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1B NMR (96 MHz, NONE)*
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3C-NMR (100 MHz, CDCls)
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Chiral SFC traces: enantioenriched
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1B NMR (96 MHz, CDCl5)?
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% The broad peak at —5 ppm is due to the use of standard NMR tube (contains borosilicates).
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1B NMR (96 MHz, CDCl3)?
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® The broad peak at —5 ppm is due to the use of standard NMR tube (contains borosilicates).
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'H NMR (400 MHz, CDCl5)
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B NMR (96 MHz, NONE)
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'H NMR (400 MHz, CDCl5)
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1B NMR (96 MHz, CDCl,)*

* The broad peak at —5 ppm is due to the use of standard NMR tube (contains borosilicates).
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'H NMR (400 MHz, CDCl5)
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1B NMR (96Mhz, CDCls)°
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'H NMR (400 MHz, CDCl5)
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B NMR (96 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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1B NMR (96 MHz, NONE)®
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral GC traces: racemic

pA
300-
A o
] ! b
—| [} b
200~ 2 ,3?7' ﬁ @?
% o

g /\

A0~
200-

300-

| [ |
644 64.6 648

Chiral GC traces: enantioenriched

|
5.2

|
654

min

4 7os
ho
Q'S”

5

] ——
I

25

-

f4.4 48 4.8

SI-11-22

5.2

54

654

min



2e

'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DADL A, Sig=250,100 Ref=360,100 (AMADEU\AB354RC0.D)
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DAD1 C, Sig=210,8 Ref=360,100 (MARTIN\MOE1_3.D)
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'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic

MaxAbsorbance Plot

250

200 +—

150 ——

100 1

AbsorbanceimAll)

50 |

-RT:8.76-

-RT:9.81-A:44

Chiral SFC traces: enantioenriched

Elapsed Timei(min)

MaxAbsorbance Plot
600 |—

500 |

400 ——

300

200 /|

Absorbance(maALl)

100 1

-RT:8.67-A:1

-RT:10.01-A:446,9191-A%:4.0887 -Peak

R S o b

Elapsed Time(min)

SI-11-30



2s

'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)

3C NMR (100 MHz, CDCl3)

SI-11-34



2q

'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl3)

3C NMR (100 MHz, CDCls)

g

SI-11-39



29
'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DAD1 A, Sig=250,100 Ref=360,100 (AMADEU\AB3660D0.D)
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral GC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

Chiral HPLC traces: enantioenriched
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DADI1 C, Sig=210,8 Ref=360,100 (AMADEU\AB445000.D)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DADL C, Sig=210,8 Ref=360,100 (MARTIN\AB753004.D)
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DADL1 D, Sig=230,16 Ref=360,100 (MARTIN\MOF23008.D)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DADI1 C, Sig=210,8 Ref=360,100 (MARTIN\AB763B00.D)
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DAD1 A, Sig=250,100 Ref=360,100 (MARTIN\MOD107R.D)
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'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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Chiral SFC traces: racemic
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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19b and 21 — unseparable mixture
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GC-MS chromatogram of inseparable mixture of products:

Coupling product 13b:
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic
DADL1 C, Sig=210,8 Ref=360,100 (MARTIN\MOAB2241.D)
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'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DAD1 A, Sig=250,100 Ref=360,100 (MARTIN\MOF14900.D)
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Chiral HPLC traces: racemic

DAD1 C, Sig=210,8 Ref=360,100 (MARTINN\MOAB6091.D)
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'H NMR (400 MHz, CDCl5)

900

800
700

600
500
400
300
k200
k100

ro

pur_PRO‘fg,ON_Ol

xx103537_AB711

8

299
299
299
899
919
29
189
189
28'9
£8'9
£8'9
¥8'9
68'9\
06'9 7
0697
06'9
¥6'9
56'9
56'9
£0°2
b2
b0 |
502 ]
902
9021
0L

e

PMP

Br

00T
F00'T

m\oﬂﬁ
%”M
oz

8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
1 (ppm)

9.0

9.5

3C NMR (100 MHz, CDCls)

[ tou
150

140

130

120

110

100

90

80

r70

60

50

k40

30

r20

F10

r-10

e —

€8¢ —

9E'6E .
b6~

vT'SS
T'ss >

BETIT~_
wer~
vevir

[£¥24d
Yyaat >
61°62T —

6LHET —

2L0ST—

r_CARBON_OT,

pu

xx103537_AB711

T
100
1 (ppm)

110

T T T
180 170 160

T
190

SI-11-104



Chiral HPLC traces: racemic

DADL C, Sig=210,8 Ref=360,100 (MARTIN\MOAB7110.D)
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'H NMR (400 MHz, CDCl5)

3C NMR (100 MHz, CDCls)

=5

33307
23962
21767

39,531

“ LLJ“ TR |

SI-11-106



Chiral HPLC traces: racemic
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'H NMR (400 MHz, CDCl5)
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'H NMR (400 MHz, CDCl5)
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16b-[OH]

'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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Chiral SFC traces: racemic
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'H NMR (400 MHz, CDCl5)
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17b-[OH]

'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

VWDL A, Wavelength=210 nm (MARTIN\MOG119R5.D)
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20b

'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DADL D, Sig=230,16 Ref=360,100 (MARTIN\MOEL8105.D)
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20g

'H NMR (400 MHz, CDCl5)
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Chiral HPLC traces: racemic

DADI1 C, Sig=210,8 Ref=360,100 (MARTIN\MOG63004.D)
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'H NMR (400 MHz, CDCl5)
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1B NMR (96 MHz, NONE)®
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® The broad peak at —5 ppm is due to the use of standard NMR tube (contains borosilicates).
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Chiral HPLC traces: enantioenriched
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1B NMR (96 MHz, CDCl3)°
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® The broad peak at —5 ppm is due to the use of standard NMR tube (contains borosilicates).
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Chiral SFC traces: enantioenriched
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11ba

'H NMR (400 MHz, CDCl5)
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B NMR (96 MHz, CDCl3)™
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1% The broad peak at -5 ppm is due to the use of standard NMR tube (contains borosilicates).
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Chiral SFC traces: enantioenriched
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'H NMR (400 MHz, CDCl5)
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B NMR (96 MHz, NONE)'
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! The broad peak at -5 ppm is due to the use of standard NMR tube (contains borosilicates).
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Chiral SFC traces: enantioenriched
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'H NMR (500 MHz, DMSO)
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B NMR (96 MHz, NONE)*
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12 The broad peak at -5 ppm is due to the use of standard NMR tube (contains borosilicates).
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Chiral SFC traces: enantioenriched
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18aa

'H NMR (400 MHz, CDCl5)
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B NMR (96 MHz, NONE)*®
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13 The broad peak at -5 ppm is due to the use of standard NMR tube (contains borosilicates).
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18ga

'H NMR (500 MHz, CDCl5)
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B NMR (96 MHz, CDCl3)*
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! The broad peak at -5 ppm is due to the use of standard NMR tube (contains borosilicates).

140

-RT:19-A:54388.

RT: Ret. Time
-A%: Area Perc | -PN: Peak Name




Chiral HPLC traces: enantioenriched
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'H NMR (400 MHz, CDCl5)
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B NMR (96 MHz, CDCl3)"
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1> The broad peak at -5 ppm is due to the use of standard NMR tube (contains borosilicates).
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Chiral SFC traces: enantioenriched
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