Supplementary Information

Total Synthesis of Potent Antitumor Macrolide, (-)-Zampanolide:

An Oxidative Intramolecular Cyclization-Based Strategy

Arun K. Ghosh,* Xu Cheng, Ruoli Bai, and Ernest Hamel

'H NMR and **C NMR spectra for all new compounds and HPLC traces for compounds
1, 16 and 39.



H1 standard parameters, CDC13, GNP probe.

Current Data Parameters
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RG 360
o 89.000 usec
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F2 - Processing parameters
51 8192
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I ! 55B 0
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. t | GB 0
[ i | PC 1.00
v | I 1D NMR plot paranzters
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C13 standard parameters, CDC13, GNP probe.

Current Data Parameters

NAME chx_10_027_02
2 9 8 9 Bs2oap 2 9898 EXPAD 2
@© ~ < - Caowoo ® @0 PROCNO 2
8 8 2 g eReeRE I 8g8s
~ ~ ~ ~ F2 - Acquisition Parameters
Date_ 20120127
Time 20.34
INSTRUM spect
PRCBHD 5 mm GNP 1H
PULPROG z2gpg30
D 32768
SOLVENT CDC13
NS B3
DS 2
ShH 23809.523 Hz
FIDRES 0.726609 Hz
AQ 0.6881780 sec
@) RG 16384
o bW 21.000 usec
DE 30.00 usec
VA _ Ot-Bu e 300.0 K
Ot. D12 0.0000200 sec
DLE 21.00 dB
E-9 D1 2.00000000 sec
CPDPRG waltz16
i P31 76.00 usec
i I D11 0.0300000 sec
! DLE 18.00 dB
P1 B.60 usec
SF01 100.6330000 MHz
NUCLEUS 13C
I
F2 - Processing parameters
SI 16384
! SF 100.6220720 MHz
| WDW EM
SSB 0
LB 3.00 Hz
; GB 0
PC 1.00
1D NMR plot parameters
CX 20.00 cm
FiP 201.000 ppm
Fi 20225.04 Hz
" il } FapP -1.000 ppm
! | i i R ) ! Ll g : I F2 -100.82 Hz
J i i IS PO o PPMCM 10.10000 ppm/cm
HZCM 1016.28280 Hz/cm




Hi1 standard parameters,
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COC13, GNP probe.
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Current Data Parameters

NAME chx_10_027_01
EXPND 1
PROCNOD 1
F2 - Acquisition Parameters
Date_ 20120427
Time 20.18
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG 2930
L 16384
SOLVENT cbC13
NS 16
DS 2
SHH 5617.578
FIDRES 0.3426824
AQ 1.4582260
ARG 128
bW B89.000
DE 127.14
TE 300.0
11 2.00000000
Pi 9.50
5F01 400, 1694000
NUCLEUS ‘H

F2 - Frocessing parameters

SI 8192
SF 400. 1669660
WOW EM
558 0
LB 0.30
GB 0
PC 1.00
10 NME plot parameters
CX 20.00
FiP 10. 100
Fi 4041.69
FapP -0.100
F2 -40.02
PPMCM 0.51000
HZCM 204.08516

MHz

cm
ppm

Hz
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Hz
ppnfcm
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C13 standard parameters, CDC13, GNP probe.
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Current Data Parameters

NAME chx_10_027_01
EXPND 2
PROCNO 2

F2 - Acquisition Parameters

Date_ 20120127

Time 20.22
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zgpa30

i 32768
SOLVENT CDC13

NS 130

DS 2

SWH 23809.523 Hz
FIDRES 0.726603 Hz
AQ 0.6881780 sec
RG 16384

OW 21.000 usec
DE 30.00 usec

E 300.0 K

b2 0.0000200 sec
nLe 21.00 dB
o 2.00000000 sec
CPOPRG waltzi6

P31 76.00 usec
IEE] 0.0300000 sec
OLs 16.00 dB
P1 8.60 usec
SFO1 100.6330000 MHz
NUCLELS 13C

F2 - Processing parameters

51 16384

SF 100.6220720 MHz
WDW EM

SSB 0

LB 3.00 Hz

6B 0

PC 1.00

1D NMR plot parameters

CX 20.00 cm
FiP 201.000 ppm
Fi 20225.04 Hz
F2P -1.000 ppm
F2 -100.562 Hz
PPMCM 10. 10000 ppm/cm
HZCM 1016.28290 Hz/cm



H1i standard parameters,

COC13, GNP probe.

Current Data Parameters
NAME chx_10_028_02
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AQ 1. 4582260 sec
AG 128
0 O OH oW 89.000 usec
DE 127.14 usec
\ TE 300.0 K
D1 2.00000000 sec
P1 9.50 usec
11 / 5701 400. 1694000 MHz
‘ MUCLELS 1H
F2 - Processing parameters
SI B19z2
SF 400. 1BB9EE0 MHz
WDW EM
. SSE 4]
V ra LB 0.30 Hz
‘ ‘ 6B 0
‘ PC 1.00
k 1D NMR plet parameters
CX 20.00 cn
I ! _ t FiP 10.100 ppm
; [ F1 4041.53 Hz
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C13 standard parameters,

ppm
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Current Data Parameters

NAME
EXPNO
PROCND

chx_10_02B_02

2
2

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
i
SOLVENT
NS

DS

SWH
FIDRES
AR

RE

D

LE

TE

Die

[LE

i3]
CPDPAG
P34

Dii
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SFOL
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20120128
18.49
spect

5 mm GNP 4H
7apg30
32768
CDC13

134

2
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0.6881780
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21.000
30.00
300.0
0.000020C
21.00
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waltz1B
76.00
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18.00
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13C

F2 - Processing parameters

51
SF
WOW
558
L3
63
PC

16384
100.6220720
EM

0

3.00

0

1.00

10 NMR plot parameters

CX
FiP
Fi
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10.10000
1016.28230

MHz

cm
pp®

Hz

ppm

Hz
ppm/cm
Hz/cm




ppm
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Hi standard parameters,
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CDC13, QNP probe.
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Current Data Parameters

NAME chx_10_030_01
EXPND 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120131

Time 21.16
INSTRUM spect
PROBHD 5 nmn GNP 1H
PULPROG zg30

10 16364
SOLVENT chC13

NS e

Ds 2

ShH 5617.978 Hz
FIDRES 0.342854 Hz
AR 1.4582260 sec
AG 715

D 89.000 usec
DE 127.14 usec
TE 300.0 K
D1 2.00000000 sec
P1 9.50 usec
SF01 400. 1694000 MHz
NUCLEUS iH

2 - Processing parameters
SI 8192

SF 400.1665660 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

iD NMA plot parameters

CX 20.00 cm
FiP 10,400 ppm
Fi 4041.69 Hz
Fer -0.100 ppm
F2 -40.02 Hz
PFMCM 0.51000 ppm/cm

HZCM 204.08516 Hz/cm



C13 standard parameters, COC1Z, QNP prabe.

ppm
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Current Dats Parameters
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NAME chx_10_030_01
EXFND 2
PROCNO 2
F2 - Acquisition Parameters
Date_ 2012043¢
Time 21.17
INSTALM spect
PROBHD 5 mm GNP IH
PULPROS 20pg30
TD 32768
SCLVENT CDC13
NS 73
1] 2
SWH 23808.523
~IDRES 0.725609
AG 0.5851780
H6 15384
DW 21.000
DE 30.00
TE 300.0
D12 0.0000200
L6 21.00
D1 2.00000000
CPDPAG waltz15
F31 76.00
D11 0.0300000
DLS 18.00
F1 8.50
SFO1 100.6330000
NUCLEUS 13C
F2 - Processing paramsters
SI 16384
5F 100.6220720
WDW EM
558 0
LB 3.00
GB o
FC 1.00

iD MMR plot parameters

CX 20.00
FiP 201.000
Fi 20225.04
F2P -1.000
F2 -100.82
PPMCH 10.10000

HZCM 1016, 28290
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Current Dats Parameters

NAME chx_05_082_0D2
EXPND |
PROCNO 1

F2 - Acguisition Parameters
Date_ 20101024

Time 17.13
INSTAUM spect
PRO3HD 5 mm GNP 1H
PULPROG zg30

D 15384
SOLVENT CoC13

NS 32

DS 2

SWH 5617.978B Hz
FIDRES 0.342804 Hz
AQ 1.4582260 sec
AG 2048

DW 89.000 usec
DE 127,14 usec
TE 300.0 K

D1 2.00000000 sec
P1 9.50 usec
SFOL 400, 1694000 MHz
NUCLEUS H

F2 - Processing parameters

SI Big2

5F 400 . 1EBYEED MHz
WDW EM

558 0

L8 0.30 Hz

63 0

PC 1.00

1D NMR plot parameters

CX 20.00 cm
FiP 10.1C0 opm
Fi 4041.69 Hz
F2pP -0.100 opm
F2 -40.02 Hz
PPMCM 0.51000 ppm/cm
HZCM 204,08546 Hz/cm




chx_05_082_02_c

- Data Collected on: inova30d-l-inovahlifre
Archive directory: ms:nxnnxu_zsﬂ*\znﬂzoo
. Sample directory:

File: chx_05_082_02_c

ux::aﬂmwmxhhnh - L. e i

t»rqnnpa gaacﬂm ed
DATA PROCESSING -
Line uqosan:_:q 3.0 Hz

FT size 32768 . T a2 = =
Total time 10 min . o

250“4» ~ e o
- m oo F oW — | o
LR R w o w L)
e ] - O E
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l..ﬂl.\_.l.‘ - - a?..?.t
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—

i

78.534
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Iy
—~39.015

\_?s.uss
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144277
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_/_/—1.35 .8z9

OTBDPS

19.206

l108.864
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Hi standard

parameters,

CDC13, GNP probe.
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Current Data Parameters

MHz

Hz

NAME chx_08_078_01
EXPNO 1
PROCNC 1
F2 - Acquisition Parameters
Date_ 20110819
Time 20.08
INSTRUM spect
PROBHD 5 mm GNP 4H
PULPROG 2930
T 16384
SOLVENT cDC13
NS 32
s 2
SWH 5617.978
FIDRES 0.342894
AQ 1.4582260
A6 5700
W 89.000
DE 127.14
TE 300.0
D1 2.00000000
Pi 9.50
SFO1 400. 1694000
NUCLEUS iH
F2 - Processing parameters
SI 8192
SF 400. 1669660
WDW EM
SSB 0
LB 0.30
GB 0
PC i.00

1D NMR plot parameters

cX 20.00
FiP 10.100
Fi 4041.69
F2p -0.100
F2 -40.02
PPMCM 0.51000
HZCM 204.08516

cm

ppm
Hz

ppm
Hz
ppm/cm
Hz/cm
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ppm
s § A3 T AOT

A

Ci3

130.588
129,515

standard parameters, CDC13, GNP

127,637

=——128.452
126.4114

fe———108 270

78.968

77.225
76.907
76.590

probe.

61.239

40.724
40.434

T~ 37.949

Current Data Parameters

PROCNO

chx_08_078_01

2
-]

F2 - Acguisition Parameters

Date_ 20110819
Time 20. 11
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zgpg30

m 32768
SOLVENT €Dc13

NS 729

s 2

SkH 23809.523 Hz
FIDRES 0.726609 Hz
AR 0.6881780 sec
RE 16384

oW 21.000 usec
DE 30.00 usec
TE 300.0 K
ni2 0.0000200 sec
DL 21.00 dB
D1 2.00000000 sec
CPDPRG waltz16

P31 76.00 usec
D1t 0.0300000 sec
DLS 18.00 d8
P 8.60 usec
SFO1 100.6330000 MHz
NUCLEUS 13C

F2 - Processing parameters
SI 16384

SF 100.6220720 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

1D NMR plot parameters

cx 20.00 cm
FiP 204.000 ppm
L 20225.04 Hz
F2P -4.000 ppm
F2 -100.62 Hz
PPMCM 10.10000 ppm/cm
HZCM 1016.28290 Hz/cm
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H1 standard parameters, CDC13, GNP probe.

Current Data Parameters

NAME chx_10_D36_04
EXONO 1
93892 IHER SBRB 33p s8LegIsgmgsssgIzz ™ :
= Tregy @F¥on SI~om e SRISRLSEE/RABESS F2 - Acquisition Parameters
(=% OO M @ m w m — O M~ M~ w w w MOOWOoODDO o~ OODDODS C oo = B ~ =
NO®0W©E 000 e 00T MEom AN C oo 000 000 Date_ 20120210
fé\ %7\ < _ _ Time 17.34
J P P e, =
V PROBHD 5 om GNP 1H
BULPROG 7930
™ 16384
SOLVENT Coe13
‘ NS 24
J DS 2
SHH 5617.978 Hz
FIDRES 0.342894 Hz
AG 1. 4582260 sec
AG 1024
W 89.000 usec
DE 127.14 usec
O TE 300.0 K
Dt 2.00000000 sec
O\:/\/ P1 9.50 usec
. SFO1 400. 1694000 MHz
TBSO m NUCLEUS 1H
F2 - Processing parameters
<1 8192
SF 400. 1669660 MHz
WDW EM
Si ssB 0
LB 0.30 Kz
€8 0
aﬂ FC 1.00
_\l \ \\L. | 1D NMA plect paramsters
& h ﬁ ox 20.00 cm
FiP 10.100 ppm
_ 1.[ a \ F1 4041.69 Kz
R J L\ I\__ . J Fop -0.100 ppn
7 i i : _ W . Ji Fa -40.02 bz
n L A : L J ] [ o PPMCH 0.51000 ppm/cm
HZCM 204.08516 Fz/cm
— ~ /.8 r~ - - w0 | 40 o
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C13 standard parameters, CDC13, GNP probe.

Current Data Parameters

WNAME chx_10_035_04
&R g = F238 B I nIgE EXPND 2
- =< ™~ =} OO O o M~ 0 — @ FROCND 2
g o — 2 ™ ~NWWwo M © 0 U@~
< < o = NNRKNM O ™ U O~ -
ey = = : F2 - Acquisition Parameters
| | \ _ | Date_ 20120210
J ‘ . J Time 17.36
INSTRUM spect
PAOBHD 5 pm GNP iH
PULFROG 2gpa30
0 32768
SOLVENT CDC13
NS 129
Ds 2
SWH 23809.523 Hz
FIDRES 0.72E6609 Hz
AQ 0.6BB1780 sec
A6 1E364
oW 21.000 usec
DE 30.00 usec
TE 300.0 K
Diz2 0.0000200 sec
DLS 21.00 dB
O i 2.00000000 sec
CPDPAG waltz1g
\:/\/ P31 76.00 usec
O Di1 0.0200000 sec
L] 18.00 dB
TBSO P1 B.60 usec
f SF04 100.6330000 MHz
NUCLEUS 13C
F2 - Processing parameters
51 16384
SF 100.6220720 MHz
WOW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00
1D NMR plot parameters
Cx 20.00 cm
FiP 201.000 ppm
F1 20225.04 Hz
Fap -1.000 ppm
F2 -100.62 Hz
PPMCM 10, 10000 ppm/cm
HZCM 1016.28280 Kz/cm




Hi standard parameters, CDC13, GNP probe.

Current Data Paraneters

NAME chx_10_037_02
EXPND 1
DO~ M~ M~ W~ r~ o oo w N - MmMMNhEed-OoOO TN LMmMm FROCND 1
O O W0~ 0 = @ ™M T o o= W o o o T~ Moo= w0
m &EW%% _mm_”ﬂ“ %m% %mw m&m%mymmmmm F2 = Acquisition Parameters
(=1 o oo o oo m = O M™~ ~ @ w MmmMmMmMo o Moo oo M-~ .
MM~ ©Ww 1000 n TR MMM a0 O e e Date_ 20120213
Time 15.05
r// \ mmmmmunm\\_ INSTRUM spect
! PROBHD 5 mm GNP 4H
PULPROG 2030
D 15384
SOLVENT CDC13
ﬂ NS 17
DS H
SHH 5617.978 Hz
i FIDRES 0.342894 Hz
] 1.4582260 sec
AG 1430
bW 89.000 usec
DE 127.14 usec
- TE 300.0 K
O D1 2.00000000 se:
P1 9.50 usec
OL._/\/ ‘s ﬂ SFO1 400. 1694000 MHz
NUCLEUS 1H
F2 - Processing parameters
SI 8192
OH SF 400. 1669660 MHz
WDH EM
SSB 0
Te ﬁ, LB 0.30 Hz
6B 0
‘ _ ‘ PC 1.00
1
! ‘ ’ 1D N¥A plot parameters
CX 20.00 cm
| FiP 10.100 ppm
‘ Fi 4041.69 Hz
) | Fep ~0.100 ppnm
A i F2 -40.02 Hz
e . L_. U * PPMCM 0.51000 ppm/cm
HZCM 204.08515 Hz/cm
|
| ‘ N \ I
— = @~ Mmoo
s = @ |- o|lo|w|=
o (=4 oD oW~
2 [=] (=38 ] A==
& T ~ = aif=|m|m
__‘__—____.____.____________. rrrrrTT ..____u_-_h_______w—_ —_______.____u rTrr1irrji
ppm 8 4 2




C43 standard parameters, CDC13, GNP probe.

Current Data Parameters

NAME chx_10_037_02
& 83 2 B2 9 o a5 EXPND 2
= n m o = I} N W - (ls] m = m PROCNO 2
a w0 0 - o om ~Nwom T © o~
1] < < ol -~ NP~~~ o m o~ » 2z
- -~ - - _ : F2 - Acguisition Parameters
Date_ 20120213
\ 7 | Time 15.08
| INSTRUM spect
FROBHD 5 mm BNF 1H
PULPROG zgpg30
1D 32768
SOLVENT CBC13
NS 162
0s 2
SHH 23809.523 Hz
FIDRES 0.726608 Hz
1¢] 0.6881780 sec
RG 16384
LW 21.000 usec
LE 30.00 usec
TE 300.0 K
mu niz 0.0000200 sec
1) 21.00 dB
L_/\/ 01 2.00000000 sec
0] CPDPRG waltz46
P34 76.00 usec
044 0.0300000 sec
DLS 18.00 dB
P B.60 usec
hu*+ SFO01 100.6330000 MHz
NUCLEUS 13C
F2 - Processing parameters
51 16384
SF 100.6220720 MHz
| WD EM
1 1 ! 5SB 0
LB 3.00 Hz
6B 0
PC 1.00
1D NMA plct parameters
CX 20.00 cm
FiP 201.0C0 ppm
Fi 20225.04 Hz
Fep -1.000 ppm
F2 -100.62 Hz
PPMCM 10.10000 ppm/cm
HZCM 1016.2B280 Hz/cm
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HPLC traces:
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Data File C:\CHEM32\2\DATA\Z010\SEF000049.D
Sample Name: BFSO RAC

Acg. Operator : xU cHENG Seq. Line : 1
Acqg. Instrument : Instrument 2 Location : Vial 31
Injection Date : 9/15/2010 10:13:16 PM Inj : 1
Inj Volume : 0.3 pl
Acg. Method : C:\CHEM32\2\METHODS\CHIRAL.M
Last changed : 9/15/2010 9:51:00 PM by xU cHENG
Analysis Method : C:\CHEM32\2\METHODS\CHIRAL.M
Last changed : 9/16/2010 11:00:44 BRM by xU cHENG
VWD1 A, Wavelength=220 nm (2010\SEP000049.D)
Norm. | ﬁ
350 - z
1 il
300 |i
] 1 o
1 {l o &
250 - [ B
1 w P
] =2
] ; /".
200: |! A
1 [ I
150 - [ | ‘|
100 - | f i
] B
50 - | i |
1 I |
] e ey \
| - i ! h \
\
\_ NI Y R W
——T ==l 1 T T
2 4 6 8 10 12

Area Percent Report

Sorted By g Signal
Multiplier g 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=220 nm

Peak RetTime Type Width Area Height Area
§ [min] [min] mAU bt [mAaU ] %
e fisn==|=s=smes ot g s i == |
1 8.396 BV 0.1834 4691.69922 391.63406 50.3149
2 11.455 MM 0.2987 4632.96338 258.53027 49.6851 ,
ra@mic
Totals : 9324.66260 650.16434

(L)
TBOPS 0 ARAL oz4

*¥** End of Report **+

Instrument 2 9/16/2010 11:21:48 AM xU cHENG Page 1l ofl
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Data File C:\CHEM32\2\DATA\2010\SEP000050.D
Sample Name: BPSC CHIRAL

Acqg. Operator Seq. Line :

: xU cHENG

Acg. Instrument : Instrument 2 Location : Vial 31
Injection Date : 9/16/2010 11:02:03 AM Inj : 1
Inj Volume : 1 pl
Method : C:\CHEM32\2\METHODS\CHIRAL.M
Last changed  : 9/16/2010 11:00:44 AM by xU cHENG
~ VWD1 A, Wavelength=220 nm (2010\SEP000050.D)
Norm. - g
b1t
1 I
2000 “
|
1500 l
1000 |
_ |
500 — i L
& [ \
| A
; g & |
| :dqséb | \
uimﬁk_ o A N, S b I
0 2 4 6 8 10 12 14 16 " i
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDl A, Wavelength=220 nm
Peak RetTime Type Width Area Height Area
B [min] [min] mAU  *s [mAU ] %
e R . e | == e A [======—=- |
1 8.435 MM 0.1851 567.07489 51.06468 1.2000
2 11.843 BBA 0.3184 4.66893e4 2300.13892 98.8000 ol
(2]
Totals : 4.72564e4 2351.20360 ) TBD?&'O’\J\-J\OH

*** End of Report ***

Instrument 2 9/16/2010 11:23:34 AM xU cHENG

Page 1.0f 1




Data File C:\CHEM32\1\DATA\2011\NOV000037.D
Sample Name: chx 09 _085_01

Acg. Operator. _ : Xu Cheng Seers Liins: 1
Acqg. Instrument : Instrument 1 Location : Vial 62
Injection Date : 11/19/2011 5:20:36 PM Eng 3

p Inj Volume : 1.0 pl
Acqg. Method : C:\CHEM32\1\METHODS\USER METHODS\XU CHENG\90T01005254.M
Last changed : 11/19/2011 5:08:16 PM by Xu Cheng

Analysis Method : C:\CHEM32\1\METHODS\USER METHODS\XU CHENG\90T01005254.M

Last changed : 11/22/2011 4:02:22 PM by Xu Cheng
(modified after loading)
1 DAD1 B, Sig=254,16 Ref=360,100 (2011\NOV000037.D) =

[ 1 PMP1, SolventB
Numm‘ g g
{ e @
140 - s
] 9
’ ||
120~ | l
100 - OH “ ‘\
80 o 1 |
(o
|
60 "‘ ‘\
40- ¢ ? “ ||
| racemic ‘ ‘
| \
‘ 20- |‘
|
\
0 e ———
= T ——————r— e i T T
L S 25 5 7.5 10 125 Sath e, 20 min
Sorted By : Signal
Multiplier: : 1.0000
Dilution: 5 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 B, Sig=254,16 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] _ [mau] %
R o T B P [oemeemeass | =eeeeoos !
1 14.066 VV 0.2437 2271.43188 144.24863 49.4556
2 14.940 VB 0.2631 2321.43994 136.02289 50.5444
Totals : 4592.87183 280.27151
**%% End of Report #*x#
Instrument 1 11/22/2011 4:08:34 PM Xu Cheng Page 1-of 1
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Data File C:\CHEM32\1\DATA\2011\NOV0000041.D
Sample Name: chx 09 086_01

Acg., Operator _ : Xu Cheng Seq. Line i -
Acg. Instrument : Instrument 1 Location : Vial 62
Injection Date : 11/21/2011 5:13:55 BM 5 3,
Inj Volume ; 0.3 pl
Method : C:\CHEM22\1\METHODS\USER METHODS\XU CHENG\90T0Q1005254.M
Last changed : 11/21/2011 5:08:07 PM by Xu Cheng
| DAD1B, Sig=254,16 Ref=360,100 (2011\NOV0000041.D)
[ 1 PMP1, SolventB
Norm. 2
1000 H
800 |
oo
600 |
0 |
400 - | ‘
200 - ||
4 - = | |
chiral 21
; Tl
ity = | |\
0 . SR e TR I SRR e e e it
I | : - e T :
0 = 5 10 15 Pl e 25 min
Area Percent Report
Sorted By | Signal
Multiplier: s 1.0000
Dilution: s 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: DAD1 B, Sig=254,16 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %

ISR ot G o by 0.2305 266.81854 17.83802 1.3411
2 14.458 VB 0.2505 1.96294e4 1202.26538 98.6589

Totals : 1.98962e4 1220.10340

*** End of Report »**

Instrument 1 11/21/2011 5:45:19 PM Xu Cheng Page 1:0f 1



Addition of carboxamide to (-)-2 using diphenyl phosphoric acid as catalyst.

Data File E:\CX\PURDUE\DATA\HPLC\HPLC FOR CHX 07 042 02\023-0101.D
Sample Name: chx 07 042 02

Acg. Operator : Xu Cheng Seq. Line : 1
Acg. Instrument : Instrument 2 Location : vial 23
Injection Date : 3/24/2011 7:05:31 PM Inj 1
Inj Veolume : B.000 pl
Acqg. Method : C:\CHEM32\1\METHODS\XU CHENG\50T0505254.M
Last changed : 3/24/72011 7:00:53 PM by ¥u Cheng
Analysis Method : C:\CHEM32\1\METHODS\DEF_LC.M
Last changed : 5/8/2011 12:35:14 AM

(modified after leoading)

WYWD1 A, Wavelength=254 nm (EMCX\PURDUE\DATAHPLC\HPLC FOR CHX_07_042_02023-0101.0)
mAL ]
1750
1500
1250
1000 — - "
] - epi-Zampanolide
] [Zampanolide | I
750 -
500 —
250
0
T T T T
0 5 10 35 miry
Area Percent Report
Sorted By 4 Signal
Multiplier: t 1.0000
Dilution: 5 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDl A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
il [min] [min] mAU *3 [mAU ] %
=] | e [l == = [ |
1 16.875 MM 1.0359%9 7977.64941 128.3551% 43.5451
2 22.045 BB 1.4854 2985.51001 30.00828 16.2961
3 29.79% MM 2,0446 7357.25000 55.972%6 40.1588
Instrument 1 5/8/2011 12:54:21 AM Page L wf 2
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Addition of carboxamide to (-)-2 using (S)-TRIP as catalyst.

Data File F:\HPLC FOR CHX 07 065 01\051-0100.D

Sample Name: chx 07 065 01

Acg. Operator
Instrument :
Injection Date

Rhog.

Bog. Method

Last changed
Analysis Method :
Last changed

¥u Cheng
Instrument 2
4/21/2011 4:49:57 PM

Seqg. Line : 1
Location : Vial 51
Inj 1
Inj Volume : Z.000 nl

C:\CHEM32\ 1\METHODS\XU CHENG\50T0505254.M
4/21/2011 4:48:26 PM by Xu Cheng
C: \CHEM32\1\METHODS\USER METHODS\XU CHENG\50T05005254 .M
3/10/2011 5:46:27 PM by Xu Cheng

VWD1 A, Wavelength=254 nm (FAHPLC FOR CHX_07_065_011051-0100.0)
PMP1, Sclvent B
Norrn_: E
4 . o™
2000 lamide ]—\
1750-_
1500 [Zampanolide 1 |
3
1250 > 2
1000 epi-Zampanolide
] ~ e on 4
750 o \:3“5 ® &°
[(S)-TRIP |
500 2
1 ]
3 n .
07 88 8: : |8 2
B a0 3R S o
o s e RV s . e
| . = | I | ) | | 3
1] 5 10 15 20 25 30 35 miry
Fraction Information
Fraction collection using a timetable
Frac Well Location Volume BeginTime EndTime Reason Mass
# # [ul] [min] [min]
| | =] === ===~ s e [[=—=mmmm—m s
1 1 1-Vial 1 s 18 13.8000 13.9085 VWD1
2 il 1-vial 2 1364.27 14.0504 16,7331 VWDl
i3] 1 1-Vial 3 FASE S 16.7920 18.1725 VWD1
4 1 1-vial 4 T86.04 18.3360 19.8623 VWD1
5 il 1-vial 5 1824.17 L gaknlz)e) 25.7277 VWDl
6 1 1-Vial & 67323 26.6266 27.9273 VWD1
Instrument 1 4/29/2011 9:45:43 PM Xu Cheng Page LTt
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