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Conversion and selectivity factor calculation:

The enantiomeric excess (ee) was determined from HPLC. Conversion and selectivity factor for

kinetic resolution was calculated based on following equations.

ees = ee of the recovered starting material

eep = ee of the product.

In[1-Cy1-eeq)]

Cc= S=
ee; + ee, In[1-Cy(1+eey)]



Rate data (Fast and slow enantiomer)

OH 1 (0.5 equiv) QSi@Y
B 2a-d,f-j (1.0 equiv) - 3
@O iProEtN (1.0 equiv) @(}
4 A sieves, THF
(R)-5 -78 °C, 30min - 5 h (R)-6a-d, -
Entry X Trial 1 Trial 2 Average
(mmol/min) | (mmol/min) | (mmol/min)
1 H 13.1 10.8 11.9
2 Br 66.3 66.2 66.3
3 Cl 70.4 64.6 67.5
4 F 32.1 31.1 31.6
5 OMe 0.10 0.08 0.09
6 Me 0.71 0.73 0.73
7 Et 0.38 0.34 0.36
8 iPr 0.80 1.2 1.0
9 tBu 0.25 0.33 0.29
OH 1 (0.5 equiv) OSi@Y
2a-d,f-j (1.0 equiv) 3
iProEtN (1.0 equiv)
4 A sieves, THF
(S)-5 -78 °C, 30min - 5 h (S)-6a’-d’, f'-j'
Entry X Trial 1 Trial 2 Average
(mmol/min) | (mmol/min) | (mmol/min)
1 H 1.2 - 1.2
2 Br 9.5 - 9.5
3 iPr 0.056 - 0.056
4 OMe 0.015 0.018 0.017
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HPLC traces of silylated tetralol product

Kinetic Resolution for Table 2, Entry 1:

Q0
O

Starting material:

Al 3 5 a3 )y
- fry &Y
s A 20 A
104 A [\ . "\
[ | A0 I A
i3 [ [ |
. [ [ “ [}
iR { ‘\ f \ 13 | \ :
0 - [ Ok :
0] [ o\ e :
0 I_./f . J/’ . IE L .
— . T — T ‘ — .
] i ¥ i i i i ! mro A i i 4 e} B il i) A i
Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area
¥  [min] [min] [mAU*s] [mAU] % $  [min] [min] [mAU* 5] [mAU] 3%
| e [ |- [—————- [ -l |— [ |- [———— [
1 25.19¢ BB 0.5511 6.89224ed4 1951.44873 49.8380 1 23.444 BB 0.5480 1.29037e4  358.46704 85.2557
2 28.698 BB 0.5992 6.93704ed 1797.63550 50.1620 2 26.814 BB 0.5385 2231.59790  £3.42804 14.7443
Product:
:?j f§"~ 5
1 fo &
[
iy P8 . . .
1 @,} R Peak RetTime Type Width Area Height Area
i 3 g [ #  [min] [min] [mAU*s] [mAU] %
4 b ,f '.‘ el [~ [-——=mm - |-=—— [-————--- [
" A i \ 1 25.444 MM 0.5601 760.68744 22.63615 14.8673
“/\ / k 2 28.846 MM 0.6356 4355.80957 114.22256 85.1327
i A ] B 2 B ] 1 mir
# ersm% errr% C% S Savg
1 85:15 15:85 50.1 11.9
11
2 91:9 19:81 57 10.9

errr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 2:

o
5B

Starting material:

Al g
Al 2 L o
' - f?";
- N A R \
f b
4 i g
0 X :
1 ,\
10- ﬂ T T ‘ T T T T T T T 1 T T
R — —— ' ——— —r— i i B 4 5 ] 7 ] ;! | w
i 2 4 U ] bl ] ] i 1 i
Pezk RetTime Type Width Lrea Height Lrea Pea‘lk RetT.‘ime Type Wi(:ith Area Height Area
#  [min] [min]  [mAU*s] [mAU] % #  [min] (min]  [mAU*s] [mAU] 5
e [-——-1 | e |- | === |-—==]-- [-——=————- |- [-————--- |
1 23.328 BB 0.4235 1285.45569  46.88860 49.9413 1 23.008 BB 0.4518 3378.60352 112.68031 74.9%64
2 26.178 BB 0.4755 1288.47522  41.58698 50.0387 2 25.732 BB 0.5144 1176.41492  33.40834 25.0036
Product:
it A ¢
ik fh", ri\q'
In
5 \,_:\ j j#a Peak RetTime Type Width Area Height Area
IE o @'.‘ Al $# [min] [min]  [mAU*s] [mAU] 3
LY [ e e [-—==mmm |-——mm - - \
H ad oA
¥ | 1 23.336 MM 0.4681 58.11871 2.06940 20.9576
3 N [ 2 25.911 MM 0.5463 219.19681  6.68709 79.0424
15 I\ / \
ﬂ'_-*__ﬁi; |_4/_ -
L L N B I LN IR IR AL I
i i bA A ] i i 3 b K] mr
# ersm% errr% C% S Savg
1 75:25 21:79 46.3 6.1
6.0
2 77:23 21:79 48 6.4

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 3:

o
vola

Starting material:

Al
40

500

sa
T S7aas

1 B |
i

Q
2
’ “‘ “'\ f‘ “‘- ] ;
] [\ i\ \ f
a [ [\ e [\ f\
| “" “1 \
1 | \ f \ 104 ! |
f | \ | \ |
/ \,/ \_Jf

y g
e e

T LN LI L NI B B

0
U

T T T T T T T

i 2 JA 4 5 % i i 3 1 m N n A N i L} n i i h il

Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area
¥ [min] [min] [mRU*s] [mAU] 5 # [min] [min] [mAU*s] [mAU] %
e e |- [ |- [-—————- I e el [-—===mm— |--—mm- [-——-———- \

45.94353 50.0023 1 24.731 BB 0.5749 1.08043ed  265.26465 66.4400

1 24.599 BB 0.4972 1497,35193
2 27.799 BB 0.0103 5457.45361 134.53041 33.5600

2 27.335 BB 0.5546 1497.21570  41.52792 49.93977

Product:
mAl a
54 :
404 '“x Peak RetTime Type Width Area Height Area
i [ $  [min] [min]  [mAU*s] [mAU] )
) 5 [ e B e O | = e — |
2 ¥, f \ 1 24.86¢1 EB 0.4719 465.16849  14.91185 17.7226
"k ;\ 9 2 27.485 BB 0.5540 2159.54883  59.99412 §2.2774
[\
04 o
" 2 ®» ¥ 5 % 01 B B ¥ ou
# ersm% errr% C% S Savg
1 66:34 18:82 33.7 6.4
7.0
2 67:33 16:84 32.3 8.1
erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 4:

tale]
Q/Si\©\l:
O

6d

Starting material:

!"‘\ Q-@?
80+ Im \‘ i@\\ i 9
fo | \
[ [ P
i \ oA i [ a
’ \ y { \ ‘
\ { i | \ < ;33
11 [ [ fiR | NS
I \\ ! .. ‘-.‘ \2‘1
B & / ] ¥
f / \
R J : L/

L Ly B B L T - — — — ™ -
i 2 B ] i i 7 W i 0 B 2 "
Peak RetTime Type Width Area Height Brea Peak RetTime Type Width Area Height Area

$ [min] [min] [mAU*s5] [mAU] % f [min] [min] [mRU*5] [mAU] %
S [ — R [— [— | = lemee R |- P R |

1 21.903 BB 0.4375 2900.34766 100.25016 48.7657 1 22,251 MM 0.4655 3.02851ed 1084.32898 84.8893

2 24.445 BB 0.4967 2927.65820 89,9450 50.2343 224,774 MM 0.5193 5390.89893 173.01578 15.1107
Product:

Al 2
;h‘\\

04 H\‘
bk { ‘\‘
A [ \ Peak RetTime Type Width Area Height Rrea

: [ $  [min] [min]  [mAU*s] [mAU] 3
b y [ T | === | ==mmmm | -mmmmm e [ |- !
1004 o { 1 22.268 BB 0.4306 2341.05737 84.67052 17.8983
bE / L 2 24.753 BB 0.4768 1.07380e4 347.25287 82.1007
u | - l_/

T ] L A T

] il 2 i 4 A i
# ersm% errr% C% S Savg
1 85:15 18:82 52.1 94
9.0
2 85:15 20:80 534 8.2

erpr% is of deprotected and purified product.



Kinetic Resolution for Table 2, Entry 5:

3

ot
>0,
CO

6e

Starting material:

=,
]
T oA e

"‘-‘l)bna e

!
P === =]
)25812

L B L LB N B L L R
" % 7 % 2 % :ﬁ 7 n % . 2 U P U B B i B b i
Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area

¥ [min] [min] [mAU*s] [mAU] % f  [min] [min] [mAU*s] [mAU] %
e | =——-1 -1-- -1 -l i e | -=—=]-—-—-—- [--—-mm |—==m—- [-==——- |
1 24.602 BB 0.4877 1171.08044  36.85442 50.0520 1 22.849 BB 0.5418 2576.71704  70.91795 65.2162
2 27,947 BB 0.5531 1168.64502  32.69044 49,9480 2 25.812 BB 0.5786 1374.32031  34.95937 34.7838

Product:

Al -;-

: [ Peak RetTime Type Width Area Height Rrea
J $  [min] [min]  [mAU*s] [mAU] 5
it g e R e [ [ [~ \
04 3 1 24.385 BB 0.4692 7482.5%9424 246.49339 21.8296
N N 2 27.618 EB 0.5369 2.67947=4  758.8519% 78.1704

e~
2
3
B2
=2

5 5 1 3 8 =

# ersm% errr% C% S Savg
1 65:35 22:78 35 4.8
2 56:44 18:82 14.9 51 50

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 6:

H3CO

O

6f

Starting material:

OCH;

si
2 OCHjs

il A g Al i
) & ] %\
ik /8 N i
4 S A
0 \ ik [ g
f ‘._ ;! :
i .:. \ il ;‘ \‘\
1 \ ) AN ‘
| I | T T T T T T T T T I T T T I T T T T ‘ T T T T ‘ T T T T T ‘
B A % 7 i ) v I ] % % 7 i ) i
Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area
% [min] [min] [MAU*s] [mAU] X # [min] [min] [mAU*s] [mAU] %
T e e . T e |- | == -- |- |- R !
1 24.221 BR  0.4694 761.57214 24.86336 49.9692 1 24.088 3B 0.4737 1385.41150  44.65129 76.6641
2 27.498 BB 0.5259 762.51105 22.02779 50.0308 2 27.479 BB 0.5418 421.70688 11.83313 23.3399
Product:
nAld
Gk .
N
104 Pezk RetTime Type Width Lrea Height Lrea
'k # [min] [min] [mRU*s] [mAU] %
o e |- [ -l mmmmmmeee |=mmmee [
13 ¢ 1 22.695 BB  0.5466 460.11895 12.85459 14.9280
114 \ 2 25.534 BB 0.6326 2622.14087  £3.38381 85.0720
E AW
\Vr\]\\l\ll\l\‘l\:\‘\\l\-l T T T T I T T T T I T T T 1
i) i ] i ] % % ] "
# ersm% errr% C% S Savg
1 77:23 15:85 42.8 9.6
10
2 73:27 13:87 37.9 10.4

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 7:

aje]

6g

Starting material:

mill 3 g & el E
3 5 S 3 5
Kl [ N &
%3 [ | L3
Vg 3
H it 3
E \ ¢
1 N
53 1
I . - ‘ I
— — T — R — T — T
il A 2 P U B il I B w il i 2 il U ] il i i i
Peak RetTime Type Width Area Height Area
2 [min] [min] [mAU*s] [mAU] 5 Peak RetTime Type Width Area Height Area
7777‘ 7777777 |7777 | 7777777 r 7777777777 | 7777777777 r 77777777 | ¥ [min] [min] [IUAU*S] [mAU] %

1 23.973 BB 0.4554 1062.05627 35.87169 49.7407  ~ 17" S S == |
2 26.717 BB 0.5140 1073.12903  32.18402 50.2593 L 24.042 BB 0.4707 1710.02865  55.76970  85.6442
2 26.924 BB 0.4866 286.63739  8.67298 14.3558

Product:
%] (™ Peak RetTime Type Width Area Height Area
. [ ¢ [min] [min]  [mAU*s] [mAD] 3
L [ e e [-———mmm—- |- [--—————- |
15 E \ 1 24,058 BB 0.4072 173.25452 ©.12108 12.9085
IE 4 2 2 26.700 BB 0.5239 1168.91602  34.44674 87.0915
N A

i N
: b | |7 ' v
il i 2 B 4 5 i i i i

# ersm% errr% C% S Savg

1 86:14 13:87 49 141

14
2 84:16 13:87 47.7 13.4

errr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 8:

Et

Et )
CO)

6h

Starting material:

Et

Al { 3 b ik by
N N . -N'.
° it A\
kN [ 121 [
| 10l ; 8
21 LE ; g
fil4 | AN
] L - [\
ik / N\
0 ik )
T T R T T T T T T
il A 2 3 4 2|5 i 7 i mw | il 2 i U 5 ] 7 B min
Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*5] [mAU] % # [min] [min] [mAU*s] [mAU] %
e R e [-====—--—- |-===-—-—- [-—=——- I Bt |- |-—-—--- [-——=m |- [--——- |
1 23.200 BB 0.4605 1232.85583  41.74864 49.8073 1 23.241 BB 0.4964 5386.88281 163.05943 71.5111
2 25.704 BB 0.5217 1242.39514  36.63096 50.1927 2 25.932 BB 0.5362 2146.04639 61.64501 28.4889
Product:
il 5
b "‘r."l
J'.’\"I
" r‘ \ Peak RetTime Type Width Area Height Area
£ 1k |‘I "\‘ ¥ [min] [min]  [mAU*s] [mAU] %
e 2 [ e | -] [-——=——- | -—mmm - [--——- |
q | \ 1 23.376 BB 0.4374 231.43410 8.32419 10.8600
10 A / \ 2 25,744 BB 0.5167 1899.63208 56.00121 89.1400
0 k J
— T T T
il i 0 P 4 B f i i mn
# ersm% errr% C% Savg
1 72:29 11:89 35.5 12.3
13
2 76:24 11:89 40.4 13.0

errr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 9:

il 3 2 ~ mil) 3
) b 54 N
t ) ‘ 8
5 . [ 4 [
2 ik [
f5 [ .
il \ :
il [ N
5' [ I:]‘ ‘,‘I \ o
0 . L - 0 S . :
T T LI Trr | T \_' T [ L ¥ Frrre ) T T L | TT TT ‘ T T T ‘ T T | T T TT T T T
il i /] A 4 5 il ) i min Z i 0 i ) il i) i B A i
Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area
F  [min] [min] [mAU*s] [mAU] % $#  [min] [min] [mAU*s] [mAU] %
] e |- | | I e e |- e |
1 23.973 BB 0.4554 1062.05627  35.87169 49.7407 1 24.741 BB 0.4747 1745,42871  56.44801 87.6518
2 26.717 BB 0.5140 1073.12903  32.18402 50.2583 2 27.616 BB 0.4730 245.8%313 7.52944 12,3482
Product:
Al 2 9
1 % ff}\
[G\F
- | @ Peak RetTime Type Width Area Height Area
$ [ ¥ $  [min] [min]  [mAU*s] [mAU] 5
44 0 o [\ el |- |-—--——- [-==———— |-=——mm- [-————--- |
83’ ‘ l?,‘ 1 24,806 MM 0.5265 46.18794 1.46200 13.6301
2 & / \ 2 27.606 MM 0.5719 292.67941 8.52933 86.3699
/ \
i, TR
0 ‘ : :
il p/ B U P i i) A i
# ersm% errr% C% S Savg
1 88:12 14:86 50.9 141
14
2 84:16 12:88 47.5 143

errr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 10:

il 2 g ml 2
™\ Al 1l "\
i : i3 :‘
0 | i :
[\ [ 4 [ §
iy [ \ / \ . [ \
| \ / \ Vil / \ /
! ‘ J \'7 J'\-‘- "\J T T T
A" % =» & X %5 % 1 & A B 2 B M 5 ¥ I
Peak RetTime Type Width Area Height Rrea Peak RetTime Type Width Area Height Rrea
¥ [min] [min] [mRAU*s] [mAU] % ¥ [min] [min] [mAU*s] [mAU] %
el R R [-—=——————- | -—————— [-—————-—- [ -] e [-===m | -==—m [-===—- \
1 22,515 BB 0.4597 2746.33325  91.11377 49.863¢6 1 22.712 BB 0.4767 4084.23120 130.28459 79.1682
2 25.026 BB 0.5082 2761.35474  82.35869 50.1364 2 25.408 BB 0.5089 1074.69482  32.74330 20.8318
Product:
il 9
b
1l fﬁ\_
|
g | ?S%: Peak RetTime Type Width Area Height Area
i 609 f’ \ ¥ [min] [min] [MAU*s] [mAU] %
& W . i B | —=== |- [-==mm |-===—- [~ |
- ¥
H i f \ 1 23.319 MM 0.4740  44.07293 1.54968 10.0052
23 f‘ \ 2 25.874 MM 0.5513 396.42795 11.98468 89,9948
ﬂ 1 |_'-—L/ -
YT Tl T T T T
i i 3 U P i i i i mi
# ersm% errr% C% S Savg
1 79:21 10:90 42.2 16.1
16
2 78:22 10:90 41.3 15.6

errr% is of deprotected and purified product.

513



Kinetic Resolution for Table 2, Entry 11:

W 2 " il
I "’g\" }t‘ . ,!é'\
/& Iin 14 2
[ [ (M
13 I [ 4 [
[ [\ \ 2
| \I‘ | y e‘:]_ ’ \\ (’1
14 . . [\ 5
[ / 1 f
53 / \ / | \\
| | \ / \ 0 / ’
i/ \ J , b/ J |
— — — — T . ——— T T T
i 4 b ] i i 4 m B A i ] I B b mn
Peak RetTime Type Width Rrea Height Area Peak RetTime Type Width Area Height Area
#  [nin] [min]  [mAU*s] [mAU] 5 £ [min] [min]  [mAU*s] [mAU] 3
S S |- = = | | |- |- |- R —— e |
1 24.073 BB 0.4875 708.52136  22.9953¢ 49.8138 1 23.969 BB 0.4734 1816.81763 55.01082 71.2819
2 27.377 BB 0.5272 7713.81854 20.70691 50.1862 ) 31 BB 0.5250  731.96112 21.19515 28.7181
Product:
il 5
o
5004 !R\\
S {"l "w,‘ Peak RetTime Type Width Area Height Area
1000 ) [ $  [min] [min] [mAU*s] [mAU] 5
T4 o @\: [ \‘1‘ el R e == |- [-——————- \
e ﬁ@ / \ 1 24.3%9% MM 0.4852 0028.20850 207.08231 8.9051
- @ / \ 2 27.591 vB 0.5699 6.16653e4 1673.56921 91.0948
W f
N _J |
T LA LA L B L L L R R IR L N T
1 4 i i i i ] i
# ersm% errr% C% S Savg
1 71:29 9:91 34.1 15.6
15
2 70:30 9:91 32.8 15.2
errr% is of deprotected and purified product.

S14



Kinetic Resolution for Table 2, Entry 12:

Q) @
Sohar

Starting material:

"M -
il 1 : Vi ~
< : 104 d :
0 I\ N f \\‘ o
[ I 5 \ A
3 i} B [ A\
R | @ \ A
23- ‘: | .‘. 40- ’ \ I ‘
| [ ik | \ / \
l]‘ ‘,‘: 1" ’,‘ \ U J ‘ j \I
: ‘ T T T T T
: L (LIS AL L L R il A p/ pi] Pl 5 B 7 B n i
/| i 2 i b 5 i 7 B o
Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area
£ [min] [min] [mAT*s] [mAU] % £ [min] [min] [MAU*s] [mAU] %
e | -—== |- [--mmmmm - |- [--———-—- \ e R e [ |- [ \
1 24,051 BB 0.4717 1538.06506  49.88721 49.8336 1 24.051 BB 0.5050 4396.58887 132.19112 61.4537
2 26.685 BB 0.5199 1548.33691 45.39346 50.1664 2 26,787 BB 0.5371 2757.72e81  78.07044 38.5463
Product:
Al 2 9
bal ‘;“ ‘\jﬁ
] r,"‘"‘»‘@ Peak RetTime Type Width Area Height Area
0: [ ¢ [min] [min]  [mAU*s] [mAU] 3
a @ [ iR |- -——-——- e — E— |
. 9 \\\“ [ 1 24,360 M 0.4921 1116.74475  37.82162 10.052Z4
: :@e 2 26.959 MM 0.5620 9992.28906 296.30511 89.9474
0 o \
¥ e

# ersm% errr% C% S Savg
1 62:38 10:90 22.4 11

11
2 59:41 11:89 18.8 10

errr% is of deprotected and purified product.

515



HPLC traces of silylated 4-chromanol product

Kinetic Resolution for Table 2, Entry 13:

Qo
e

8a

Starting material:

1 o]
ITLAU_ | é mAl :
0 b N0+ N
30-
160+
1 0 ;
v
104 50 S
0. L D L . ,/\ :
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 | L | T T T ‘ T T T ‘ T T T ‘ T T T ‘ T T T | T T T
% by b} 7 U % B { i i 8 1 2 i ¥ B i i
Pesk RetTime Type Width Lrea Height Lrea Peak RetTime Type Width Area Height Lrea
#  [min] [min] [mAT*s] [mR] % $#  [min] [min] [MAU*5] [mAU] %
- [-——= - | == |- | —===——-= | e [ ———-1 | e | —————— |
1 Z2EB.594 BE 0.6676 1845.14832 41.67368 50,0238 1 29.039 BB 0.7230 1.17280e4 242 _62204 85.1534
2 37.305 BB 0.3028 1843.39307 32.20224 49,8762 2 38.44%6 BB 0.8080 2044.96082 36.36743 14.B4¢6
Product:
mAl 2
' g
Ly Peak RetTime Type wWidth Lrea Height irea
i # [min] [min] [mRET*5] [mAU] %
v ] e [-———————-- |- |-——————- |
401 3 1 29.6%4 BB 0.6583 922.76477 19.8876€7 12.7022
1 H 2 38.548 BB 0.8782 £341.8559¢ 108.61580 87.2978
n \/\I L -
T ‘ T T T | T T T l T T T ‘ T T T | T T T ‘ T T T ‘ T T T | T T T
A i kil P U 3 kil 1] it
# ersm% errr% C% S Savg
1 85:15 13:87 48.6 14.2
15
2 89:11 12:88 50.5 16.6

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 14:

BrQ;SEQBr

8b

Starting material:

Al 0 g n)‘\U1

i i 7 i p
B-

2 i

0] Ik

n " n U U N ks u B ] ! i i ] ] i ¥ om

.\,
T..5
= =

.

Peak RetTime Type Width Area Height Area  Peak RetTime Type Width Lrea Height Lrea
# [min] [min] [mRT*s] [mAU] % $#  [min] [min] [mA*s] [maU] %
S [-——-1 [ e |- | -=————- [-——-1 I o B [—————-- I
1 24.313 BB 0.5980 4688.11182 120.48248 49.9782 1 26.904 BB 0.6357 4417.04688 105.45644 72.6510
2 31.183 BB 0.7577 4682.20166  95.75735 50.0218 2 35.072 BB 0.7410 1e62.76624  32.38780 27.3490
Product:
mill3 o b
g
LE o
o o
34 @0 I‘ \@
I3 8 t?:‘h J ?&‘\ Peak RetTime Type Width Area Height Area
Uk B 4 [ ¢ [min] min]  [mAU*s] [mAU] 3
LE | e |-——=]-—-——- [-—==————— [--—————- [-——————- |
\
IE "rr\"‘ f ‘-‘ 1 26.500 MM 0.6182 449.3686H 12.11589 17.8306
53 / ‘{ \ 2 34.092 MM 0.8471 2070.84839  40.74231 82.1694
n J \
T L R A L L AL L R i
il 2 il i | bl g i mn
# ersm% errr% C% S Savg
1 73:27 18:82 41.3 7.2
8.0
2 72:28 15.5:84.5 38.8 8.4

errr% is of deprotected and purified product.
S17



Kinetic Resolution for Table 2, Entry 15:

Cl Cl
Q;S%
soha

° 8c
Starting material:

il o i mAl
] ) 04
B 8 n
0 14
0
L] 111 o
. 3
] if
E iy
0] | 0 \_/\ .
‘"""|"“"‘\"‘|‘““"|“""‘|"‘ \\I‘\\'\ \‘\\'\'\I\\l‘\\\ll\\
1 2 A8 ] ] ] ] ¥ om 1 2 i iy 2 4 % L
Peak RetTime Type Width Erea Height Lrea Peak RetTime Type Width Rrea Height Lrea
# [min] [min] [MEU*5] [mAU] % # [min] [min] [mRI*s] [mAU] %
el |- l Ll Bl e |--—-1 [ e e |- [
1 26.10z BB 0.6225 2405.43286  59.64131 50.0136 1 26.055 MM 0.6790 9016.53809 221.32947 85.5681
2 33.608 BB 0.7234 2204.1235¢  49.08302 49.9864 2 34.176 MM 0.9037 1520.73340 28.04610 14.4319
Product:
mAl H P
Y
i oI
0 ‘ Peak RetTime Type Width Lrea Height Rrea
A 1 i 1 * 2
o) ¥ [min] [min] [mET*5] [maU] %
Lk i i |--—-1 [ [ | =mmmmmee [
e ¢ 1 26.551 MM 0.6641 543.97046 13.65088 14.2249
A 2 34.335 MM 0.8825 3280.09106 61.94839 B85.7751
AN
I T . ‘
LI ‘ T T 7T | LI ‘ L ‘ T 1 T ‘ LI ‘ 1 T | T 1 T ‘ L | T T T
b 2 A & & 1 b U ¥ ¥ mi
# ersm% errr% C% S Savg
1 86:14 14:86 49.9 12.6
2 73:27 15:85 39.7 8.8 11

errr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 16:

tate]
?/SLT:::l\F
0

8d

Starting Material:

Al b ﬁ Al a
] 0 ]
o
N In]
0+ i
£l 304
0
104 004 5
8 ] 7
D L r L T ﬂ L - L = 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 I T T T | T T T ‘ T T T ‘ T T T ‘ T T T ‘ T T ‘ T T T
A 2 U ® i Bl 1 Wom 8 il i U pi] i 1 R in
Peak RetTime Type Width BArea Height Lrea Peak RetTime Type Width BArea Height Lrea
# [min] [min] [mRT*s] [mEU] % # [min] [min] [mRU*s] [mAU] %
e B [ -1 | = |- | === [-——-1 | o At |- |
1 Z23.179 BB 0.5345 3787.28B82 108.41888 350.0741 1 21.654 BB 0.5537 2.0052%e4 544 48273 B4.6786
2 29.658 BB 0.7022 3776.07495 83.40014 45.9%25% 2 27.916 BB 0.6462 3628.30103 86.87737 15.3214
Product:
mhll3
1404 :
L Peak RetTime Type Width Erea Height Area
10 & [min] [min] [mAT*=] [mAT]
Lk h R R el ey |===mmmmmm |=mmmmmmmmm oo
#4 i 23.147 BB 0.5129 1035.21985 30.86269 12,7384
4 n 2 29.182 BB 0.6B93 T092.83008 155.46700 87.2636
n /\
; T — T ! — \
i bl pij U bi] i ki i i
# ersm% errr% C% S Savg
1 85:15 13:87 48.2 14
13
2 79:21 13:87 43.9 12.1

errr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 17:

F4C ;CFs
(;)/ESi-\X::i::::l\\

[:::::I:j;i:] -
O

Starting material:

8e

Al ]
mAl H e ;
4 R 20 i g
: 5 :
1 104 %
-
2
i
0
0 — T — T
\‘\\"I'\'\\"I\\|I\\‘|\\|I|\‘|\\‘Il\‘l
ﬂ T ‘ T 17T ‘ LI | T T T ‘ L | L ‘ LI l T T T ‘ T 1 1 | T T 1 ‘ T 26 ZB 3[) 32 34 36 40 42 44 mir
% R N i U % n n T ) } .
. . . Peak RetTime Type Width Brea Height Lrea
Beak Rett.[‘lme Type Tr.’lc.ith Lrea Helght Lrea 2 [min] [min] [MAT*s] [mAU] %
# [min] [min] [mAT*s] [maU] % S P [p— [ S P [E— [
-l | ———1 I L et |- | aq ; 0t G99
1 31.276 BB 0.7385 1.28556s4  257.92200 59.4c64
92 6656 1935.6204 } .0389
é ggaig - g ;2:3 jogg E;glg ;j jg;ii’ ig 228 2 £0.905 BB 0.9637 8762.63477 134.39171 40.5336
Product
] 3
14 9 Peak RetTime Type Width Rrea Height Lrea
% # [min] [min] [mET*s] [mAU] %
=l [———=1 I Il B | === I
Uk 2 1 29.599 BB 0.5966 382.695331 8.72710 15.1105
154 ; 2 3B8.814 BB 0.8680 2149.95190 36.94022 B84.8895
4 A
AN
b L 7 I'\ T T T T L T “' LI I L I
i i ki 2 ¥ b } Q 4
# ersm% errr% C% S Savg
1 59.5:40.5 15:85 214 6.8
7.0
2 59:41 14:86 19.6 7.1

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 18:

OCH,

8f

Starting material:

ol o mAU_
I ]
n 104
o 04 K
N
1 114 E,eﬂ
[
104 54 iy
n | g
H T ‘ T T 7T ‘ T 1 T T T 7T ‘ T 1 T T 1 71 ‘ UL l T T T ‘ T 1 1 | L ‘ T ‘ ‘ ‘ : ‘ ‘ ) ' ‘ l ' ‘ ‘ ‘ ' ‘ : ‘ b ‘ ‘ . ' ' ‘ ‘ ‘ ‘ ‘ ‘ : 0
% I g i Bl by i % 3 0 min
Pezk RetTime Type Width Area Height Lrea PE?I{ Ret?lme Type chlith Erea Height Artuea
# [min] [min] [MAEU*s] [mAU] 2 F [min] [min] [mRU*s] [mAU] %
el R | -———-1 | e | == | il bttt |-——-1 I e |-———--—- |
1 28.928 BB 0.6656 1935.62048 44.40493 50.0389 1 ZB.691 MM 0.8103 1.30074e4 267.53583 B81.442¢6
2 37.910 BB 0.8384 1932.61218  34.45224 45.9611 2 37.72z MM 0.9767 2963.84570  50.57402 18.3574
Product
mAl 3
LB
L
Nk ,,)T;q Pezk RetTime Type Width Lrea Height Area
N #  [min] [min]  [mRU*s] [maU] 3
6 ph ;’ il Rt | === | e | -———— |
104 ;‘3@@ 1 Z8.832 MM 0.6836 327.34897 7.98074 3.768¢
; /\ 2 37.310 MM 0.9455% 2050.15527 36.12521 B86.2314
’ T ‘ T T ‘ T T T " T T ‘ T ‘ T T . T T ‘ T T T ‘ T
b B k) B El ¥ B i
# ersm% erpr% C% S Savg
1 81:19 14:86 46.4 11.8
- 11
2 80:20 16:84 47.4 9.3

* 40 h reaction

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 19:

QP

8g

Starting material:

A mhl |
i04 ; 4 N !
" : : :
5
04
Lk 11}
E 9
J lu]
04 i :
0 ; T : 0 ‘ \/;\»-._.r
T ‘ T T T ‘ T T T . T T T ‘ T T T I T T T ‘ T ‘ T T T 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
Jij Pl Bl 1 b} k] bl i it " an 5 I " " I 3 ‘
Peak RetTime Type Width Brea Height Lrea Peak RetTime Type Width Area Height Rrea
# [min] [min] [mAT*5] [mAU] [ # [min] [min] [mRT*s] [mAU] %
T _ | e | | mmmleeee- e e Bt o
1 30.230 BB 0.6895 3069.04297  67.23933 50.1204 Lo 20.382 BB 0.7272 1.0778%¢ - 221.89273  93.3911
2 39.649 BB 0.8731 3054.29736 50.90057 49.8796 2 20-30 BB 0.707% 738.11200  13.10895  ©.4089
Product:
mAl3 g
] 7
HE 0
3 Peak RetTime Type Width Lrea Height Lrea
¥ B # [min] [min] [mRT*s] [mAU] %
Q
_ i R E— - | B[RS — !
gg ¢ 1 30.062 BB 0.6320 B841.64185 18.99343 15.7159
" /\ 2 39.174 BB 0.8665 4513.70215  76.37865 84.2841
D : T L i
T ‘ T T T ‘ T T T I T T T ‘ T T T | T T T ‘ T T T ‘ T T T I T T T
% i 1 b} b L] mr
# ersm% errr% C% S Savg
1 94:6 16:84 56 14.8
14
2 77:23 11:89 40.9 14

errr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 20:

ot
0,
CO

8h

Starting material:

mAl 2 9
i ¢ 8
N "
i
0’ 3
9
8
i e\
n T T T | T T T |‘\ T T “ T T T ‘ T T T ‘ T ||| ‘ T T \I ‘ T T T T ‘ T T | T I‘I ‘ T T ‘ T ‘
] ) ] ¥ B i i ¥ m 4 u 2 M i
Peak RetTime Type Width Brea Height Brea Peak RetTime Type Width Area Height Area
#  [min] (min]  [mAU*s] [mAU] % #  [min] (min]  [mAU*s] (mAT] 5
IR T | P P I B |- | e . [
1 24.805 BB 0.5863 3532.36816 92.76186 50.0403 1 23.323 BB 0.5854 2134.74121  55.0479%6 6§2.602
2 32.143 BB 0.7911 3526.67871  69.73063 45.9597 2 30.099 BB 0.636% 445.60410 10.12738 17.387
Product:
Al PR
E = rg\k’
4 AL
0 i Peak RetTime Type Width Lrea Height Lrea
3 4 # [min] [min] [mRT*s] [mAU] %
§ e R |-~ [ R | -—=———- [
] :
i E%Q’ 1 23.780 MM 0.6280 80.88467  2.14667  9.8520
2“ ‘,Q'?s@' 2 30.171 MM 0.B00S 737.61975  15.35674 50.1180
D" L - 1 .
L L LR AL T ] T
il i i ] i Rl 1 oo
# ersm% errr% C% S Savg
1 83:17 10:90 44.8 17.8
17
2 81:19 10:90 43.9 16.4

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 21:

Starting material:

]
Al o " mAl
" ‘ : il -
0 < . 3 N
N i
§-
. 154
03 H
4 v
: i /\
U"|"|"w‘"\“l"\"'\“"\‘ ?7‘”;&”'_7'6”'7‘HHI2‘HHI2‘7H‘I1‘AH".‘BH‘
1 i ] i 3 B (] ] Yo ‘ ‘ ‘ ‘
Peak RetTime Type Width Brea Height Lrea Peak RetTime Type Width Brea Height Area
#  [min] [min]  [mAU*s] (AU 5 #  [min] (min]  [mAU*s] (mAU] 3
e R |=mmm | = e e R — !
|- |-= - | -mmmm - R ——— e [ R JUUE R .
1 24.313 BB 0.5980 4688.11182 120.48248 49.9782 Lo29.765 EE C'figf ‘;1‘2"2;“3?7 451.0}’534 si.c?;g
2 31.183 BB 0.7577 4692.20166  95.75735 50.0218 2 33.656 BB 0.7361 1719.22807  34.87418 12.9179
Product:
mAll ] d
p
i Peak RetTime Type Width Area Height Lrea
# [min] [min] [mRT*5] [mAT] %
] B |--—-1 I —|mmmm e | ———————— [
i ¢ 1 26.384 BB 0.5695 469.57892 12.29648  9.9706
8 2 33.912 BB 0.7723 4240.03857  83.51304 90.0294
R 9
D \/—\I
T T T I T T T | T T T ‘ T T T ‘ T T T | T T T ‘ T T T ‘ T T T
2 U % i ] ] (! (; i
# ersm% errr% C% S Savg
1 87:13 10:90 48.1 19.9
20
2 87.5:12.5 10:90 48.4 19.7

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 22:

550

8
Starting material:

nhl % nhl]
1§} f
L . p - A
1004 : A
4+
v i
il g
0] ik g
2 0 ;
G L . L - U L - L /\_
L N R T T T ™ ' ™7 T T T T '

i 2 4 i B kil mir N N i T n i
Pezk RetTime Type Width Area Height Lrea Peak RetTime Type Width Area Height Lrea
$#  [min] [min] [mAT*s5] [mAU] % #  [min] [min] [MAU*s] [mAU] 5
e et |--—-1 I e |- | e |-—--1 I e |- |

1 21.845 BB 0.5413 4654.38037 132.02983 350.0094 1 22.166 BB 0.6057 2.36285e4  589.44574 87.88858
2 28.241 BB 0.7012 4652.62695 101.23067 49.5%06 2 2B8.863 BB 0.6587 3255.73462  T74.66200 12.1102
Product:
mAl i
i i
N Peak RetTime Type Width Area Height Area
i, #  [min] [min]  [mRU*s] [MAU] 3
T [-—-=1 I R [--——-——- I
4 o 1 23.156 BB 0.5048 281.15024 8.3292 6.6368
a 2 29.34Z BB 0.6B835 3955.01782 89.34119 3.3631
g R
0 |_./\\_ .
T T T T T
bl 0 U % B bl i
# ersm% errr% C% S Savg
1 88:12 7:93 46.6 32.3
28
2 76:24 6:94 37.4 234

erpr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 23:

Starting material:

il 3

E, 2 mil ﬁ
0 ":\\ g 4 I::"\
ik }'"‘\ A Bl \
iE | \ I" \ 3 A
1 \ |
ik . [ 13 | \ ¢
f | [ . } \ o
i \ fo {00 \ 9
f \ | \ J \ o
] A / \ 0 f \ /‘\
U——-—-—-—-—L-—\‘(————LA‘ 0 r’ I ‘
] L L N L A AL AL ] L L L L L ) |
hi i kil b} i kil ¥ L] min bl i | 2 M bl ) L]
Peak RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area
£ [min] [min] [mAU*s] [mAT] % # [min] [min] [mAU*s] [mAU] %
e e |- [-—————- |- [ | e R [ [--———— |-—==—m [-=———- \
1 30.230 BB 0.6895 3069.04297 ©7.23933 50.1204 1 29.337 BB 0.7383 1.67045e4  330.71002 82.5578
2 39.649 BB 0.8731 3054.29736  50.90057 495.8796 2 39.014 BB 0.8592 3529.19458 60.35896 17.4422
Product:
Al 3
m E\“
o Bl
I Peak RetTime Type Width Area Height Area
Lk | ‘\ $  [min] (min]  [mAU*s] [mAU] 3
[ e el [-——=—————- |--—————- [-——————- |
1 9 f \ 1 29.685 BB 0.5272 233.63982  5.46070  8.0111
0 : | \ 2 38.644 BB 0.8281 2682.80103 46.63719 91.9889
I\l / \
' VANS AN
|7 | L ! ! | | | !
i i Bl b 4 ¥ % i min
# ersm% errr% C% S Savg
1 83:17 8:92 43.7 22.4
21
2 78:22 8:92 40.3 20
errr% is of deprotected and purified product.
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Kinetic Resolution for Table 2, Entry 24:

o

Starting material:

mAl]

¢ mAl
‘ N !
1004 N g 4 ~ N
Ik o
(IR g
4
i04 04
b 1603
1004
104 Y
: T R T — L R A R ! ‘ ' : ‘
bl i il 1 U ¥ ¥ LI 2‘6 2‘8 3‘0 3"2 3‘4 3% 3‘3 4|1] mir
Peak RetTime Type Width Height Area Peak RetTime Type Width Area Height Area
2 [min] [min] [MEU*s] [mﬁﬁ] [ # [min] [min] [maT*s] [mAU] %
e e |———1 [ e |- [ e | =1 l e | == [
1 27.216 EB 0.elle 474 0518 117.37014 30.1441 1 27.935 BB 0.6525 1.9126% 4  406.12192 58.6083
2 35.216 EB 0.8305 471 46832 85.63223 45.8558 2 36.377 BB 0.8218 1.35082e4  241.41364 41,3517
Product:
mAU+ &
] g
i Peak RetTime Type Width Lrea Height Lrea
$#  [min] [min] [mRU*s] [mAl] %
0 0 e e [--—————- |-==————- |-~ I
5 1 028.320 BR  0.6259 462.26917 10.89825  8.0647
I N 2 36.207 BB 0.7970 5265.71191 100.13103 ©1.9353
ﬂ \./-\_I L 7
L L L R B A L
bl ki 0 nir
# ersm% errr% C% S Savg
1 59:41 8:92 17 13.5
13
2 59:41 7:93 17.9 12.4

errr% is of deprotected and purified product.
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Cl

'H and *C NMR Spectra of p-Substituted

triphenyl silane and silyl chlorides
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'H and 3C NMR Spectra of p-Substituted TPS-tetralol Products
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'H and 13C NMR Spectra of p-Substituted TPS-chromanol Products
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