.313 295.9 13.3 0.3271 1.954 0.742
ee% 96
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From tri(p-methoxyphenyl)boroxin to benzaldehyde
OH
400000 | H3CO
0 V/#\A . T
Time Area Height Area% Height% | Symmetry
1 13,667 318277 20863 3,170 3,878 1,040
2 14,892 9721581 | 517162 96,830 96,122 1,039
ee% 94

S48



Electronic Supplementary Material (ESI) for Organic and Biomolecular Chemistry

HPLC data

This journal is © The Royal Society of Chemistry 2011
(p-chlorophenyl)(phenyl)methanol (2i, ent-2i)
HPLC: Chiralpak AD-H column, 'PrOH/Hex 10/90, 1 ml/min, A = 220 nm.
OH
Cl l l
Racemic
Time Area Height Area% Height%
1 8,642 5394947 | 527194 49,900 52,619
2 9,333 5416666 | 474717 50,100 47,381
From triphenylboroxin to p-chlorobenzaldehyde
OH
Time Area Height Area% Height%
1 8,200 7075645 | 750227 96,622 96,775
2 8,792 247354 24999 3,378 3,225
%ee 93
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From tri(p-chloropheyl)boroxin to benzaldehyde

600000 |
2 400000
z
]

200000

v

OH

SO

T T T
7.0 75 8.0 85

T
9,0

T T
95 100
Retention Time [min]

HPLC data

Time Area Height Area% Height%
1 8,717 500093 | 51521 5,785 6,621
2 9,533 8144767 | 726583 | 94,215 93,379
%ee 88
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(phenyl)(p-(trifluoromethyl)phenyl)methanol (2j)
HPLC: Chiralcel OD column, 'PrOH/Hex 10/90, 1 ml/min, A =220 nm.
OH
BORG
Racemic
.-5‘;.*;9‘“ s &
o] H
_fl ,.-"
f
Time Area Height Width Area% Symmetry
1 11.246 720.6 29.0 0.4139 49.829 0.703
2 12.400 725.6 25.8 0.4691 50.171 0.656
From triphenylboroxin to p-(trifluoromethyl)benzaldehyde
oH

- i
Time Area Height Width Area% Symmetry
1 11.142 2263 93.3 0.3695 95.679 0.627
2 12.303 102.2 4.1 0.4127 4.321 0.726
ee% 91
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(2-furyl)(phenyl)methanol (2k)

HPLC: Chiralcel OD column, 'PrOH/Hex 2/98, 1 ml/min, A =220 nm.

HPLC data

OH
X
\ 0
Racemic

-] A

| | ':I qu
- I
| \

! |
00 4 |I

/ . -
Time Area Height Width Area% Symmetry

1 32.940 78931.5 |1063.4 1.0292 50.039 0.545
2 41.491 78807.8 |841.9 1.2648 49.961 0.530
From triphenylboroxin to 2-furfural

A or

w 'II. III'\ N -

] i \ 0

Time Area Height Width Area% Symmetry
1 34.609 2571.5 36 1.1917 7.498 0.765
2 43.491 31723.2 | 340 1.5549 92.502 0.691
ee% 85
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(phenyl)(2-thienyl)methanol (2I)
HPLC: Chiralcel OD column, 'PrOH/Hex 2/98, 1 ml/min, A =220 nm.
OH
X
\ S
Racemic
B Y
Al
., I!'I I"ill I."J
I |
. [ |
Time Area Height Width Area% Symmetry
1 37.775 7095.5 87.5 1.3519 49.913 0.716
2 42.120 7120.2 79.7 1.4893 50.087 0.739
From triphenylboroxin to 2-thiophenecarboxaldehyde
- i o OH
| f »‘{’ B
.“E I|:I I".I \
[ \ g
! [
o] s '
Time Area Height Width Area% Symmetry
1 37.024 949.7 13.5 1.1758 4.634 0.789
2 40.921 19544.6 | 230.0 1.4163 95.366 0.677
ee% 91
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1,3-diphenylprop-2-en-1-ol (2m)

HPLC: Chiralpak AS-H column, 'PrOH/Hex 5/95, 1 ml/min, A = 254 nm.

o C

HPLC data

Racemic
i i
m. | I, II| |Il
‘_-,,.; || | I| |
- [ [
] | ,i'
Time Area Height Width Area% Symmetry
1 11.035 31013.6 | 1930.8 0.2677 49.890 0.788
2 12.653 31150 1671.3 0.3106 50.110 0.794
From triphenylboroxin to (E)-cinnamaldehyde
-] OH
|II III \ -
I ‘O ‘O
] |
|
Time Area Height Width Area% Symmetry
1 10.872 20873 1292.2 0.2692 90.918 0.802
2 12.463 2085.2 118.4 0.2936 9.082 0.931
ee% 82
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HPLC data
3-(p-methoxyphenyl)-1-phenylprop-2-en-1-ol (2n)
HPLC: Chiralcel OD column, 'PrOH/Hex 10/90, 1 ml/min, A = 254 nm.
OH
O~
H,CO
Racemic
Time Area Height Width Area% Symmetry
1 18.618 6847.2 165.4 0.611 47.049 0.644
2 21.092 7706 162.5 0.7006 52.951 0.683

From triphenylboroxin to (E)-p-methoxycinnaldehyde

A
OH
N H,CO
Time Area Height Width Area% Symmetry
1 18.237 4631.2 116 0.6653 9.424 0.668
2 20.548 44511.8 | 956.1 0.776 90.576 0.682
ee% 81
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3-(2-furyl)-1-phenylprop-2-en-1-ol (20)

HPLC: Chiralpak AS-H, 'PrOH/Hex 5/95, 1 ml/min, A = 254 nm.

OH
O XX
\ |
Racemic

m. II III|| r’f

: | .'
_.m_: II| lll III.

Time Area Height Width Area% Symmetry

1 12.855 59056.1 | 2320.0 0.4026 49.799 0.733
2 16.131 59533.3 [ 1772.4 0.5167 50.201 0.591
From triphenylboroxin to (E)-3-(2-furanyl)acrylaldehyde

on

Hmi I!I Illl O X -

wo ] .

| || ;Iul
I ]II".I H ﬂﬁ"\.
Time Area Height Width Area% Symmetry
1 12.859 65746.3 | 2863.9 0.3826 93.738 0.692
2 16.251 43921 159.0 0.4603 6.262 0.817
ee% 87
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HPLC data
(p-chlorophenyl)(o-tolyl)methanol (2p, ent-2p)
HPLC: Chiralpak AD-H, 'PrOH/Hex 5/95, 1 ml/min, A = 254 nm.
OH
Cl I l

Racemic

Time Area Height Area% Height% | Symmetry
1 11,842 563756 38994 50,022 51,883 1,062
2 12,558 563267 36164 49,978 48,117 1,109
From tri(o-tolyl)boroxin to p-chlorobenzaldehyde

OH
Cl I l
10,0 10‘.5 11‘,0 11‘.5 12‘,0 12",22%”“0%‘:3‘_.[?“ [mﬁ‘ﬁ 14‘,0 14‘,5 15‘,0 15‘,5 16,0‘

Time Area Height Area% Height% | Symmetry
1 12,333 81554 5514 94,382 94,926 1,059
2 13,325 4854 295 5,618 5,074 0,936

ee 89%
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From tri(p-chlorophenyl)boroxin to o-tolualdehyde
15000 | OH
10,0 1(3:,5 11,0 11,5 12‘,0 12‘ézlen[ioln:;+?ne [m%—?]‘ls 14‘.0 14‘,5 15‘,0 15‘.5 16,0‘
Time Area Height Area% Height% | Symmetry
1 12,042 3574 285 2,767 3,532 0,961
2 13,000 125565 7783 97,233 96,468 14863
ee 94%
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(p-chlorophenyl)(p-tolyl)methanol (2q, ent-2q)
HPLC: Chiralcel OD column, 'PrOH/Hex 5/95, 1 ml/min, A =220 nm.
OH
CI
Racemic
] |

Time Area Height Width Area% Symmetry
1 14.562 58692.2 1768.5 0.5056 49.831 0.601
2 15.977 59090.4 1543.1 0.5748 50.169 0.578
From tri(p-tolyl)boroxin to p-chlorobenzaldehyde

o oH
C|

Time Area Height Width Area% Symmetry
1 14.373 34535.8 1081.3 0.5323 98.389 0.631
2 15.736 565.5 21.0 0.4496 1.611 0.617

%ee 97
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From tri(p-chlorophenyl)boroxin to p-tolualdehyde

HPLC data

5 OH
.'I!l \ Cl
b
Time Area Height Width Area% Symmetry
1 14.431 45.9 1.6 0.4884 8.167 0.685
2 15.75 516.6 14.8 0.5818 91.833 0.646
%ee 84
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(2-naphthyl)(p-tolyl)methanol (2r, ent-2r)
HPLC: Chiralcel OD column, 'PrOH/Hex 5/95, 1 ml/min, A = 254 nm.
OH
Racemic
o] f.-é;\fﬁ' § &
Time Area Height Width Area% Symmetry
1 29.117 5846 82.6 1.1802 49.993 0.607
2 32.987 5847.7 73.3 1.3299 50.007 0.579
From tri(2-naphtyl)boroxin to p-tolualdehyde
oH
| /
Time Area Height Width Area% Symmetry
1 27.178 4611.7 75.1 1.0228 99.041 0.621
2 30.679 44.7 8.6E-1 0.8649 0.959 0.696
ee% 98
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From tri(p-tolyl)boroxin to 2-naphthaldehyde

HPLC data

VS
; [ OH
Time Area Height Width Area% Symmetry
1 27.222 96.8 1.8 0.8848 2.383 0.662
2 30.425 3966.7 59.5 1.1115 97.617 0.565
ee% 95
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(p-methoxyphenyl)(2-naphthyl)methanol (2s, ent-2s)

HPLC: Chiralcel OD column, 'PrOH/Hex 10/90, 1 ml/min, A = 254 nm.

OH
cho

Racemic

Time Area Height Width Area% Symmetry
1 21.636 18806.8 | 358.5 0.8041 49.909 0.596
2 25.838 18875.6 | 283.2 1.0047 50.091 0.543

From tri(2-naphtyl)boroxin to p-methoxybenzaldehyde

OH
A HaC o

2
Time Area Height Width Area% Symmetry
1 20.992 5417.8 112.4 0.8035 96.145 0.636
2 25.184 217.2 4.1 0.8845 3.855 0.706
ee% 92
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From tri(p-methoxyphenyl)boroxin to 2-naphthaldehyde

HPLC data

T OH S
“1 HsCO | \

200 4 | \.I.\

: [\

- / AN

Time Area Height Width Area% Symmetry
1 21.330 777.9 17.6 0.6211 3.024 0.699
2 25.101 24943.8 | 420.5 0.9886 96.976 0.510
ee% 94
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(p-chlorophenyl)(2-naphthyl)methanol (2t, ent-2t)

HPLC: Chiralcel OD column, 'PrOH/Hex 10/90, 1 ml/min, A = 254 nm.

OH
CI

Racemic

Time Area Height Width Area% Symmetry
1 19.301 9094.5 202 0.6821 49.991 0.605
2 21.632 9097.8 167.8 0.8276 50.009 0.553

From tri(2-naphtyl)boroxin to p-chlorobenzaldehyde

" | OH
I | \II‘-. Cl

e
Time Area Height Width Area% Symmetry
1 19.749 5561.8 122.4 0.7576 96.491 0.64
2 22.377 202.2 4.3 0.7749 3.509 0.732
ee% 93
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From tri(p-chloropheyl)boroxin to 2-naphthaldehyde

HPLC data

Time Area Height Width Area% Symmetry
1 18.037 472.9 12.2 0.6486 6.047 0.716
2 20.391 73471 150.5 0.8135 93.953 0.589
ee% 88
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(2-naphthyl)(p-(trifluoromethyl)phenyl)methanol (2u)
HPLC: Chiralcel OD column, 'PrOH/Hex 10/90, 1 ml/min, A = 220 nm.
OH
Racemic
1 .Ill -IIII I!I.
o] | ‘ f
Time Area Height Width Area% Symmetry
1 20.112 11037.5 | 250.1 0.6652 50.050 0.705
2 22.884 11015.6 | 218.2 0.7427 49.950 0.692

From tri(2-naphtyl)boroxin to p-(trifluoromethyl)benzaldehyde

+F

Y OH
Time Area Height Width Area% Symmetry
1 19.755 8604 189.4 0.7572 95.008 0.632
2 22.543 452.1 9.5 0.7962 4.992 0.667
ee% 90

S67




Electronic Supplementary Material (ESI) for Organic and Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2011 HPLC data
(o-tolyl)(p-(trifluoromethyl)phenyl)methanol (2v)
HPLC: Chiralcel OD column, 'PrOH/Hex 10/90, 1 ml/min, A =220 nm.
OH
T T
Racemic
-
,m‘ |'I { I-".Tg
= |II n]-, .I II"l
m [ ", Inl '|I
m |I ll'.l. Irll I'|I
Time Area Height Width Area% Symmetry
1 10.930 46896.9 | 1759.5 0.4442 49.672 0.595
2 12.455 475159 | 1673.6 0.4732 50.328 0.897
From tri(o-tolyl)boroxin to p-(trifluoromethyl)benzaldehyde
] ;" F4C ‘ ‘
o) [
] : y..»“'yl .-".J
Time Area Height Width Area% Symmetry
1 10.905 1163.6 48.0 0.4039 5.644 0.684
2 12.222 194529 |710.2 0.4565 94.356 0.778
ee% 89
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HPLC data

(p-tolyl)(p-(trifluoromethyl)phenyl)methanol (2w, ent-2w)

HPLC: Chiralcel OD column, 'PrOH/Hex 10/90, 1 ml/min, A = 220 nm.

OH
F3C

Racemic

-] . j
.w [ | II: III".

| | |

Time Area Height Width Area% Symmetry
1 9.137 14301.6 | 669.7 0.3259 50.183 0.65
2 10.824 14197.3 | 570.1 0.415 49.817 0.669
From p-tolylboroxin to p-(trifluoromethyl)benzaldehyde
OH

| 5 A
Time Area Height Width Area% Symmetry
1 9.087 32980.3 | 1622 0.3389 94.375 0.618
2 10.731 1965.7 91.5 0.3581 5.625 0.698
ee% 89
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From tri(p-(trifluoromethyl)phenyl)boroxin to p-tolualdehyde (and 10% mol of

DIMPEG)
'::, ”? rd OH
i Fo
Time Area Height Width Area% Symmetry
1 9.274 542.1 26.4 0.3419 2.674 0.670
2 11.009 19728.5 | 830.8 0.3958 97.326 0.634
ee% 95
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(p-chlorophenyl)(p-(trifluoromethyl)phenyl)methanol (2x)

HPLC: Chiralcel OD column, 'PrOH/Hex 5/95, 1 ml/min, A =220 nm.

OH
F3C” ‘ ‘ ~Cl

HPLC data

Racemic
a0 . I!I J.-'""\I
] !
|I Il'l 'II
Time Area Height Width Area% Symmetry
1 15.217 16111.8 | 459.5 0.5371 49.845 0.7
2 16.665 16211.8 | 417.6 0.597 50.155 0.684

From tri(p-chloropheyl)boroxin to p-(trifluoromethyl)benzaldehyde

OH
F3C” ‘ ‘ Ne!

] ; \ o
Time Area Height Width Area% Symmetry
1 15.180 51350.8 | 1449.2 0.5906 98.102 0.650
2 16.718 993.4 30.8 0.538 1.898 0.669
ee% 96
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