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Table S1: 'H NMR comparison of (R)-4 and (S)-4 with reported data’
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7 NH HN 3244 \,Ll(

105

Reported Data (D)’ (R)-4 (S)-4
Assignment ou (Jin Hz) oy (Jin Hz) Ady (D-R) oy (Jin Hz) (?f;)
L-Threonine (1)
1 4.39 (dd,8.5, 2.5) 4.39 (dd, 8.5,2.2) 0 4.36 (dd, 8.5,2.2) 0.03
2 5.30 (dq, 6.5, 2.5) 5.30 (dq, 6.5, 2.5) 0 5.29 (dq, 6.5,2.5) 0.01
3 1.12 (d, 6.5) 1.12 (d, 6.6) 0 1.17 (d, 6.6) -0.05
1-NH 8.05 (d, 8.5) 8.06 (d, 8.5) -0.01 8.02 (d, 7.0) 0.03
D-Leucine (2)
5 4.65 (dd, 7.8, 7.8) 4.66 (dd, 7.7, 7.8) -0.01 4.70 (dd, 7.7, 7.8) -0.05
6 1.39 (m) 1.39 (m) 0 1.39 (m) 0
7 1.43 (m) 1.43 (m) 0 1.44 (m) -0.01
8 0.83 (d, 6.5) 0.84 (d, 6.5) -0.01 0.84 (d, 6.5) -0.01
9 0.83 (d, 6.5) 0.84 (d, 6.5) -0.01 0.84 (d, 6.5) -0.01
5-NH 7.48 (d, 7.8) 7.45 (d, 8.0) 0.03 7.47 (br m) 0.01
L-Isoleucine (3)
11 4.20(dd, 7.7,7.7) 4.20 (m) 0 4.13 (m) 0.07
12 1.76 (m) 1.77 (m) -0.01 1.75 (m) 0.01
13 0.80 (d, 7.0) 0.81 (d, 7.0) -0.01 0.81 (d, 7.0) -0.01
14a 1.40 (m) 1.40 (m) 0 1.44 (m) -0.04
14b 1.17 (m) 1.18 (m) -0.01 1.19 (m) -0.02
15 0.79 (t, 7) 0.79 (t,7.3) 0 0.79 (t,7.3) 0
11-NH 8.36(d, 7.7) 8.37 (br m) -0.01 8.43 (d, 7.4) -0.07
D-allo-Threonine (4)
17 3.92 (m) 3.92 (m) 0 3.95 (m) -0.03
18 3.92 (m) 3.92 (m) 0 3.95 (m) -0.03
19 1.09 (d, 7.0) 1.10 (d, 7.0) -0.01 1.09 (d, 7.0) 0
17-NH 8.38(d, 5.8) 8.38 (br m) 0 8.39 (d, 4.2) -0.01
D-Asparagine (5)
21 4.28 (dt, 7.0,7.0) 4.28 (m) 0 4.30 (m) -0.02
22a 2.59 (dd, 15, 7.2) 2.59(15,7.3) 0 2.57(15.0,7.2) 0.02
22b 2.77(dd, 15, 6.2 2.78 (15, 6.2) -0.01 2.85(15.0, 6.6) -0.08
21-NH 8.09 (d, 7.0) 8.09 (d, 7.0) 0 8.07 (d, 8.3) 0.02
23-NHa 7.41 (br,s) 7.42 (brs) -0.01 7.45 (br,s) -0.04
23-NHb 7.00 (br s) 7.00 (br s) 0 7.00 (br s) 0
D-Alanine (6)
25 3.95(dq, 7.0, 7.0) 3.97 (m) -0.02 391 (m) 0.04
26 1.17 (d, 7.0) 1.18 (d, 7.3) -0.01 1.19(d, 7.3) -0.02
25-NH 7.32 (d, 7.0) 7.35(d, 7.3) -0.03 7.28 (d, 8.2) 0.04
Guanidino-3-hydroxy-nonadecanoic acid (GHND)
29a 2.32(dd, 13.2,6.2) 2.32(dd, 13.2,6.4) 0 2.24 (dd, 13.1,3.7) 0.08
29b 2.45(dd, 13.2,4.9) 2.45(dd, 13.2,5.4) 0 2.43 (dd, 13.1,9.0) 0.02
30 3.80 (m) 3.81 (m) -0.01 3.79 (m) 0.01
31 1.36 (m) 1.37 (m) -0.01 1.37 (m) -0.01
32 1.35 (m) 1.37 (m) -0.02 1.37 (m) -0.02
33-44 1.25 (m) 1.25 (m) 0 1.24 (m) 0.01
45 1.42 (m) 1.42 (m) 0 1.44 (m) -0.02
46a 3.07 (7.0, 7.0) 3.07 (dd, 7.0,7.0) 0 3.10 (dd, 7.0,7.0) -0.03
46b 3.05 (dd, 7.0, 7.0) 3.05 (dd, 7.0, 7.0) 0 3.05 (dd, 7.0, 7.0) 0
NHCNHNH, 7.52 (t, 7.0) 7.46 (br m) 0.06 7.47 (br m) 0.05
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Table S2: °C NMR comparison of (R)-4 and (S)-4 with reported data
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Reported Data (D)' (R)-4 (5)-4
Assignment dc dc Adc (D-R) dc Adc (D-S)
L-Threonine (1)
1 56.6 56.6 0.00 56.8 -0.20
2 70.3 70.3 0.00 70.1 0.20
3 16.0 16.0 0.00 15.8 0.20
4 168.0 167.9 0.10 168.1 -0.10
D-Leucine (2)
5 50.1 49.9 0.20 49.7 0.40
6 423 423 0.00 4222 0.10
7 24.0 239 0.10 23.6 0.40
8 22.6 22.6 0.00 22.6 0.00
9 222 222 0.00 21.9 0.30
10 171.6 171.4 0.20 171.1 0.50
L-Isoleucine (3)
11 56.7 56.6 0.10 56.9 -0.20
12 35.8 35.8 0.00 35.4 0.40
13 153 15.3 0.00 15.0 0.30
14 24.2 24.0 0.20 23.7 0.50
15 10.6 10.6 0.00 10.3 0.30
16 173.0 172.7 0.30 173.0 0.00
D-allo-Threonine (4)
17 60.1 60.1 0.00 59.7 0.40
18 65.6 65.4 0.20 65.4 0.20
19 19.3 19.3 0.00 18.9 0.40
20 170.2 170.2 0.00 170.4 -0.20
D-Asparagine (5)
21 50.4 50.3 0.10 50.3 0.10
22 36.5 36.4 0.10 36.5 0.00
23 169.7 169.7 0.00 169.7 0.00
24 172.4 172.4 0.00 1723 0.10
D-Alanine (6)
25 47.8 47.6 0.20 47.7 0.10
26 16.9 17.0 -0.10 16.8 0.10
27 170.6 170.6 0.00 170.6 0.00
Guanidino-3-hydroxy-nonadecanoic acid (GHND)
28 171.6 171.5 0.10 172.2 -0.60
29 42.8 42.7 0.10 43.0 -0.20
30 67.5 67.5 0.00 68.4 -0.90
31 36.4 36.4 0.00 36.4 0.00
32 253 254 -0.10 25.6 -0.30
33-43 28.5-29.0 28.5-29.0 0.00 28.5-29.0 0.00
44 25.9 25.9 0.00 25.8 0.10
45 28.3 28.3 0.00 28.2 0.10
46 40.6 40.5 0.10 40.5 0.10
NHCNHNH, 156.6 156.5 0.10 156.6 0.00
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Table S3: 'H NMR comparison of (R)-6 with reported data’
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Reported Data (D)’ (R)-6
Assignment o (J in Hz) o (J in Hz) Adu (N-R)
L-Threonine (1)
1 4.39(dd, 8.5, 2.5) 441 (dm, 8.3) -0.02
2 5.30(dgq, 2.5, 6.5) 5.30 (m) 0
3 1.12 (d, 6.5) 1.13 (d, 6.2) -0.01
1-NH 8.05 (d, 8.5) 8.13(d, 8.1) -0.06
D-Leucine (2)
5 4.65 (brdd, 7.8, 7.8) 4.64 (m) 0.01
6 1.39 (m) 1.38 (m) 0.01
7 1.43 (m) 1.45 (m) -0.02
8 0.83 (d, 6.5) 0.83 (d, 5.8) 0
9 0.83 (d, 6.5) 0.83 (d, 5.8) 0
5-NH 7.48 (d, 7.8) 7.49 (d,9.2) -0.01
L-Isoleucine (3)
11 4.20(dd, 7.7,7.7) 4.20 (m) 0
12 1.76 (m) 1.77 (m) -0.01
13 0.80 (d, 7.0) 0.81 (d, 5.6) -0.01
14a 1.40 (m) 1.40 (m) 0
14b 1.17 (m) 1.16 (m) 0.01
11-NH 8.36(d, 7.7) 8.39 (d, 6.6) -0.03
D-allo-Threonine (4)
17 3.92 (m) 3.95 (m) -0.03
18 3.92 (m) 3.95 (m) -0.03
19 1.09 (d, 7.0) 1.10 (d, 5.0) -0.01
17-NH 8.38(d, 5.8) 8.50 (m) -0.12
D-Asparagine (5)
21 4.28 (dt,7,7) 431 (m) -0.03
22a 2.77 (dd, 15, 6.2) 2.76 (dd, 14.5, 5.6) 0.01
22b 2.59(dd, 15,7.2) 2.61 (dd, 14.5, 6.6) -0.02
23-NHa 7.41 (brs) 7.47 (br) -0.06
23-NHb 7.00 (br s) 7.02 (s) -0.02
D-Alanine (6)
25 3.95(dq,7,7) 3.95 (m) 0
26 1.17 (d, 7) 1.19 (d, 7.0) -0.02
25-NH 7.32(d, 7) 7.45 (m) -0.07
Guanidino-3-hydroxy-heptadecanoic acid (GHND)
29a 2.45 (dd, 13.2,4.9) 2.46 (dd, 13.3,4.7) -0.01
29b 2.32(dd, 13.2,6.2) 2.31(dd, 13.6, 6.5) 0.01
30 3.80 (m) 3.81 (m) -0.01
31 1.36 (2H, m) 1.37 (2H, m) -0.01
32 1.35 (2H, m) 1.34 (2H, m) 0.01
33-42 1.25 (20H, m) 1.24 (20H, m) 0.01
43 1.42 (2H, m) 1.44 (2H, m) -0.02
44a 3.07 (dd, 7, 7) 3.06 (brs) 0.01
44b 3.05(dd, 7,7) 3.06 (br s) -0.01
NHCNHNH, 7.52(t,7) 7.45 (m) 0.07
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Table S4: °C NMR comparison of (R)-6 with reported data’
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Reported Data (D)’ (R)-6
Assignment dc dc Adc (N-R)
L-Threonine (1)
1 56.6 56.5 0.0
2 70.3 70.3 0.0
3 16.0 15.9 0.1
4 168.0 167.8 0.2
D-Leucine (2)
5 50.1 50.1 0.0
6 423 42.1 0.2
7 24.0 23.9 0.1
8 22.6 223 0.3
9 222 22.3 -0.1
10 171.6 171.6 0.0
L-Isoleucine (3)
11 56.7 56.7 0.0
12 35.8 35.6 0.2
13 15.3 15.2 0.1
14 242 24.1 0.1
15 10.6 10.6 0.0
16 173.0 172.9 0.1
D-allo-Threonine (4)
17 60.1 60.1 0.0
18 65.6 65.4 0.2
19 19.3 19.2 0.1
20 170.2 170.1 0.1
D-Asparagine (5)
21 50.4 50.3 0.1
22 36.5 36.5 0.0
23 172.4 172.3 0.1
24 169.7 169.5 0.2
D-Alanine (6)
25 47.8 47.6 0.2
26 16.9 16.7 0.2
27 170.6 170.4 0.2
Guanidino-3-hydroxy-heptadecanoic acid (GHHD)
28 171.6 171.5 0.1
29 42.8 42.6 0.2
30 67.5 67.5 0.0
31 36.4 36.5 -0.1
32 253 25.1 0.2
33-41 28.5-29.0 28.6 0.2
42 25.9 25.8 0.1
43 28.3 28.3 0.0
44 40.6 40.4 -0.2

NHCNHNH, 156.6 n.d. n.d.




Reaction Schemes S1-S4

Scheme S1
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Scheme S2:
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Scheme S3:
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Scheme S4:
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1-(Benzyloxy)-19-[(zert-butyldiphenylsilyl)oxy]nonadec-5-yn-3-ol (R)-17 (400 MHz, CDCl3)

7.68
7.67
7.66
7.66
7.66
7.41
7.40
7.40

Current Data Paramete

NAME
EXPNO
PROCNO

1

F2 - Acquisition Parameters

Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

D1
MCREST
MCWRK

20100325
19.36
spect
5 mm DUL 13C-1
z9
65536
CDC13
16
0
8012.820
0.122266
4.0894966
362
62.400
6.00
300.0
2.00000000
0 sec
0.01500000

CHANNEL fl ====

1H

11.40

-3.00
400.2105792

Hz
Hz
sec

usec
usec

=

sec

usec
dB
MHz

F2 - Processing parameters

OO~ O IO ~ oo™
MMM MM NORNCINC)
[ e e M oM oM

7.33
7.26
—4.52

nQ

H
/\/\/\/\/\/\/\/\/\ OTBDPS
BnO

ST 32768
SF 400.2081824 MHz
WDwW no
SSB 0
LB 0 Hz
GB 0
PC 1.00
) J e . . h) Lu.
[ I I I I I I I I I I I I I I I I I I I |
9.5 9.0 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 ppm

18.0
2.0
5

21
2.3
514
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(R)-1-(Benzyloxy)-19-[(tert-butyldiphenylsilyl)oxy]nonadec-5-yn-3-ol (R)-17 ("*C NMR 100 MHz, CDCl5)

O W N
Current Data Parameters QO O <
NAME JCc449 MMM
EXPNO 2
PROCNO 1 =
F2 - Acquisition Parameters k\\:::::\
Date 20100326
Time 5.29
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 15360
DS 2
SWH 26178.010 Hz
FIDRES 0.399445 Hz
AQ 1.2517875 sec
RG 90.5
DW 19.100 usec
DE 6.00 usec
TE 299.9 K
D1 1.00000000 sec
dil 0.03000000 sec
DELTA 0.89999998 sec
MCREST 0 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13C
Pl 5.40 usec
PL1 -6.00 dB
SFO1 100.6445019 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6é
NUC2 1H
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 13.92 dB
PL13 20.00 dB
SFO2 400.2101790 MHz
F2 - Processing parameters
ST 65536
SF 100.6324256 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB 0
PC 1.00

129.5
128.4
127.7

127.7

§

127.5

DM NOI> MO o
N> 00O mMOo o
(oo R e e Bl AN AANC ANC)

—~=\[r

L0

32.6
29.6
29.6
29.4
29.2
29.0
28.9
27.5
26.9
25.8
19.2
18.8

L0
™

e

BnO

"
AN

OTBDPS

190 180 170 160 150 140

130 120

90 80 70 60

50 40 30 20 10 ppm

S11




(R)-1-(Benzyloxy)-19-[(tert-butyldiphenylsilyl)oxy]nonadec-5-yn-3-ol (R)-17 (DEPT-135, CDCl5)

Current Data Parameters

MHz

MHz

Hz

NAME Jc449
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date 20100326
Time 10.09
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135
TD 65536
SOLVENT CDC13
NS 5107
DS 2
SWH 26178.010
FIDRES 0.399445
AQ 1.2517875
RG 7298.2
DW 19.100
DE 6.00
TE 300.0
CNST2 145.0000000
D1 2.00000000
dz 0.00344828
di2 0.00002000
DELTA 0.00000688
MCREST 0 sec

MCWRK 0.01500000
======== CHANNEL fl ====
NUC1 13C
Pl 5.40
p2 10.80
PL1 -6.00
SFO1 100.6445019
======== CHANNEL f2 ====
CPDPRG2 waltzl6
NUC2 1H
P3 11.40
p4 22.80
PCPD2 80.00
PL2 -3.00
PL12 13.92
SFO2 400.2101790
F2 - Processing parameters
SI 32768
SF 100.6324256
WDW EM
SSB 0

LB 3.00
GB 0

PC 1.00

BnO

| g
N\

OTBDPS

190 180 170 160 150 140 130 120 110 100 90

80

70

60

50

40

30

20

ppm
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1-Benzyloxy-19-(tert-butyldiphenylsiloxy)-3-(methoxymethoxy)-nonadec-5-yne (R)-23 (*H NMR 400 MHz, CDCl3)

DWW ONOOOI>I M WO N O W< — O < < < O v w0
LW LOWOFIIFFITNONMMAN O~ O 00w O O m < — 0w N O
[ A R S T R R R A A < <! NN onom N [Q\) —
Current Data Parameters
NAME Jc4s50
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100403
Time 16.27
INSTRUM spect
PROBHD 5 mm BBI 1H-BB gMOM/ OTBDPS
PULPROG zg 2 =
TD 65536 BnO
SOLVENT CDC13
NS 16
DS 0
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 71.8
DW 62.400 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec r//
======== CHANNEL fl ========
NUC1 1H
Pl 5.30 usec
PL1 -3.00 dB
SFO1 400.2105792 MHz
F2 - Processing parameters
ST 32768 J
SF 400.2081819 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
PC 1.00
L Mbp .
[ T T T T T T T T T T T T T T T T T T
9. .0 0.5 ppm

0 8.5 8.0 7.5 7.0 6.5 6
l\rt’/
I

5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0
\\‘QI/L\‘Q-’/\‘QI/‘\‘Q’/\“:,/
< ~ o < )
L]
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1-Benzyloxy-19-(tert-butyldiphenylsiloxy)-3-(methoxymethoxy)-nonadec-5-yne (R)-23 (*C NMR100 MHz, CDCl;)

Current Data Parameters

NAME Jc4s0
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20100404
Time 4.37
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 20480

DS 2

SWH 26178.010 Hz
FIDRES 0.399445 Hz
AQ 1.2517875 sec
RG 574.7

DW 19.100 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
dil 0.03000000 sec
DELTA 0.89999998 sec

MCREST 0 sec

MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13C

Pl 12.00 usec
PL1 -6.00 dB
SFO1 100.6445019 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6

NUC2 1H
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 21.60 dB
PL13 25.00 dB
SFO2 400.2101790 MHz
F2 - Processing parameters
ST 65536

SF 100.6324260 MHz
WDW EM

SSB 0

LB 2.00 Hz
GB 0

PC 1.00

210 200 190

180

170

160

150

138.5
135.6

< 134.2

7

140

__-129.5

128.3
127.7
127.5

130

\

120

—109.9

110

100

90

80

~ O oY 0 O
OO MmN O
~c~ -~ 00

BnO

/\/C?)\M/\/WW\/\OTBDPS

70

60

50

30

20

ppm
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(R)-1-Benzyloxy-19-(tert-butyldiphenylsiloxy)-3-(methoxymethoxy)-nonadec-5-yne 9 (R)-23 (DEPT-135, CDCls)

Current Data Parameters

NAME JCc450

EXPNO 3 OMOM

PROCNO 1 /\/E\/\/\/\/\/\/\/\ OTBDPS

F2 - Acquisition Parameters BnO

Date_ 20100404

Time 14.00

INSTRUM spect

PROBHD 5 mm BBI 1H-BB

PULPROG deptl135

TD 65536

SOLVENT CDC13

NS 10240

DS 2

SWH 26178.010 Hz

FIDRES 0.399445 Hz

AQ 1.2517875 sec

RG 13004

DW 19.100 usec

DE 6.00 usec

TE 300.0 K

CNST2 145.0000000

D1 2.00000000 sec

dz2 0.00344828 sec

diz 0.00002000 sec

DELTA 0.00001528 sec

MCREST 0 sec

MCWRK 0.01500000 sec

======== CHANNEL fl ========

NUC1 13C

Pl 12.00 usec

02 22700 nooe  HIAMANSRH GHIN A

PL1 -6.00 dB

SFO1 100.6445019 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzlé

NUC2 1H

P3 5.30 usec

p4 10.60 usec

PCPD2 90.00 usec

PL2 -3.00 dB

PL12 21.60 dB

SFO2 400.2101790 MHz

F2 - Processing parameters

ST 32768

SF 100.6324260 MHz

WDW EM

SSB 0

LB 3.00 Hz

g]é 0 1 00 i I i I i I I I i I i I i I i I i I
180 160 140 120 100 80 60 40 20 ppm



19-(Benzyloxy)-13-(methoxymethoxy)-pentadec-14-yn-1-ol (R)-18 (IH NMR 400 MHz, CDCl5)

7.40
7.39
7.37
7.33
7.27
7.26

e e e \.\V/ \\N\N.N H\ \\ /%/

PROCNO 1

F2 - Acquisition Parameters

Date_ 20100401

Time 15.10

INSTRUM spect

PROBHD 5 mm BBI 1H-BB OMOM
PULPROG zg H / OH
™ 65536 Z
SOLVENT cDC13 BnO

NS 8

DS 0

SWH 8012.820 Hz

FIDRES 0.122266 Hz

AQ 4.0894966 sec

RG 71.8

DW 62.400 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec

MCREST 0 sec

MCWRK 0.01500000 sec

======== CHANNEL f1l ==

NUC1 1H

Pl 5.30 usec

PL1 -3.00 dB

SFO1 400.2105792 MHz —

F2 - Processing parameters

ST 32768
SF 400.2081816 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
PC 1.00
,» A "

T T T
9.0 8.5 5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.
\‘qﬁ \“—ﬁ \‘m.
< <) o
<

6.0 5.
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19-(Benzyloxy)-13-(methoxymethoxy)-pentadec-14-yn-1-ol (R)-18 (13C NMR 100 MHz, CDCl;)

Current Data Parameters MMM ANOTH OO AT OWL OO W™ O
NAME Jcas1 S S
EXPNO 2 ON>>T~TOVWOMONOUM TN O)Y O)Y O O) O) 00O WO O O OO
PROCNO 1 O el e N A NN MM ANNNNNNNNN A

Ny s

INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 5120

DS 2

SWH 26178.010 Hz
FIDRES 0.399445 Hz QMOM/ OH
AQ 1.2517875 sec - =
RG 2896.3 BnO
DW 19.100 usec
DE 6.00 usec
TE 300.0 K

D1 1.00000000 sec
dll 0.03000000 sec
DELTA 0.89999998 sec
MCREST 0 sec

MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13C

Pl 12.00 usec
PL1 -6.00 dB
SFO1 100.6445019 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6

NUC2 1H
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 21.60 dB
PL13 25.00 dB
SFO2 400.2101790 MHz
F2 - Processing parameters
ST 65536

SF 100.6324264 MHz
WDW EM

SSB 0

LB 2.00 Hz
GB 0

PC 1.00

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

S17



19-(Benzyloxy)-13-(methoxymethoxy)-pentadec-14-yn-1-ol (R)-18 (DEPT-135, CDCls)

|

Current Data Parameters
NAME Jc451
EXPNO 3 OM
PROCNO 1 : FZ
s BnO
F2 - Acquisition Parameters
Date 20100402
Time 4.35
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG dept135
TD 65536
SOLVENT CDC13
NS 10240
DS 2
SWH 26178.010 Hz
FIDRES 0.399445 Hz
AQ 1.2517875 sec
RG 5160.6
DW 19.100 usec
DE 6.00 usec
TE 300.0 K
CNST2 145.0000000
D1 2.00000000 sec
dz 0.00344828 sec
di2 0.00002000 sec
DELTA 0.00001528 sec
MCREST 0 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13C
Pl 12.00 usec
p2 24.00 usec
PL1 -6.00 dB
SFO1 100.6445019 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
P3 5.30 usec
p4 10.60 usec
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 21.60 dB
SFO2 400.2101790 MHz
F2 - Processing parameters
ST 32768
SF 100.6324260 MHz
WDW EM
SSB 0
LB 3.00 Hz
gg 0 . " T " T " T " T " T " T
180 160 140 120 100 80



1-(Benzyloxy)-19-{| N, N'-bis(tert-butoxycarbonyl)|guanidino}-3-(methoxymethoxy)-nonadec-5-yne (R)-19 (IH NMR 400 MHz, CDCl;)

St o o OO AN NOOIOHWUL MMODWOWOAETITIONOANMOONNOTII™ LW
N oo NN [\PPP@&OKO@LOOO(DKOLOMMWWW\—!LOLDLOLOLOQ"(\](\]
S~~~ <r‘<T‘<T‘<F<r‘<r‘<r‘WQ‘M("’)M(‘OMMC\](\]NNHH\—!HH\—{HH

Current Data Parameters

NAME JC452

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20100406

Time 15.41

INSTRUM spect

PROBHD 5 mm BBI 1H-BB J,\JI\BOC

PULPROG zg OMOM

TD 32768 E / N NHBoc

SOLVENT cDC13 = H r'—

NS 16 BnO

DS 0

SWH 8012.820 Hz

FIDRES 0.244532 Hz

AQ 2.0447731 sec

RG 71.8

DW 62.400 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec

MCREST 0 sec

MCWRK 0.01500000 sec

======== CHANNEL fl ========

NUC1 1H

Pl 8.20 usec

PL1 -3.00 dB

SFO1 400.1328009 MHz

F2 - Processing parameters

ST 32768

SF 400.1300089 MHz

WDW no

SSB 0

LB 0 Hz

GB 0

PC 1.00

] AL
[ T T T T T T T T T T T T T T T T T
10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 3.5 3.0 25 2.0 1.5 1.0 0.5 ppm
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1-(Benzyloxy)-19-{| NV, N'-bis(tert-butoxycarbonyl)|guanidino}-3-(methoxymethoxy)-nonadec-5-yne (R)-19 (13 C NMR 100 MHz, CDCl,)

O~ N < o O 1O
Current Data Parameters ¢« . . . LI AT N LOWOMNOMT OO O0OOMANOOHOMO
NAME Jcas2 < O o0 o0 ™~ ™~ . . . . . . . . . . . . . . . . . . . . . . . . .
EXPNO 2 O O n ™ N N (N LOM ANOEM- OV WOWMHOANWOVWOOOY L OO OYOOYO)Y O O O 0
PROCNO 1 — o~ — — oo~ OO NNNNANNNNNN
F2 - Acquisition Parameters
Date 20100406
Time 15.48
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG zgdc30
TD 65536
SOLVENT C6D6
NS 4898 NBoc
DS 0
SWH 26178.010 Hz QMOM N NHB
FIDRES 0.399445 Hz H Z oc
AQ 1.2517875 sec BnO H
RG 8192
DW 19.100 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
dll 0.03000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13cC
Pl 12.60 usec
PL1 -6.00 dB
SFO1 100.6248025 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 20.00 dB
SFO2 400.1320007 MHz
F2 - Processing parameters
ST 32768
SF 100.6127717 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB 0
PC 1.00

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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1-(Benzyloxy)-19-{| N, N'-bis(tert-butoxycarbonyl)|guanidino}-3-(methoxymethoxy)-nonadec-5-yne (R)-19 (DEPT-135, CDCls)

Current Data Parameters

NAME Jc452

EXPNO 3

PROCNO 1 NBoc

F2 - Acquisition Parameters (E)MOM/ N)J\NHBOC

Date 20100407 z = H

Time 5.24 BnO

INSTRUM spect

PROBHD 5 mm BBI 1H-BB

PULPROG dept135

TD 65536

SOLVENT CDC13

NS 10240

DS 4

SWH 28248.588 Hz

FIDRES 0.431039 Hz

AQ 1.1600372 sec

RG 5792.6

DW 17.700 usec

DE 6.00 usec

TE 300.0 K

CNST2 140.0000000

D1 2.50000000 sec

d2 0.00357143 sec

di2 0.00002000 sec

DELTA 0.00001604 sec

MCREST 0 sec

MCWRK 0.01500000 sec

======== CHANNEL fl ========

NUC1 13C

Pl 12.60 usec

p2 25.20 usec

PL1 -6.00 dB

SFO1 100.6248025 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzlé

NUC2 1H

P3 6.90 usec

p4 13.80 usec

PCPD2 90.00 usec

PL2 -3.00 dB

PL12 20.00 dB

SFO2 400.1328009 MHz

F2 - Processing parameters

SI 32768

SF 100.6127717 MHz

WDW EM

SSB 0

LB 2.00 Hz

gg 0 1 40 i I i I i I i I i i I i I i I i I i I
180 160 140 120

|
100 80 60 40 20 0



19-{| NV, N'-Bis(tert-butoxycarbonyl)|guanidino}3-(methoxymethoxy)-nonadecan-1-ol (R)-24 (IH NMR 400 MHz, CDCl,)

O D LOWMNMANOOOFTAA-TOOWOFTNOHONMOANAONNOO-TOA-OOOMAHO>O W
AN LCLOwwOwWwoowaowr-r~rrErErErErE -0 OMEeE 0O 0N WnLWLWLWw T OMN
. L T T T T

Current Data Parameters ~ AN U N U U NGO N NGO NN A NGO NN A TGO N A NN A NG A NGO RGO NN A BN O NN A IR wuu I wo IR o TR o IR v T e I T T e B e IO e B |

NAME JC472hydrog

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20100507

Time 13.40

INSTRUM spect

PROBHD 5 mm BBI 1H-BB

PULPROG zg

TD 32768

SOLVENT cpcl3 OMOM j\]l\BOC

NS 16 R r

DS 0 N S VN VP

SWH 8012.820 Hz HO H NHBoc

FIDRES 0.244532 Hz

AQ 2.0447731 sec

RG 10.1

bW 62.400 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec

MCREST 0 sec

MCWRK 0.01500000 sec

======== CHANNEL fl ========

NUC1 1H

Pl 8.20 usec

PL1 -3.00 dB

SFO1 400.1328009 MHz

F2 - Processing parameters

ST 32768

SF 400.1300094 MHz

WDW no

SSB 0

LB 0 Hz

GB 0

PC 1.00

— 4“ ﬂd: — %U "

1 L

L L L L U U L L A I L I A I
10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 .5 ppm

o R
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(R)-19-{|N,N'"-Bis(tert-butoxycarbonyl)|]guanidino}3-(methoxymethoxy)-nonadecan-1-ol (R)-24 (13 C NMR 100 MHz, CDCl3)

N~
Current Data Parameters LI . (0] MNMOMOMET T~V OVWOLOWH~TLOWILOHNOMTMO WN
NAME JC472hydrog [N e NTe) . LT S T S T T T T T Y
EXPNO 2 O O O LO MO~ WVWWOWOHL I WOWWH OO OO 00 O WL
PROCNO ! — Y OO FTOMONNNNNNNNNN
F2 - Acquisition Parameters
Date 20100507
Time 13.44
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG zgdc30
TD 65536
SOLVENT C6D6
NS 1956
DS 0
SWH 26178.010 Hz OMOM NBoc
FIDRES 0.399445 Hz =
AQ 1.2517875 sec e N G P e G G N
RG 4096 HO ” NHBoc
DW 19.100 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
dil 0.03000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13C
Pl 12.60 usec
PL1 -6.00 dB
SFO1 100.6248025 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 20.00 dB
SFO2 400.1320007 MHz
F2 - Processing parameters
ST 32768
SF 100.6127743 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB 0
PC 1.00

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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(R)-19-{|N,N'"-Bis(tert-butoxycarbonyl)|]guanidino}3-(methoxymethoxy)-nonadecan-1-ol (R)-24 (DEPT-135, CDCls)

Current Data Parameters

NAME JC472hydrog

EXPNO 3

PROCNO 1

F2 - Acquisition Parameters

Date 20100507 OMOM NBoc
Time 16.13 e U N N N N N N J\
INSTRUM spect HO N” "NHBoc
PROBHD 5 mm BBI 1H-BB H
PULPROG dept135

TD 65536

SOLVENT CDC13

NS 1270

DS 4

SWH 28248.588 Hz

FIDRES 0.431039 Hz

AQ 1.1600372 sec

RG 14596.5

DW 17.700 usec

DE 6.00 usec

TE 300.0 K

CNST2 140.0000000

D1 2.50000000 sec

d2 0.00357143 sec

di2 0.00002000 sec

DELTA 0.00001604 sec

MCREST 0 sec * i -
MCWRK 0.01500000 sec

======== CHANNEL fl ========

NUC1 13C

Pl 12.60 usec

p2 25.20 usec

PL1 -6.00 dB

SFO1 100.6248025 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzl6

NUC2 1H

P3 6.90 usec

p4 13.80 usec

PCPD2 90.00 usec

PL2 -3.00 dB

PL12 20.00 dB

SFO2 400.1328009 MHz

F2 - Processing parameters

SI 32768

SF 100.6127617 MHz

WDW EM

SSB 0

LB 2.00 Hz

GB 0 B B L e B L L L L I B L S IS KA LRl LA AR LRSS LSRR LA
PC 1.00

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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19-{| NV, N'-Bis(tert-butoxycarbonyl)|guanidino}3-(methoxymethylenoxy)-nonadecanoic acid (R)-8 (IH NMR 400 MHz, CDCl5)

Current Data Parameters

< r-~oLOowe 10 OUOMAS~TOMOANNOS AN A
LOWOAHWWOWWW M WHWOLWOLWOLWOLWLWOLWLWOLWS OO
<N

—7.26
4.68
4.67

N MM MO NANNANA A AAAAAA A A A
NAME JCexacid(s)
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date 20100519
Time 8.55
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG 2g o OMOM NBoc
TD 65536 z
SOLVENT cDC13 HO N NHBoc
NS 8 H
DS 0
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 10.1
DW 62.400 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 5.30 usec
PL1 -3.00 dB
SFO1 400.2105792 MHz
F2 - Processing parameters
SI 32768
SF 400.2081821 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
PC 1.00

— \ _Af/f—: iﬂ—jﬂUL

T T
10.5 10.0

pa—— W W W g

| |
.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5

I
1.0 0.5 ppm
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19-{| NV, N'-Bis(tert-butoxycarbonyl)|guanidino}3-(methoxymethylenoxy)-nonadecanoic acid (R)-8 (13C NMR 100 MHz, CDCl5)

Lo O < N
Current Data Parameters . LI . DA IO NOMTIOWIOOTOM~T VOO FITNOMO WO
NAME JCexacid (S) O oM O . . . . . . . . . . . . . . . . . . . . . . .
EXPNO 3 ~ O O O O MO~ O OO OoOoOOoOoyow oo~ WO
PROCNO ! — — OSSN ONNNNNNNNNNN
F2 - Acquisition Parameters
Date 20100518
Time 17.02
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 10240
DS 2
SWH 26178.010 Hz
FIDRES 0.399445 Hz o QMOM NBoc
i 1o2SLT8TS sec )J\/\/\/\/\/\/\/\/\/\ )J\
RG 1625.5 HO N~ ~NHBoc
DW 19.100 usec H
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
dil 0.03000000 sec
DELTA 0.89999998 sec
MCREST 0 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUCL 13C
Pl 12.00 usec
PL1 -6.00 dB
SFO1 100.6445019 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 21.60 dB
PL13 25.00 dB
SFO02 400.2101790 MHz
F2 - Processing parameters
ST 65536
SF 100.6324292 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB 0
PC 1.00

,L,J W & A

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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19-{| NV, N'-Bis(tert-butoxycarbonyl)|guanidino}3-(methoxymethylenoxy)-nonadecanoic acid (R)-8 (DEPT-135, CDCl;)

Current Data Parameters

NAME JCexacid (S)
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20100519

Time 8.54
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG dept135

TD 65536
SOLVENT CDC13

NS 10240

DS 2

SWH 26178.010 Hz
FIDRES 0.399445 Hz
AQ 1.2517875 sec
RG 7298.2

DW 19.100 usec
DE 6.00 usec
TE 300.0 K
CNST2 145.0000000

D1 2.00000000 sec
dz 0.00344828 sec
di2 0.00002000 sec
DELTA 0.00001528 sec
MCREST 0 sec

MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13C

Pl 12.00 usec
p2 24.00 usec
PL1 -6.00 dB
SFO1 100.6445019 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H

P3 5.30 usec
p4 10.60 usec
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 21.60 dB
SFO2 400.2101790 MHz
F2 - Processing parameters
ST 32768

SF 100.6324292 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

HO

|

NBoc

NHBoc

190

180 170 160 150

140

130 120

110

100 90

80

70

60

50

40

30

20

ppm
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Cbz-L-Thr-b-Leu-L-Tle-Val-D-allo-Thr(tert-butyl)-p-Asn(Trt)-D-Ala-OH 13 ("H NMR 400 MHz, MeOD-d,)

o O MO WO ITM—HO — O M ON A A A A A OO AN OO0O>IT MWL AN O
O MM ANNNNNNN — — O OMMmMMMHM MM OMMANH—HOOO O)YOY O
oo [ e R e S S e R o w0 < OO OOMOOMOMON dd A A A d A 1O OO OO

Current Data Parameters

NAME Jc490c

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date 20100702

Time ™ 19.43 CbzHN

INSTRUM spect

PROBHD 5 mm BBI 1H-BB O

PULPROG zg

™ 32768 2, M OH

SOLVENT MeOD ~NH * o

NS 16 (0]

DS 0 ﬁ/\ /‘\

SWH 8012.820 Hz HN _

FIDRES 0.244532 Hz H =

AQ 2.0447731 sec N - OH

RG 90.5 BUO. N/\n/

DW 62.400 usec H

DE 6.00 usec (o) (@]

TE 300.0 K

D1 2.00000000 sec O

MCREST 0 sec TrtHN

MCWRK 0.01500000 sec

======== CHANNEL fl ========

NUC1 1H

Pl 8.20 usec

PL1 -3.00 dB

SFO1 400.1328009 MHz

F2 - Processing parameters

SI 32768 —

SF 400.1300079 MHz

WDW no

SSB 0

LB 0 Hz

GB 0

PC 1.00

[ T T T T T T T T T T T T T T T T T T T T T

10.5 100 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 1.0 0.5 ppm

5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5
o © N [
- ™
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Cbz-L-Thr-b-Leu-L-Tle-Val-D-allo-Thr(tert-butyl)-p-Asn(Trt)-D-Ala-OH 13 (COSY, MeOD-d,)

Current Data Parameters

NAME Jc490C
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20100702
Time 19.44
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG cosygpgf

TD 2048
SOLVENT MeOH

NS 16

DS 4
SWH 4006.410 Hz
FIDRES 1.956255 Hz
AQ 0.2556404 sec
RG 80.625

DW 124.800 usec
DE 6.00 usec
TE 300.0 K
do 0.00000300 sec
D1 2.25000000 sec
dl3 0.00000400 sec
D16 0.00015000 sec
INO 0.00024991 sec
MCREST 0 sec

MCWRK 2.25000000 sec

CHANNEL f1l ==

1H
4.19 usec
8.38 usec

-3.00
400.1318006 MHz

GRADIENT CHANNEL =====

GPNAM1 sine.100
GPNAM2 sine.100
GPX1 0%

GPX2 0%

GPY1 03

GPY2 0%

GPz1 10.00 %
GPZ2 10.00 %
P16 1500.00 usec
Fl - Acquisition parameters
TD

SFO1 400.1318 MHz
FIDRES 7.815235 Hz
SW 10.000 ppm
FnMODE QF

F2 - Processing parameters
SI

SF 400.1300078 MHz
WDW QSINE
SSB 1

LB 0 Hz

GB 0

PC 1.00

Fl - Processing parameters
SI 256
MC2 QF

SF 400.1299955 MHz
WDW States-TPPI
SSB 1

LB 0 Hz

GB 0

b

L

ppm

o & Q.

wwgﬁo@

@ v B

[ o 8
[ B

0
# ]
v T

] L

IS w ) =

@)

9

8

7

6

5 4 3 2 1

0

ppm
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Cbz-L-Thr-b-Leu-L-Tle-Val-p-allo-Thr (tert-butyl)-pD-Asn(Trt)-D-Ala-OH 13 ("*C NMR 100 MHz, MeOD-dy)

O OOy LW N> LW D O O~
Current Data Parameters M M . M . M . . . M . . . . . .
NAME Jc490¢ O "M AN N O 00 O OY Oy O O ™~
SR J [ A i N To) ST MNNNNN
L I B e B T B e B B L A B e B T B e B e B
F2 - Acquisition Parameters
Date 20100703
Time 11.59
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG zgdc30
TD 65536
SOLVENT C6D6
NS 16160 CbzHN
DS 0
SWH 26178.010 Hz
FIDRES 0.399445 Hz
AQ 1.2517875 sec OwN OH
RG 90.5 2, /
D 19.100 usec “~NH % o
DE 6.00 usec OQ(\
TE 300.0 K
D1 1.00000000 sec /‘\
dil 0.03000000 sec -
MCREST 0 sec HN H 0 B
MCWRK 0.01500000 sec - OH
t
—=—=—=—= CHANNEL fl ======—= BuO ”/\ﬂ/
NUC1 13C o O
Pl 12.60 usec
PL1 -6.00 dB
SFO1 100.6248025 MHz TrtHN @)
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 -3.00 dB
PL12 20.00 dB
SFO2 400.1320007 MHz
F2 - Processing parameters
SI 32768
SF 100.6126289 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.00

210 200 190 180 170 160 150 140 130

HDOWWOWWOMUWOMANHOOOJILT N IO O© O O
OO NOOMAOHAOWWwWLO MO O
0000V LOVIOHOOLWLSITOMONNNNNN A A

90 80 70 60 50 40 30 20 ppm
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Cbz-L-Thr-b-Leu-L-Tle-Val-p-allo-Thr (tert-butyl)-pD-Asn(Trt)-D-Ala-OH 13 (HSQC, MeOD-d,)

Current Data Parameters

NAME Jca9oc

EXPNO 4

PROCNO 1

F2 - Acquisition Parameters

Date 2 0704

Time 14.51

INSTRUM spect

PROBHD 5 mm BBI 1H-BB

PULPROG invietgpsi

TD 4096

SOLVENT CDC13

NS 32

DS 4

SWH 4006.410 Hz

FIDRES 0.978127 Hz

AQ 0.5112308 sec

RG 912.275

D 124.800 usec

DE 6.00 usec

TE 301.0 K

CNST2 140.0000000

do 0.00000300

D1 2.00000000

d4 0.00178571

dil 0.03000000

di3 0.00000400 s

D16 0.00015000

D24 0.00178500

DELTA 0.00172276

DELTALl 0.00165800

INO 0.00002485

MCREST 0 sec

MCWRK 0.33333400 sec

ST1CNT 0
CHANNEL f1

NUC1

Pl 8.38 usec

p2 16.76 usec

P28 0.50 usec

PL1 -3.00 dB

SFO1 400.1318006 MHz
CHANNEL £2

CPDPRG2 garp

NUC2 13C

P3 12.00 usec

pd 24.00 usec

PCPD2 70.00 usec

PL2 -6.00 dB

PL12 10.70 dB

SFO2 100.6227903 MHz

—————— GRADIENT CHANNEL =====

GPNAM1 sine.100

GPNAM2 sine.100

GPX1 0%

GPX2 0%

GPY1 0%

GPY2 0%

GPZ1 80.00 %

GPZ2 20.10 %

P16 1500.00 usec

F1 - Acquisition parameters
™D 188

SFO1 100.6228 MHz
FIDRES 107.025131 Hz

sw 199.962 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters

sI

SF 400.1300055 MHz
won s

55B 2

LB 0 Hz

GB 0

BC 1.00

Fl - Processing parameters

sI 512

Mc2 echo-antiecho

SF 100.6126317 MHz
WDW 13

SSB 2

LB 0 Hz

cB 0

ppm

Fl

—100

—120

—140

ppm
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Cbz-L-Thr-b-Leu-L-Tle-Val-D-allo-Thr(tert-butyl)-pD-Asn(Trt)-D-Ala-OH 13 (HMBC, MeOD-d,)

Current Data Parameters

NAME Jc4s0c
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date 20100711
Time 19.09
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG ~ inv4gplplrndqgf

4096
SOLVENT CD3CN
NS 32
DS 8
SWH 4006.410 Hz
FIDRES 0.978127 Hz
RO 0.5112308 sec
RG 5792.63
DW 124.800 usec
DE 6.00 usec
TE 0 K
CNST2 145.0000000
40 0.00000300 sec
D1 2.00000000 sec
a2 0.00344828 sec
D6 0.06250000 sec
d13 0.00000400 sec
D16 0.00015000 sec
INO 0.00002484 sec
MCREST 0 sec
MCWRK 2.00000000 sec

HANNEL f1
NUC1 1H
Pl 6.12 usec
p2 12.24 usec
PL1 -3.00 dB
SFOL 400.2101790 MHz
CHANNEL f2 ==
13c
12.00 usec

GPNAM1
GPNAM2
GPNAM3
GPX1
GPX2
GPX3
GPY1
GPY2
GPY3
GPZ1
GPZ2
GPZ3
Pl6

GRADIENT CHANNEL =

-6.00 dB
100.6424892 MHz

sine.100
sine.100
sine.100

cococooco

50.00
30.00
40.10
1500.00 usec

F1 - Acquisition parameters

TD
SFO1
FIDRES
W
FnMODE

512
100.6425 MHz
39.318066 Hz
200.023 ppm
QF

F2 - Processing parameters

400.2081779 MHz
SINE

2

1.00

Fl - Processing parameters
1024

QF
100.6322781 MHz
States

2

.

Lol

_ - 20
) - — 40

L — 60
) { - 80
- 100
- 120
. - 140
- . - 160

—180

5 4 3 2 1 pprm
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Cyclic peptide 7 ("H NMR 400 MHz, DMSO-d;)

Current Data Parameters

NAME Jc498p
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20100704

Time 18.41
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg

TD 65536
SOLVENT CDC13

NS 16

DS 0

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 287.4

DW 62.400 usec
DE 6.00 usec
TE 0 K

D1 2.00000000 sec
MCREST 0 sec

MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 11.40 usec
PL1 -3.00 dB
SFO1 400.2105792 MHz
F2 - Processing parameters
ST 32768

SF 400.2081750 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

PC 1.00

TrtHN

’BuO

Z IIn.

7.
7.
7.
7.
7.
.....>:°

l\\\
ol

NHCbz

W

—3.32
—2.50
14

10.5 100 9.5

.0 8.5 8.0 7.5
EE
< o

7.0 6.5 6.0

26.1

.5 5.0 4.5 4.0
L
(32} - ©

35 30 25 20 15 1.0 0.5 ppm

a
J
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Cyclic peptide 7 (COSY, DMSO-d;)

Current Data Parameters

NAME JC498P
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date 20100714
Time 13.30
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG cosygpgf ppm
TD 2048 -
SOLVENT CDC13 r
NS 16 o
DS 16 F 0
SWH 4006.410 Hz . r
FIDRES 1.956255 Hz R r
AQ 0.2556404 sec F
RG 143.675 o
DW 124.800 usec 0 r l
DE 6.00 usec [6) o @ F
TE 0 K 4 o
do 0.00000300 sec o
D1 2.00000000 sec 0 r
di3 0.00000400 sec -
D16 0.00015000 sec F 2
INO 0.00024988 sec é r
MCREST 0 sec F
MCWRK 2.00000000 sec 0 ] F
= CHANNEL f1 = 0 r
1H —
PO 2.91 usec @@ (] o o 3
Pl 5.82 usec o
PL1 -3.00 dB F
SFOL 400.2101790 MHz o o
GRADIENT CHANNEL 00 6 =4
GPNAM1 SINE.100 0 @ © ° 0 o
GPNAM2 SINE.100 o} F
GPX1 0% R F
GPX2 0% 0 © F
GPY1 0% F
GPY2 03 @ o 5
Gpz1 10.00 0 8 ) F
GPZ2 10.00 F
Pl6 1500.00 usec ° L
0 L
Fl - Acquisition parameters F
TD F 6
SFO1 400.2102 MHz . F
FIDRES 7.816408 Hz F
SW 10.000 ppm F
FnMODE QOF r
F2 - Processing parameters F 7
SI 512 @ ° F
SF 400.2081737 MHz r
WDW QSINE -
ssB 0 6 E
LB 0 Hz r
GB 0 j I 8
PC 1.00 F
] 6 0 b
Fl1 - Processing parameters — @ r
ST 256 -
MC2 QF o 9
SF 400.2081672 MHz r
WDW States-TPPI F
SSB 0 LI L L B L L L L L
LB 0 Hz I I I I I I I I I I
GB 0

9 8 7 6 5 4 3 2 1 0 ppm
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Cyclic peptide 7 (*C NMR 100 MHz, DMSO-dg)

Current Data Parameters

NAME JCc498p
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20100704
Time 19.00
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 30786

DS 2

SWH 26178.010 Hz
FIDRES 0.399445 Hz
AQ 1.2517875 sec
RG 57

DW 19.100 usec
DE 6.00 usec
TE 0 K

D1 1.00000000 sec
dil 0.03000000 sec
DELTA 0.89999998 sec
MCREST 0 sec

MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13C

Pl 5.40 usec
PL1 -6.00 dB
SFO1 100.6445019 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 13.92 dB
PL13 20.00 dB
SFO2 400.2101790 MHz
F2 - Processing parameters
ST 65536

SF 100.6324759 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

210 200

190

O Nnovd< [&))
N — OO OO w WO <
S0 0N <
L B e B e I e I e B e B e R | —
TrtHNj\E
HN/\n/ o\
O
. «\\_i/go 0" o
BUOHN [l
NHCbz

180 170 160 150

140 130 120

O AN NI N AN M HODIO O O
MO WVOOMEMNOOHTOHOO O ™~ WOy I~
OOV WOLW P ITONODNDOOMNOMOANNN

== ———"

100 90 80 70 60 50 40 30 20

ppm



Cyclic peptide 7 (HSQC, DMSO-dq)

Current Data Parameters

NAME Jc498p

EXPNO 5

PROCNO 1

F2 - Acquisition Parameters

Date 20100714

Time 18.49

INSTRUM spect

PROBHD 5 mm BBI 1H-BB

PULPROG invietgpsi

TD 4096

SOLVENT DMSO

NS 32

DS 8

SWH 4006.410 Hz

FIDRES 0.978127 Hz

AQ 0.5112308 sec

RG 1149.4

D 124.800 usec

DE 6.00 usec

TE 0K

CNST2 145.0000000

do 0.00000300 sec

D1 2.00000000 sec

d4 0.00172414 sec

dil 0.03000000 sec

di3 0.00000400 sec

D16 0.00015000 sec

D24 0.00172000 sec

DELTA 0.00171764 sec

DELTAL1 0.00165800 sec

INO 0.00002484 sec

MCREST 0 sec

MCWRK 0.33333400 sec

ST1CNT 0
CHANNEL f1

NUC1

Pl 5.82 usec

p2 11.64 usec

P28 2000.00 usec

PL1 -3.00 dB

SFO1 400.2101790 MHz
CHANNEL £2

CPDPRG2 garp

NuCc2 13C

P3 12.00 usec

pd 24.00 usec

PCPD2 80.00 usec

PL2 -6.00 dB

PL12 10.48 dB

SFO2 100.6424892 MHz

—————— GRADIENT CHANNEL =====

GPNAM1 sine.100

GPNAM2 sine.100

GPX1 0%

GPX2 0%

GPY1 0%

GPY2 0%

GPZ1 80.00 %

GPZ2 20.10 %

P16 1500.00 usec

F1 - Acquisition parameters
™D 256

SFOL 100.6425
FIDRES 78.636131
SW 200.023
FnMODE Echo-Antiecho

MHz
Hz
ppm

F2 - Processing parameters

MHz

MHz

SI
SF 400.2081757
WoW s

SSB 2

1B 0 Hz

GB 0

BC 1.40

F1 - Processing parameters
SI 512
Mc2 echo-antiecho

SF 100.6324842
WDW

SSB 2

LB 0 Hz

GB 0

JIH L luJ

ppm

e

—100

—120

—140

ppm
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Cyclic peptide 7 (HMBC, DMSO-dj)

Current Data Parameters

Hz
Hz
sec

usec
usec

sec
sec
sec
sec
sec
sec
sec

usec
usec

dl
MHz

NAME JC498P
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date 20100715
Time 3
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG ~ inv4gplplrndqgf
4096
SOLVENT cp3CeN
NS 32
DS 8
SWH 4006.410
FIDRES 0.978127
RO 0.5112308
RG 724.075
DW 124.800
DE 6.00
TE 0 K
CNST2 145.0000000
40 0.00000300
D1 2.00000000
d2 0.00344828
D6 0.06250000
d13 0.00000400
D16 0.00015000
INO 0.00002484
MCREST 0 sec
MCWRK 2.00000000
CHANNEL f1
1H
5.82
11.64
-3.00
400.2101790
~ CHANNEL f2

GPNAM1
GPNAM2
GPNAM3
GPX1
GPX2
GPX3
GPY1
GPY2
GPY3
GPZ1
GPZ2
GPZ3
Pl6

TD
SFO1
FIDRES
W
FnMODE

-6.00
100.6424892

GRADIENT CHANNEL

cococooco

sine.100
sine.100
sine.100

o de g 9P oF

100.6425
43.573269
200.023
QF

usec
dB
MHz

£ oe ae oe

sec

F1 - Acquisition parameters
462

MHz
Hz
ppm

F2 - Processing parameters

ST
SF
WDW
SSB
LB
GB
PC

0
0

20
400.2081747
SINE
2
Hz

1.00

MHz

Fl - Processing parameters
ST 1024

MC2
SF
WDW
5SB
1B
GB

QF
100.6324617
States

2

MHz

. M 4 luJ

oy

A

™

—100

—120

—140

—160

—180

9

8 7 6 5 4 3 2 1 ppm

S37



Compound (R)-4 ("H NMR 400 MHz, DMSO-dj)

Current Data

RNV,

NAME circulocindpure
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20100908
Time 11.42
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG zg

TD 32768
SOLVENT cDpc13

NS 64

DS 0

SWH 8012.820 Hz
FIDRES 0.244532 Hz
aQ 2.0447731 sec
RG 143.7

DW 62.400 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec

MCREST 0 se

======== CHAN
NUC1

Pl

PL1

SFO1 4
F2 - Processi
ST

SF 4
WDW

SSB 0

LB 0 Hz
GB 0

PC

c
0.01500000 sec
NEL fl ========
8.20 usec
-3.00 dB
00.1328009 MHz
ng parameters
32768
00.1300035 MHz
no

L

IO N M [~ WO O O oM
A AN I B | O LM NN
[e0)

N NH,

9.5

T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3
- o © o (=2 o <
WA e R

T
.5 3.0 2.5

™

N

2.0 1.5

64.6

214



Compound (R)-4 ("H NMR 300 MHz, DMSO-dj)

Current Data Parameters
NAME

NAM] CirculocinR
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date 20100911

Time 14.59
INSTRUM spect
PROBHD 5 mm PHONP Swi
PULPROG zg

TD 32768
SOLVENT DMSO

NS 100

DS 0

SWH 5995.204 Hz
FIDRES 0.182959 Hz
RQ 2.7329011 sec
RG 574.7

bW 83.400 usec
DE 6.00 usec
TE 300.1

D1 1.50000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H

Pl 5.80 usec
PL1 -3.00 dB
SFOL 300.1322510 MHz
F2 - Processing parameters
s1 16384

SF 300.1300013 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

PC 1.00
[— PHYRTIVIN

N

NH,

I I
8.5 8.0 7.5 7.0 6.5
o o -]
Lo T

6.0

0
2
1.3

S39



Compound (R)-4 (COSY, DMSO-d¢)

Current Data Parameters

NAME circulocinR
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100806
Time 17.14
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG cosygpqgf
TD 2048
SOLVENT MeOH
NS 32
DS 4
SWH 4006.410 Hz
FIDRES 1.956255 Hz
AQ 0.2556404 sec
RG 456.15
DW 124.800 usec
DE 6.00 usec
TE 300.0 K
do 0.00000300 sec
D1 1.50000000 sec
di3 0.00000400 sec
D16 0.00015000 sec
INO 0.00024991 sec
MCREST 0 sec
MCWRK 1.50000000 sec

= CHANNEL f1 =

1H

PO 3.63 usec
Pl 7.25 usec
PL1 -3.00 dB
SFO1 400.1320007 MHz

GRADIENT CHANNEL
GPNAM1 sine.100
GPNAM2 sine.100
GPX1 03
GPX2 0%
GPY1 0 %
GPY2 0%
GPz1 10.00
GPZ2 10.00
P16 1500.00 usec
Fl - Acquisition parameters
TD
SFO1 400.132 MHz
FIDRES 7.815235 Hz
SW 10.000 ppm
FnMODE QOF
F2 - Processing parameters
ST 2048
SF 400.1300000 MHz
WDW SINE
SSB 0
LB 0 Hz
GB 0
PC 1.00
Fl1 - Processing parameters
ST 256
MC2 QF
SF 400.1300000 MHz
WDW States
SSB 0
LB 0 Hz
GB 0

-3
%
= B o @

8 7 6 5 4 3 2 1 0

UAAAARERAN RARARRRRE
[

)]

T T
(&)}

el AL

0

w N

1N

~J

ARRRAALRS LA AR
(ee]

ppm
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Compound (R)-4 (*C NMR 150 MHz, DMSO-dj)

Current Data Parameters . . . . . . . . . T O ONMCTH OO0 OO0 O AN A
NAME 100909kajjcle N r+—H OOOY I~ . . . . . . . . . . . . . . . . . . . . . .
oo W~~~ 00NN W0 OO WVWOOMSNNOWIWO OO WL S

o A OO OUOMOLOFLFTTONNNNNNNNN N

e {12 L L N

PROBHD 5 mm CPTCI 1H-

PULPROG zgdc30

D 262144

SOLVENT DMSO

NS 12160 O
DS 8

SWH 37878.789 Hz

FIDRES 0.144496 Hz H2N hl
h-Xe} 3.4603508 sec H

RG

DW 13.200 usec HN/\H/ -
DE 15.00 usec

TE 298.0 K e}

D1 2.00000000 sec

D11 0.03000000 sec HO‘ i O O O
TDO 12 HN o

======== CHANNEL fl ======== H H NH2
NUC1 13C

Pl 15.00 usec

PL1 -2.20 dB HH 00 OH NH
PL1W -1.#IND0O00O W

SFO1 150.9201628 MHz ",
======== CHANNEL f2 ======== O

CPDPRG2 waltz64

NUC2 1H

PCPD2 100.00 usec

PL2 5.90 dB

PL12 25.00 dB

PL2W -1.#INDO0OO W

PL12W -1.#IND0O00O W

SFO2 600.1324005 MHz

F2 - Processing parameters

ST 262144

SF 150.9028828 MHz

WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 0.10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Compound (R)-4 (HSQC, DMSO-dj)

Current Data Parameters

NAME circulocinR

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date 20100807

Time

INSTRUM spect

PROBHD 5 mm BBI 1H-BB

PULPROG invietgpsi

TD 2048

SOLVENT DMSO

NS 64

DS 8

SWH 4006.410 Hz

FIDRES 1.956255 Hz

AQ 0.2556404 sec

RG 912.275

D 124.800 usec

DE 6.00 usec

TE 300.0 K

CNST2 140.0000000

do 0.00000300

D1 1.50000000

d4 0.00178571

dil 0.03000000

di3 0.00000400

D16 0.00015000

D24 0.00178500

DELTA 0.00172050

DELTALl 0.00165800

INO 0.00004969

MCREST 0 sec

MCWRK 0.25000051 sec

ST1CNT 0
CHANNEL f1

NUC1

Pl 7.25 usec

p2 14.50 usec

P28 0.50 usec

PL1 -3.00 dB

SFO1 400.1320007 MHz
CHANNEL £2

CPDPRG2 garp

NuCc2 13C

P3 12.00 usec

pd 24.00 usec

PCPD2 70.00 usec

PL2 -6.00 dB

PL12 10.70 dB

5FO2 100.6177596 MHz

GPNAM1
GPNAM2
GPX1
GPX2
GPYL
GPY2
GPZ1
GPZ2
Pl6

== GRADIENT CHANNEL

sine.100
sine.100

cocoo
9 e e o

80.00
20.10
1500.00

F1 - Acquisition parameters
™D 512

SFOL 100.6178 MHz
FIDRES 19.654089 Hz

sw 100.011 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters

sI

SF 400.1299986 MHz
won QSINE

55B 2

LB 0 Hz

GB 0

BC 1.40

Fl - Processing parameters

sI 512

Mc2 echo-antiecho

SF 100.6128254 MHz
WDH

SSB 2

LB 0 Hz

cB 0

=10

20

30

40

50

60

70

80

90

ppm
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Compound (R)-4 (HMBC, DMSO-d;)

Current Data Parameters
NAME circulocinR
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date 20100807
Time 1.34
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG invietgpsi

TD 2048
SOLVENT DMSO

% % h A ppm
DS

8

SWH 4006.410 Hz

FIDRES 1.956255 Hz -

RQ 0.2556404 sec E . N

RG 912.275 o g -
D 124.800 usec - .

DE 6.00 usec - N "=

TE 300.0 K - . | :2 ()
CNST2 140.0000000 4 - . .9

do 0.00000300 4 H .

D1 1.50000000 | .

d4 0.00178571 | , - L
d11 0.03000000 ¢4 B

d13 0.00000400 L3

Dl6 0.00015000

D24 0.00178500 " hd - 4 O
DELTA 0.00172050 7

DELTAL 0.00165800 2

INO 0.00004969 . e L
MCREST 0 sec . e

MCWRK 0.

25000051 sec
0

STICNT - o 0 6 O

CHANNEL f1 E e
NUC1 J
Pl 7.25 usec 3 L
p2 14.50 usec J
P28 0.50 usec 3
PL1 -3.00 dB
SFO1 400.1320007 MHz — 8 O
CHANNEL £2 4
CPDPRG2 garp p L
NUC2 13C E
P3 12.00 usec ’
pd 24.00 usec
PCPD2 70.00 usec - l O O
PL2 -6.00 dB
PL12 10.70 dB
SFO2 100.6177596 MHz L
====== GRADIENT CHANNEL =====
GPNAM1 sine.100
GPNAM2 sine.100 — l 2 O
GPX1 0%
GPX2 0%
GpYl 0% L
GPY2 0% -
GPzl 80.00 %

e 1599.50 usec —14 O

F1 - Acquisition parameters
™D 512

SFO1 100.6178 MHz

FIDRES 19.654089 Hz >

sw 100.011 ppm =

FnMODE Echo-Antiecho - - — 1 6 O
< - - - - - '

F2 - Processing parameters - =

sI L

SF 400.1299986 MHz

WoW QSINE

5SB 2

LB 0 Hz ? — ]_ EB ()

GB 0 3

BC 1.40 4

Fl - Processing parameters

sI 512

Mc2 echo-antiecho

SF 100.6128254 MHz

WD

ssB 2

® o Hz 9 8 7 o 5 4 3 2 1 ppm
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Compound (S)-4 ("H NMR 400 MHz, DMSO-dj)

Current Data Parameters

NAME CirculocinS1b-0813
EXPNO 999
PROCNO 1 (@]

F2 - Acquisition Parameters
Date_ 20100815

Time 18.08

INSTRUM spect H2N E

PROBHD 5 mm BBI 1H-BB - H \\\
PULPROG 2g w
5 HN N

SOLVENT cpel3

NS 100 (@]

DS 0

SWH 8012.820 Hz § 7 o o o
FIDRES 0.122266 Hz HO | &

AQ 4.0894966 sec HN O

RG 322.5

bW 62.400 usec H
DE 6.00 usec

®)
I

TE 0K
D1 2.00000000 sec H HN o O
MCREST 0 sec
MCWRK 0.01500000 sec .,
9,
1H

=== CHANNEL f1l

LB 1.00 Hz
GB 0
PC 1.00

—

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0

2.6
2.6
13.4

2.5

111.6

2.0

o

1.0 ppm

107.2
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Compound (S)-4 ("H NMR 300 MHz, DMSO-dj)

8.37
8.08
8.05
7.45
7.42

Current Data Parameters

NAME CirculocinR
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100911

Time 14.59 HoN
INSTRUM spect z H
PROBHD 5 mm PHONP Swi o
PULPROG zg B
SOLVENT DMSO
NS 100 (0]
DS 0 § Y O 0O0” O
SWH 5995.204 Hz HO £
FIDRES 0.182959 Hz HN
a0 2.7329011 sec (0]
RG 574.7 H
oW 83.400 usec N
DE 6.00 usec z
TE 300.1 ¥
D1 1.50000000 sec H HN O O OH
DO 1
y

usec
PL1 -3.00 dB
SFO1 300.1322510 MHz

NH,

Y

NH

F2 - Processing parameters

SI 16384

SF 300.1300013 MHz

WDW no

SSB 0

LB 0 Hz

GB 0

PC 1.00

tith e itk PRV TRV
Y

I T I T I T T T
5 8.0 7.5 7.0 6
o o (<]
(o TR

T
5

8. 6.0 5. S5

5 5.0 4
of o e
\—'mﬁﬁ\—'

Q=
||

5

T
4.0 3
:’/
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Compound (S)-4 (COSY, DMSO-d¢)

Current Data Parameters

NAME Circulocinslb
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100809
Time 17.13
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG cosygpqgf
TD 2048
SOLVENT DMSO
NS 128
DS 8
SWH 4006.410 Hz
FIDRES 1.956255 Hz
AQ 0.2556404 sec
RG 203.175
DW 124.800 usec
DE 6.00 usec
TE 0 K
do 0.00000300 sec
D1 0.80000001 sec
di3 0.00000400 sec
D16 0.00015000 sec
INO 0.00024988 sec
MCREST 0 sec
MCWRK 0.80000001 sec

= CHANNEL f1 =

1H

PO 5.80 usec
Pl 5.30 usec
PL1 -3.00 dB
SFO1 400.2101790 MHz

GRADIENT CHANNEL
GPNAM1 SINE.100
GPNAM2 SINE.100
GPX1 03
GPX2 0%
GPY1 0 %
GPY2 0%
GPz1 10.00
GPZ2 10.00
P16 1500.00 usec
Fl - Acquisition parameters
TD
SFO1 400.2102 MHz
FIDRES 9.438682 Hz
SW 10.000 ppm
FnMODE QOF
F2 - Processing parameters
ST 1024
SF 400.2081747 MHz
WDW QSINE
SSB 0
LB 0 Hz
GB 0
PC 1.00
Fl1 - Processing parameters
ST 256
MC2 QF
SF 400.2081728 MHz
WDW States-TPPI
SSB 0
LB 0 Hz
GB 0
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Compound (S)-4 (HSQC, DMSO-dy)

Current Data Parameters
NAME

CirculocinSlb
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20100808
Time 17.15
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG invietgpsi
2048
SOLVENT DMSO
128
8
4006.410 Hz
1.956255 Hz
0.2556404 sec
1290.15
124.800 usec
6.00 usec

0 K
145.0000000

00000300 sec
80000001 sec
00172414 sec
03000000 sec
00000400 sec
00015000 sec
00172000 sec
00171760 sec
00165800 sec
00004969 sec

coocoocooocoo

o
m
@
a

0.13333361 sec
0

CHANNEL f1

5.80 usec
11.60 usec
2000.00 usec

-3.00
400.2101790 MHz

CHANNEL £2

CPDPRG2

NUC2
3 12.00 usec
pd 24.00 usec
PCPD2 80.00 usec
PL2 -6.00 dB
PL12 10.48 dB
SF02 100.6374576 MHz
777777 GRADIENT CHANNEL =====
GPNAM1 sine.100
GPNAM2 sine.100

GPX1 0%

GPX2 0%

GPY1 0%

GPY2 0%

GPz1 80.00 %
GPz2 20.10 %

P16 1500.00 usec

F1 - Acquisition parameters
TD 512

SFO1 100.6375 MHz
FIDRES 19.654089 Hz
sw 99.992 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters
8

SF 400.2081739 MHz
WDW SINE
SSB 2

LB 0 Hz

GB 0

PC 1.00

F1 - Processing parameters
sI 1024

MCc2 echo-antiecho

SF 100.6324983 MHz
WDwW

SSB 2

LB 0 Hz

GB 0

ppm

bl

i

%

.

10

20

40

50

70

80

9 8 I 6 5 4 3 2 1

ppm\

S47



Compound (S)-4 (HMBC, DMSO-d¢)

Current Data Parameters

NAME Circulocin§lb-1222
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101222
Time 13.52
INSTRUM spect

PROBHD 5 mm BBI 1H-BB
PULPROG  inv4gplplrndgfpr
TD 4096

SOLVENT CD3CN
NS 300
DS 8
SWH 5592.841 Hz
FIDRES 1.365440 Hz
AQ 0.3662324 sec
RG 20642.5
DW 89.400 usec
DE 6.00 usec
TE 0.0 K
CNST2 145.0000000
do 0.00000300 sec
D1 2.00000000 sec
dz2 0.00344828 sec
D6 0.06250000 sec
dil 0.03000000 sec
di2 0.00002000 sec
d13 0.00000400 sec
D16 0.00015000 sec
N0 0.00001988 sec
MCREST 0.00000000 sec
MCWRK 0.03000000 sec
’’’’’’ CHANNEL f1l ========
NUC1 1H
Pl 5.85 usec
p2 11.70 usec
PL1 -3.00 dB
PLY 55.00 dB
SFO1 400.2095334 MHz
CHANNEL f2 =
13C
12.00 usec

-6.00
100.6445019 MHz

GRADIENT CHANNEL

GPNAM1 sine.100
GPNAM2 sine.100
GPNAM3 sine.100
GPX1 0.00 %
GPX2 0.00 %
GPX3 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPY3 0.00 %
GPZ1 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
P16 1500.00 usec

F1 - Acquisition parameters
NDO 2

TD 512
SFO1 100.6445 MHz
FIDRES 49.135220 Hz
sW 249.961 ppm
FnMODE QF

F2 - Processing parameters
ST 2048

SF 400.2081778 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.00

F1 - Processing parameters
ST 2048
MC2 QF

SF 100.6323439 MHz
WDW

SSB 0

LB 12.00 Hz
GB 0

ppm
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(R)-1-(Benzyloxy)-17-[(tert-butyldiphenylsilyl)oxy|heptadec-5-yn-3-ol (R)-25 (* H NMR 400 MHz, CDCl3)
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l\l\[\l\l\[\l\l\[\[\[\[\[\l\l\[\l\l\[\[\l\ﬁ“<l“mmmmMMMMMMMMNNNNNNNNNNHH\—!HH

Current Data Parameters
NAME CE224-pure
EXPNO 1
PROCNO 1

fe)
[ee]
—

[e0)
wn
—

Y

F2 - Acquisition Parameters

Date 20111110
Time 3.39 OH
INSTRUM spect H = OTBDPS
PROBHD 5 mm PABBO BB- 7 8 10 12 14 16
PULPROG zg
TD 65536 Bno 2 (R) 4
SOLVENT CDC13
NS 8
DS 0
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 16.39
DW 50.000 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
CHANNEL fl ========
1H
12.00 usec
PLW1 15.48799992 W
SFO1 500.1330008 MHz
F2 - Processing parameters
ST 32768
SF 500.1300130 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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(R)-1-(Benzyloxy)-17-[(tert-butyldiphenylsilyl)oxy] heptadec-5-yn-3-ol (R)-25 (*CNMR 100 MHz, CDCl;)

Current Data Parameters

NAME CE224-pure
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20111110
Time 3.49
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 163

DS 4

SWH 27573.529 Hz
FIDRES 0.420739 Hz
AQ 1.1884362 sec
RG 198.77

DW 18.133 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec

CHANNEL fl ========
1

9.95 usec
89.00000000 W
125.7697337 MHz

=== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PLW2 15.48799992 W
PLW12 0.34847999 W
PLW13 0.22303000 W
SFO2 500.1320005 MHz
F2 - Processing parameters
SI 65536
SF 125.7577964 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

O N OO N
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Current Data Parameters

NAME CE225
EXPNO 1
PROCNO 1
OMOM
F2 - Acquisition Parameters B = OTBDPS
Date 20111115 74 1 1 14 16
Time 3.45
INSTRUM spect Bno 2 (R)
PROBHD 5 mm PABBO BB-
PULPROG zg
TD 65536
SOLVENT CDC13
NS 8
DS 0
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 13.05
DW 50.000 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 12.00 usec
PLW1 15.48799992 W
SFO1 500.1330008 MHz
F2 - Processing parameters
SI 32768
SF 500.1300132 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00 / // /
[ L D e e L L T T T T i T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 25 2.0 0.5 ppm

R

i

R
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(R)-1-Benzyloxy-17-(tert-butyldiphenylsiloxy)-3-(methoxymethoxy)-heptadec-5-yne (R)-26 (13C NMR 100 MHz, CDCls)

O O L) HOY OO OO~~~ ¢ o o o o o o o o s o o o o o s o o o o s o o o o o o o
MM OO ANNANNNANOOANSCTTTOOWIOMOOANTOTLDDEITITANAOOO O OO O)YOY O
A A A A A A A A OO0 OO MOOMOOMMOMOONOANNNNNN N
Current Data Parameters k\‘\\\\% \\\W\NN ‘ N k\\ﬁ\\%
NAME CE225
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date 20111115
Time 3.52 ()“A()“A
INSTRUM spect H g OTBDPS
PROBHD 5 mm PABBO BB- - / 8 10 12 14 16
PULPROG zgpg30
TD 65536 Bno 2 (R) 4
SOLVENT CDC13
NS 385
DS 4
SWH 27573.529 Hz
FIDRES 0.420739 Hz
AQ 1.1884362 sec
RG 198.77
DW 18.133 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
======== CHANNEL fl ==s======
NUC1 13C
Pl 9.95 usec
PLW1 89.00000000 W
SFOL1 125.7697337 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6é
NUC2 1H
PCPD2 80.00 usec
PLW2 15.48799992 W
PLW12 0.34847999 W
PLW13 0.22303000 W
SFO2 500.1320005 MHz
F2 - Processing parameters
SI 65536
SF 125.7577975 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40 }
I\ . A

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Current Data Parameters

NAME CE226
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20111115
Time 2.21
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg

TD 65536
SOLVENT CDC13

NS 18

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 20.18

DW 50.000 usec
DE 6.50 usec
TE 298.0 K

D1 2.00000000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
PLW1 15.48799992 W
SFO1 500.1330008 MHz
F2 - Processing parameters
SI 32768

SF 500.1300137 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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(R)-17-(Benzyloxy)-15-(methoxymethoxy)-heptadec-12-yn-1-ol (R)-27 (*C NMR 100 MHz, CDCl;)

Current Data Parameters o 1O O ™~ O
NAME CE226 LI L — <T AN Oy KN .~ OO~V M OO MO
EXPNO 2 o0 < O™~ r~ . . . . . . . . . . . . . . . . . . . .
PROCNO 1 o™ AN AN N KN e NOMmmMmWOWM O T ANOYO O)YOoY Oy OO IO O O
— — (&)} oo e e A ANC N MOMONNANNNNNNN A
F2 - Acquisition Parameters
Date_ 20111115
Time 2.27
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 919
DS 1 OMOM
SWH 27573.529 Hz H P OH
FIDRES 0.420739 Hz 7 8 10 12 14 16
AQ 1.1884362 sec R
RG 198.77 Bno 2 ( ) 4
DW 18.133 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
======== CHANNEL fl ========
NUC1 13C
Pl 9.95 usec
PLW1 89.00000000 W
SFO1 125.7697337 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PLW2 15.48799992 W
PLW12 0.34847999 W
PLW13 0.22303000 W
SFO2 500.1320005 MHz
F2 - Processing parameters
ST 65536
SF 125.7577745 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
W) . _m |I A l |1
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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(R)-1-(Benzyloxy)-17-{[V,/N’-bis(tert-butoxycarbonyl)|guanidino}-3-(methoxymethoxy)-heptadec-5-yne (R)-28 (1 H NMR 400 MHz,
CDCl)

O oo IO <t O O O ™~ N1 O F A NOOOMETUOTMOMOANODD OO OVWINHFITTOLO NN HOOOWWINMAN
o N M MO AN NN OO VOOV ODLOLLOWONOHULMELITIT T A A OO OO0 OO O OO
) O) [ e e N I <IN OO M MO MMM NNNNNNNNNNANAAAAAA
Current Data Parameters
NAME CE227-RA6
EXPNO 1
PROCNO 1
F2 - A i Js
T EEit NBoc
Time 16.16
PROBHD 5 mm BBI 1Ryot OMOM )15
PULPROG H
TD 480%2 N // N NHBOC
8 10 12 14 16 |
ns 8 BnO (R)
SWH 8000.000 Hz 2 4
FIDRES 0.166403 Hz
AQ 3.0048001 sec
RG 18
DW 62.500 usec
DE 14.28 usec
TE 299.7 K
D1 5.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 8.50 usec
PLW1 10.00000000 W
SFO1 400.1324008 MHz
F2 - Processing parameters
ST 3276
SF 400.1300000 MHZ
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
R
J

i L D U D R I I I I A R I I
10,5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0

R

—————
3.5 3.0 25 2.0 1.5 1.0 0.5 ppm
°!

; 4 B e e
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(R)-1-(Benzyloxy)-17-{| V,N’-bis(tert-butoxycarbonyl)|guanidino}-3-(methoxymethoxy)-heptadec-5-yne (R)-28 (13 C NMR 100 MHz,
CDCh)

— O ™M O <t~ O
o o . . LI (@] O <N~ OO0 OO MHOO I 0N O
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— — — — O o0 IS OONNNNNNNNNN A

Current Data Parameters

NAME CE227-R6

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date 20111118

Time 6.24 NBoc

INSTRUM spect

PROBHD 5 mm BBI 1H/2H

PULPROG zgpg30 QMOIVI/ N J{Qt NHBOC

TD 65536 3

SOLVENT cDC13 R / 8 10 12 14 16 H

NS 256 Bno (R)

DS 4 2 4

SWH 22058.824 Hz

FIDRES 0.336591 Hz

AQ 1.4855326 sec

RG 203

DW 22.667 usec

DE 6.50 usec

TE 299.7 K

D1 2.00000000 sec

D11 0.03000000 sec

======== CHANNEL fl ========

NUC1 13C

Pl 14.00 usec

PLW1 141.25000000 w

SFO1 100.6223244 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzl6é

NUC2 1H

PCPD2 90.00 usec

PLW2 10.00000000 W

PLW12 0.08919800 W

PLW13 0.07225000 W

SFO2 400.1316005 MHz

F2 - Processing parameters

SI 65536

SF 100.6127594 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Current Data Parameters

NAME CE261 ‘ M \ %.%/ ‘ \\\/ /// \/

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date 20120311

Time 19.33 QMOM NBOC

INSTRUM spect :

PROBHD 5 mm PABBO BB-

PULPROG zg HO N NHBoc

TD 65536

SOLVENT CDC13

NS 8

DS 0

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2768500 sec

RG 13.05

DW 50.000 usec

DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec

======== CHANNEL fl ========

NUC1 1H

Pl 12.00 usec

PLW1 15.48799992 w

SFO1 500.1330008 MHz

F2 - Processing parameters

SI 32768

SF 500.1300129 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

7 , / g

10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 ppm
N ||| N o |||~
NN
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(R)-17-{|N,N’-Bis(tert-butoxycarbonyl)|guanidino}3-(methoxymethoxy)-heptadecan-1-ol (R)-29 (13 C NMR 100 MHz, CDCl5)
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Current Data Parameters ‘ \ X ‘ ‘

NAME CE261

EXPNO 4

PROCNO 1

F2 - Acquisition Parameters

Date 20120311 QMOM NBOC

Time™ 13.27 H

INSTRUM spect e U e e e e e eGP\

PROBHD 5 mm PABBO BB- HO N NHBoc

PULPROG zgpg30 H

TD 65536

SOLVENT CDC13

NS 12765

DS 4

SWH 27573.529 Hz

FIDRES 0.420739 Hz

AQ 1.1884362 sec

RG 198.77

DW 18.133 usec

DE 6.50 usec

TE 300.0 K

D1 2.00000000 sec

D11 0.03000000 sec

======== CHANNEL fl ========

NUC1 13C

Pl 9.95 usec

PLW1 89.00000000 W

SFO1 125.7697337 MHz

======== CHANNEL f2 ========

CPDPRG2 waltzlé

NUC2 1H

PCPD2 80.00 usec

PLW2 15.48799992 W

PLW12 0.34847999 W

PLW13 0.22303000 W

SFO2 500.1320005 MHz

F2 - Processing parameters

SI 6553

SF 125.7577963 MHz

WDW EM

SSB 0

LB 2.00 Hz

GB 0

PC 1.40
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(R)-17-{|N,N’-Bis(tert-butoxycarbonyl)|guanidino}-3-(methoxymethoxy)-heptadecanoic acid (R)-9 (*H NMR 400 MHz, CDCI5)

Current Data Parameters

NAME CE269-1I
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120328

Time 9.46
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg

TD 65536
SOLVENT CDC13

NS 16

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 47.2

DW 50.000 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
PLW1 15.48799992 W
SFO1 500.1330008 MHz
F2 - Processing parameters
SI 32768

SF 500.1300131 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

—7.26
4.71
4.69
4.68
4.66
4.01
3.99
3.98
3.97
3.96
3.89
3.88
3.37
2.61
2.60
2.58
2.57
2.55
2.54
2.52
2.51
1.64
1.63
1.62
1.60
1.57

NBoc

F

N"19 "'NHBoc
H

IO <t <t O N
[IONToNIONIoNT)
L e e B

J .

4.5 4.0 3.5 3.0 2.5
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i

S59



(R)-17-{|N,N’-Bis(tert-butoxycarbonyl)|guanidino}-3-(methoxymethoxy)-heptadecanoic acid (R)-9 (13 C NMR 100 MHz, CDCly)

™ O~
Current Data Parameters . . . . (@) W oONN O™ W0 ~ ~O M~ O0OMOMOM~N
NAME CE269-1 7o) Mo W [ T
EXPNO 4
PROCNO 1 ~ O O n O Mmoo~~~ o Lo <O < O)Y O)Y O 00O O O O
— — (@) QQr>~r~r~r- - - Lo TN M ANANNNNNN
F2 - Acquisition Parameters
Date 20120329
Time 12.53
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 11725
Ds 4
SWH 27573.529 Hz
FIDRES 0.420739 Hz (0] OMOM NBoc
AQ 1.1884362 sec H
RG 198.77 -
oW 18.133 usec HO (R) N"19"NHBoc
DE 6.50 usec
e 300.0 K 2 4 6 8 10 12 14 16 H
D1 2.00000000 sec
D11 0.03000000 sec
======== CHANNEL fl ========
NUC1 13C
Pl 9.95 usec
PLW1 89.00000000 W
SFO1 125.7697337 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PLW2 15.48799992 W
PLW12 0.34847999 W
PLW13 0.22303000 W
SF02 500.1320005 MHz
F2 - Processing parameters
ST 65536
SF 125.7577696 MHz
WDW EM
SSB 0
LB 5.00 Hz
GB 0
PC 1.40

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Compound (R)-6 (' H NMR 500 MHz, DMSO-d)

Current Data Parameters

NAME CE294-pure
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120601
Time 13.28

INSTRUM spect
PROBHD 1.7 mm PATXI 1

PULPROG zg

TD 65536
SOLVENT DMSO

NS 1

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2768500 sec
RG 145.47

DW 50.000 usec
DE 6.50 usec
TE 300.0

Dl 2.00000000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 4.90 usec
PLW1 5.59999990 W
SFO1 500.1330008 MHz
F2 - Processing parameters
ST 32768

SF 500.1300047 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

N 30 N A ﬂfm

MmO oo mMm O DNDOTLTAN OO O H OO AN MANONHNODODWOWHOD OO ILTOMO 0MAN
—HHOLW T T O NOLWLOILILLTMAODDOTOLOOFTNONOTTTTLLVLLOVOOOTTONSTONON A A A A
OO LI IO MNONNNNNNNANNANNAA A A A A A A A

E

p=—

)

— — —
4.5 4.0 3.5 .0 2.5 2.0 1.5 1.0 0.5 ppm

O R

11.0
10.1
52.1
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Current Data Parameters
AME CE

294-pure
EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date 20120603
Time™

INSTRUM spect
PROBHD 1.7 mm PATXI 1
PULPROG zgf2pr

™ 65536
SOLVENT DMSO

NS

DS

s

FIDRES

20

RG

oW

DE

TE

D1

D11 0.03000000 sec
77777777 CHANNEL fl ========
NuC 18

P1 .18 usec
PLWL 5.59999990 W
SFO1 500.1325007 Mz

= CHANNEL £2 =

PLW 3.70000005 W
PLW14 0.00000100 W

SFO2 500.1317080 MHz
F2 - Processing parameters
ST 32768

SF 500.1300048 MHz
WDW no
SSB 0

LB 0 Hz

GB 0

BC 1.00

- L

S

—
8.5

|
8.0

7.5 7.0 6.5
\\"D_,/

|
6.0

16.5
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Compound (R)-6 (COSY, DMSO-d¢)

Current Data Parameters

NAME CE294-pure
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date 20120601
Time 14.17
INSTRUM spect
PROBHD 1.7 mm PATXI 1
PULPROG cosygpqff3pr.nmr
TD 2048
SOLVENT DMSO

NS 40

DS 16

SWH 5000.000 Hz
FIDRES 2.441406 Hz
AQ 0.2048500 sec
RG 198.77

DW 100.000 usec
DE 6.50 usec
TE 300.0 K
DO 0.00000300 sec
D1 2.50000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
D16 0.00020000 sec
INO 0.00019995 sec

== CHANNEL f1l =

1H

2.59 usec

5.18 usec
5.59999990 W
500.1325007 MHz

== CHANNEL f3 =

1H
3.70000005 W
0.00000100 W
500.1317080 MHz

== GRADIENT CHANNEL

GPNAM1 SMSQ10.100
GPz1 10.00 %
Pl6 1000.00 usec

F1 - Acquisition parameters
TD

SFO1 500.1325 MHz
FIDRES 19.536427 Hz
SW 10.000 ppm
FnMODE QF

F2 - Processing parameters
SI 1024

SF 500.1300014 MHz
WDW SINE

SSB 0

LB 0 Hz

GB 0

PC 1.00

Fl1 - Processing parameters
ST

MC2 QF

SF 500.1300030 MHz
WDW

SSB 0

LB 0 Hz

GB 0

ppm

Be

60

o

e} ~J (o) a1 IS w N = (@)

Nej

9

8

7

6

5

4

3

2

1

0

ppm
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Compound (R)-6 (HSQC, DMSO-dj)

Current Data Parameters
NAME CE294-pure

EXPNO
PROCNO 1

F2 - Acquisition Parameters
Date, 20120602
Time 7.49
INSTRUM spect
PROBHD 1.7 mm PATXI

PULPROG hsqcedetgpf3pr.nmr
™ 2048

SOLVENT DMSO
NS 68

DS 16

SWH 5000.000 Hz
FIDRES 2.441406 Hz
AQ 0.2048500 sec
RG 198.77

DW 100.000 usec
DE 6.50 usec
TE 300.0 K
CNST2 145.0000000

DO 0.00000300 sec
D1 3.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D12 0.00002000 sec
D13 0.00000400 sec
D16 0.00020000 sec
D21 0.00344828 sec
INO 0.00002210 sec
2GOPTNS

CHANNEL £

5.18 usec
P2 10.36 usec
P28 1000.00 usec
9999990 W
SFO1 500.1325007 MHz

CHANNEL £2
garpd

C
9.80 usec
19.60 usec
70.00 usec
9.79999924 W
0.58407998 W
125.7684784 MHz

CHANNEL £3

H
3.70000005 W
0.00000100 W

500.1317080 MHz

0%
20.10 %

P16 1000.00 usec
Fl - Acquisition parameters
D 256

SFO1 125.7685 MHz
FIDRES 88.430962 Hz
sw 180.000 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters
ST 1024

SF 500.1300021 MHz
WDW Qs

S5B 2

LB 0 Hz

GB 0

PC 1.00

F1 - Processing parameters
SI 1024

MC2 echo-antiecho

SF 125.7578572 MHz
WDW

SSB 2

LB 0 Hz

GB 0

ppm

=10

20

30

9

8

7

6

5

4

3

2

1

ppm
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Compound (R)-6 (HMBC, DMSO-d;)

Current Data Parameters

NAME CE294-pure
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date 20120603
Time™

INSTRUM spect

PROBHD 1.7 mm PATXI 1
PULPROG hmbcgplpndgff3pr. nmr

SOLVENT DMSO
NS 108
DS 16
SwH 5000.000 Hz
FIDRES 2.441406 Hz ppm
a0 0.2048500 sec
RG 198.77
DW 100.000 usec
DE 6.50 usec ]
TE 300.0 K .
CNST2 145.0000000
CNST13 8.0000000
DO 0.00000300 sec 2 O — : .
D1 3.00000000 sec . ' 'y
D2 0.00344828 sec '
D6 0.06250000 sec 4 R
D11 003000000 sec .
D12 0.00002000 sec . »
D16 000020000 sec M
INO 0.00001805 sec 4 O — L . .
CHANNEL f1 .
NgC1 1 .- .
Pl 5.18 usec
P2 10.36 usec .
PLWL 5.59999990 W 6 O _ .
SFO1 500.1325007 MHz (]
CHANNEL £2 . I ) .
NUC2 13c E "
3 9.80 usec
PLW2 29.79999924 W
SFO2 125.7709936 MHz 8 O —
CHANNEL f3
NUC3
PLW3 3.70000005 W 1
PLUY 0.00000100 W
SFO3 500.1317079 MHz l
””” GRADIENT CHANNEL ===== O O
GENAML SMSQ10.100
GPNAM2 SMSQ10.100 i
GPNAM3 SMSQ10.100
GPZ1 50.00 %
GPz2 30.00 %
GPZ3 40.10 % 12 O —
P16 1000.00 usec
F1 - Acquisition parameters ]
™ 256
SFO1 125.771 MHz
FIDRES 108.081726 Hz
sW 219.994 ppm 14 O —
FnMODE QF
F2 - Processing parameters 4
sI 4096
SF 500.1300000 MHz
WDW SINE
ssB 0 ]_ (5 () ]
LB 0 Hz
GB 0
. -
EC 1.00 E . . - ™ “ . [N
F1 - Processing parameters
SI 1024 —
MC2 QF 1 8 O
SF 125.7577890 MHz
WDW States
SSB 0 b
LB 0 Hz
cB 0 e L B I L L B B L I

10 9 8 7 6 5 4 3 2 1  ppm
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Analytical HPLC Traces of (R)-4, (S)-4, (R)-6

Analytical HPLC employed a Waters Sunfire C18 column (2.1 x 150 mm column, 5 um
particle size, flow rate of 0.8 mL min™"). The mobile phase consisted of eluents A (0.1% TFA
in water)and B (0.1% TFA in acetonitrile). A gradient of 26-60 % B over 45 min was used.

Analytical HPLC trace of compound (R)-4

The University of Sydney, School of Chemistry

Single Channel Report

SAMPLE INFORMATION

Project Name:
Sample Name:
Sample Type:

Vial:

Injection #:

Injection Volume:
Run Time:
Chromatoegram_Info:

Jolliffe
CirculocinR
Unknown
2
1
10.00 ul
70.0 Minutes
Sunfire narrow bore

Acg. Method Set:
Sample Set Name:
Date Acquired:
Proc. Method:
Date Processed:
Channel Name:
Proc. Chnl. Descr.:

G_26to600v45_P210to300_D2mL
circulocina

3/08/2010 7:46:03 PM EST
NoPeaks

4/08/2010 9:50:14 AM EST

PDA Max Plot 190.0 - 800.0

PDA MaxPlot (190.0 nmto 800.0 nm)

1.40+

1.20

0.80+

AU

060
0.40

0.20H

0.00 :"“‘L I"

e 33457

e fmmep——r
0.00 10.00

20.00

T
30.00

40.00
Mnutes

T T 1
50.00 60.00 70.00

RT

Area | % Area

Height |

-

33.452 | 6922226

100.00 | 481168

SampleMame: CirculocinR

Date Acquired: 3/08/2010 7:46:03 PM EST

Page: 10f 1
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Analytical HPLC trace of compound ($)-4

The University of Sydney, School of Chemistry
Single Channel Report

e

SAMPLE INFORMATION

G_2nobloed S P21 0300 _Ddml

Propgct Mama: Joillitia Acn Method Set
Samplke Marne Cireuocing Sample Set Mame:  C_KE_040020 10
Sampls Type: Linkncan Daba Acquined: 408200 5:39:56 FM EST
Wl .3 P, Mg thoed; MaPaaks
Injectian &: 1 Dabte Procassed:  SOEE0AO 192038 M EET
Injection Voluma: 10,00 w Charms| Marms 214 Dnirgi
Rur Tima: T0.0 Minutes Proc. Crml Dascr: POA 2740 nm
Chromalogram_info sundrg C18 analytical
-}.ln}!
1
08 & |
] ) |
1105 n
s ] | ‘\
£
]
.muu e
| a
A
|
am| _ - | _
oo 1080 2000 2 020 5000 G000 men
[0
BT Area | % Aves | Height
33,799 | 422557 | 100.00 | 26205
Sampledarme:  Croukacing Dale Acquired: 4MEE010 93555 PM EST Page: 1 of1
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Analytical HPLC trace of compound (R)-6

o.16] 20.80

AU

0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00
Minutes
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