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1. NMR spectra of 3, 5-8, 12, 13, 15-23, PDX-methyl ester (24) and PDX (2)

'H NMR (400 MHz, CDCls) spectrum of 3
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'H NMR (400 MHz, CDCls) and **C NMR-APT (100 MHz, CDCls) spectra of 6 (from Method B)
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'H NMR (400 MHz, CDCl;) and *C NMR-APT (100 MHz, CDCl5) spectra of 7
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'H NMR (400 MHz, CDCls) spectrum of 8
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'H NMR (400 MHz, CDClIs) spectrum of 12
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'H NMR (400 MHz, CDCls) spectrum of 13
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'H NMR (400 MHz, DMSO-ds) spectrum of 15

880"
90T"
£
15 2%
I10€:"
0ze”
8€E”

1410
009"
LEY:*
VL9 "

69€”°
%A
(035 2
867"

gsL”
Lrs”
8"
LG8"
068"
L68"
806"
L26°

ppm
S6

1.0

1.5

2.0

2.5

3.0

3.5

COMe

NvZ

[ToliTe]

IPhyP

~eceSe~

Ny

—~

4.5 4.0

5.0

6.5 6.0 5.5

7.0

7.5

8.0

8.5




'H NMR (400 MHz, CDCls) and **C NMR-APT (100 MHz, CDCls) spectra of 16
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'H NMR (400 MHz, CDCl;) and *C NMR-APT (100 MHz, MeOH-d,) spectra of 17
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'H NMR (400 MHz, CDCls) and *C NMR-APT (100 MHz, CDCl5) spectra of 18
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'H NMR (400 MHz, CDCls) and *C NMR-APT (100 MHz, CDCl5) spectra of 19
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'H NMR (400 MHz, CDCls) and *C NMR-APT (100 MHz, CDCl5) spectra of 20
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'H NMR (400 MHz, CDCls) and **C NMR-APT (100 MHz, CDCls) spectra of 21
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'H NMR (400 MHz, CDCls) and **C NMR-APT (100 MHz, CDCls) spectra of 22
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'H NMR (400 MHz, MeOH-d,) and **C NMR-APT (100 MHz, MeOH-d,) spectra of spectrum of 23
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'H NMR (400 MHz, MeOH-d,) and *C NMR-APT (100 MHz, MeOH-d,) spectra of (24)
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'H NMR (400 MHz, MeOH-d,) and **C NMR-APT (100 MHz, MeOH-dy) spectra of PDX (2)
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2.HPLC chromatograms of PDX-Me ester (24) and PDX (2)

HPLC (Altima C18 analytical reverse phase column, 270 nm) chromatogram of PDX-Me ester (24)

CO,Me

PDX-Me ester (24)

47 Z PDA Multi 1 270nm 4nm
g
2 3
1 g8l ke
= e"‘ €3
1 alls o
] 2k &
O — R —— — — ————
0 5 10 15 20 25 30 35
min
Peak Table
PDA Chl 270nm
Peak# Ret. Time Area Area%
1 14.993 1059678 1.901
2 15.200 191351 0.343
3 15.808| 52230678 93.677
4 16.381 1328387 2382
5 16.957 412084 0.739
6 17.247 95976 0.172
7 17.667 55298 0.099
g 18.010 382700 0.686
Total 55756153 100.000
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HPLC (Altima C18 analytical reverse phase column, 266nm) chromatogram of PDX (2)

PDX (2)
3] PDA Multi 1 266nm 4nm
] 2
] &
2 :
4 |
4 |
|
: L
1 2
- Ew
] ~ ol
1 g| 8§ 8 T
4 (;E < o n
& T |‘_‘_ T_FF'_\ TLN T T
0 5 10 20 25 30 35
min
Peak Table
PDA Chl 266nm
Peak# Ret. Time Area Area%
1 12.237 489162 0.629
2 12.856 2282127 2.935
3 13.493 74673982 96.053
4 14.922 150946 0.194
5 18.310 127524 0.164
6 25.113 18756 0.024
Total 77742497 100.000
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3-UV-vis absorption spectrum (in MeOH from HPLC-PDA detection) of PDX (2)
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