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Display Report - All Windows All Analyses
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J0_162_f1inal
expl Proton
SanPLE SPECIAL
date Kar 15 2010 temp 25.0
solvent ¢diod gain mot used
file /home/ walkup/~ spin 20
vharsys/datasjoelr~ hat 8.008
1/N4_20109315_J0_1~ pwid 10,800
62_fTnal_Proton_B1~ alfa 10.000
Tid FLAGS
ACQUISITION 11 n
W §410.3 in n
at 5,000 dp Y
ng $4102 hs nn
b 4000 PROCESSING
bs 15 v .10
s 2 fn 65536
a1 1.800 DIsSPLAY
nt 1 sp 0.0
ct M w 3587.7
TRANSHITTER ) 2327.2
tn ML rfp 1323.2
sfrq 398,761 rp ~12.0
tof 39%.8 1p 18.3
tpwr 58 PLOT
v $.400 wc 240
oDECOUPLER s )
dn C13 vs 2500
dot 0 th 2
dan ann al cdc ph
den c
dpwr 31
anf %02

L. e

—r—r—r—

' Ap s B

T

———r ;

L

o

Compound 3 NMR Cyclized Pentapeptide D-Phe-D-Leu-Val-Leu-N-Me-Leu
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Display Report - All Windows All Analyses

Operator:  sdw Instrument: Agllent 6330 lon Trap  Print Date: 4/30/2010 11:24:39 PM
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f

20

15 1
|
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600 4

12218
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MSD Trap Report v 4 (Let-Opt2) Page 1of 1 D At ety

Compound 3 LCMS Cyclized Pentapaptide D-Phe-D-Leu-Val-Leu-N-Me-Leu (MW=600)
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SDSU
Reported by User:  System
SAMPLE INFORMATION
Sampile Name: JO_162_ss_trace Acquired By Systemn
Sample Type Unknow n Sarmple Set Name
Viat 1 Acg Method prmary_sanA_ss_ACN
rpcson & Ly &) Oste Acqurec G2V20N0 94845 AM
Run Trme 16.00 Mnutes Injection Volume 75004
200 |
3 100
|
000 \
200+
7w
;co;f
T2 40 s 8% | w® 1200 a0 W@
Wotes

Channet. 2487Channel 1 Channed Desc . Frocessing Methoa: ****
Channet 24870Channel 2 Channel Desc.  Processing Method.

Peak | RT | Ares Height
Narre | (i) | (vesecy | % A7 | () |ATOUE | U
‘ Ll e Eaaad Eaaad el e B
z2|*- . e .- | e ®
8]
M o
H
NH HN
o Ll
N
M HM
>, o
GCg
Report Method.  Ingection Surmmary Report Frirted 10°04.59 AM 4292010 Page 101

Compound 3 HPLC Cyclized Pentapeptide D-Phe-D-Leu-Val-Leu-N-Me-Leu
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Display Report - All Windows All Analyses

Operator:  sdsu Instrument: Aglent 6330 lon Trap  Print Date: 4/28/2010 10:41:45 PM

o v = BP0 T A s
|
|
|
]
|
x
{
1
{
]
1
.
:
]

le‘; : . JO_158 | 15610 «

S

4 Time jmwny

.

T oME Y Tmin 9153
07| e18e

)\OINH HN Y
O =
NH, N0

| Ho |
1

Compound 4 LCMS Double Deprotected Linear Pentapeptide HO-N-Me-Phe-D-Leu-D-Val-Leu-
Leu-NH, (MW=618)
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Compound 4 NMR Cyclized Pentapeptide N-Me-Phe-D-Leu-D-Val-Leu-Leu
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Display Report - All Windows All Analyses

Operator: s Instrument: Aglent 6330 lon Trap  Print Date: 4/30/2010 11:40:24 PM
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Compound 4 LCMS Cyclized Pentapeptide N-Me-Phe-D-Leu-D-Val-Leu-Leu

S12



Sellers et al. Supplementary Material

SDSU '
Reported by User:  Systom
SAMPLE INFORMATION
Sampie Name: Jo_166_ss Acquired By. System
Sample Type: Unknown Sample Set Name:
Vial 1 Acq. Method primary_sanA_ss ACN
Injection ¥ 518 Date Acquired: 22352010 10:39:52 AM
Run Time: 16.00 Minutes Injoction Volume: 7500 ul
f
200 |
,\
T ‘1 ‘
| [ =
ooot—/ \\ Y i SR -
300
20| |
i 100
000 ‘ . -
200 400 8.00 800 10.00 1200 14.00 1800
[P

. Channel: 2487Channel 1 Channel Desc.:  Processing Method: *
Channel. 2487Channel 2 Channel Desc.:  Processing Method: *

Poak | RT | Arcn Howght
Name | (min)| ( Vsec) | % A®8| (vy |Amount|Units
‘...C e Rl R R aaad Bl
2 "o reee LR il ene ene sene | sone
\Q:L\\{-"
0
il
NH HM
8] il
Q‘ \ ,l }’
MH M
0
o
Report Method: Injection Summary Report  Printed 10:56.06 AA2/23/72010 Page: 1of1

Compound 4 HPLC Cyclized Pentapeptide N-Me-Phe-D-Leu-D-Val-Leu-Leu
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Display Report - All Windows Selected Analysis

Analysis Name: 0 170 LPD Instrument: Agdont 6330 lon Trap Print Date: 11/) 5:52:5
Method: SANAM Opeorator: Acq. Date: 1172 £ 5:44.58 PM
Sample Name O 10

Analysis Info:

MSD Trap Report v 4 (Let-Opt2) Page lofd Aptoat fostmtngrs

Compound 5 LCMS Double Deprotected Linear Pentapeptide HO-Phe-N-Me-Leu-D-Val-D-Leu-
Leu-NH; Leu (MW=618)
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Compound 5 NMR Cyclized Pentapeptide Phe-N-Me-Leu-D-Val-D-Leu-Leu
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Display Report - All Windows All Analyses

Operator: sdw Instrument: Agilent 6330 lon Trap  Print Date: 5/1/2010  11:58:26 PM
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Compound 5 LCMS Cyclized Pentapeptide Phe-N-Me-Leu-D-Val-D-Leu-Leu (MW=600)
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SDSU ¢
Proect Name Detauts Brnl
Reported by User.  System
SAMPLE INFORMATION
Sarrple Name JO_170_ss_trace Acgured By System
Saple Type Uninown Sample Set Namer
Val 1 Acg Method prmary_sanA_ss_ACN
nection # e Date Acquired AN52010 104426 AM
Run Tme: 16.00 Mrutes Injection Volume Q00u
i |
1001
2 u
] i
000+
2oof>
2 10
ooof
200 a4 600 T80 w2 wWm | woo

Wrtes

Channet 2487Channel 1 Channel Desc . Frocessing Method: ****
Channel: 2487Channel 2 Channel Desc©  Processing Method: ****

Peak | RT Arca Hoignt
Neme | (mn) | (vesecy | ¥ A8 [ (g Aot | Unes
1 sne Laid sene ene i ens | sene
2 eve Rl eee el e B
\( o “\;——"
i, 0
N
MH N
o
/\j‘NH WS
o
Report Method:  Inpection Summary Report Printed 11.00.36 AM 4152010 Page 101

Compound 5 HPLC Cyclized Pentapeptide Phe-N-Me-Leu-D-Val-D-Leu-Leu
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WAV coven "a
File .... RS139_11b-12a_M
User .... Robert

Sample .. 11b-12a
Solvent . COC13

expl stdih

SANPLE OEC. & VT
date Jun 30 2008 dfrg 199.9¢8
solvent C0C13  dn Hi
file exp  dpwr 40

ACQUISITION dof 0

sfrg 199,968 dm nnn
tn Hi deo c
at 5.001 daf 10785
np 30004 temp 30.0
sw 3000.0 PROCESSING
b 1660 b 0.20
bs 16 wtfile
tpwr 53 proc ft
v 2.0 fn not used
g1 5.000
tof 400.0 werr
nt $4 wexp process_Ld
ct $4 wbs wit ds dscale
alock n wnt
gain not used

FLAGS
1N n
in n
dp y

OISPLAY {
sp -8.0
wp 17907
vs 151
sc ¢
we 250
hzmm 7.20
is 21700.00
rf 1551.4
rfp 1453.8
th 2
ins 100.000
na cdc ph (

BocHN

——————

pp

Compound 6 NMR Didpeptide MeO-D-Phe-Leu- NHBoc
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RS134_J1k-12e~13a

expi  Proton

SAMPLE SPECIAL
date Jul 17 2003 temp not used
solvent cdel3  gain not used
file /home/walkup/~ spin 20
vamrsys/sdata/rsell~ hst 0.008
e/N1_20080717_RS13~ pw3l 11.400
4_iib-12a-i3a_Prot~ alfa 10.000
on_01.fid FLAGS
ACQUISITION 11 n
sw 6410.3 in n
at £.000 dp Y
np 64102 hs nn
1) 4000 PROCESSING
bs 16 b 0,10
LT 2 fn 65536
di 1,000 DISPLAY
nt B4 sp ~0.1
ct 64 wp 85487.7
TRANSHMITTER rfl 3708.5
tn H1 rfp 2906.3
sfrq 389,763 rp -157.7
tof 389.7 1p 0.1
tpwr 58 PLOT
Pw 5.700 wc 240
DECOUPLER sC 0
dn C13 vs 200
dof 0 th 2
dm nnn  af cdc ph
dmm <
dpwr 0
dmf 200
{
|
¢
p f
_ = " / f ﬁ
[ _ f
|
| )
& L7 Y Jd 7 /|
), U
L= A& A A A p Wk JL |
B S R e 1 B P —p— T 7
1 m
) rTrlw L L o |M1.JI L o B Al el e Ll SEwileps PP
a3 ROR ~8 & 3 s ¥ O s® ®

Compound 6 NMR Tripeptide MeO-D-Phe-Leu-Val-NHBoc
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Time .... 1836 22-3UL-08

Exp ..., H1

File .... RPS_14c~15b_H1

User .... Robert

Sample .. 1dc~15h
Solvent . CDCI3

expl stdih

SAMPLE
date  Jul 22 2008
solyent cocis
file exp

ACQUISITION

sfrq 199,868
tn H1
at 5.001
np 30004
sW 3000.0
fb 1600
bs 16
tpwr 53
pw 7,0
d1 5.000
tof 100.0
nt 64
ct 64
alock n
gain not used

FLAGS
(R n
in n
dp Yy

OISPLAY
sp -0.0
wp 1799.7
vs 350
5C 0
we 250
hzmm 7.20
i 15000.00
rfl 1551.5
rfp 1453.8
th 20
ins 2.000

DEC. & VT
dfrgq 189.968
dn H1
dpwt 40
dof 0
dm nnn
dam C
daf 10785
temp 30.0
PROCESSING
ib 0.20
wtfile
proc ft
fn not used
werr
wexp process_1d

wbs wft de dscale
wnt

Compound 6 NMR Dipeptide MeO-Leu-D-Leu-NHBoc
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RS150_L1n132

Sellers et al.

#xp49 Proton
SANPLE SPECIAL
date Oct 24 2008 temp 30.0
solvent cd3od gain not used
file shomewalikup/~ spin 20
ynmrsys/data/rsell~ hst 0.008
8/M4_20061024_RS15~ pwi0 11.400
0_L1ni32_Proton_0i~ alfa 10.000
fid FLAGS
ACQUISITION i1 n
W 6410.3 in n
at 5.000 dp y
np 64102 hs nn
1b 4000 PROCESSING
bs 16 b 0.10
55 2 fn 65536
di 1.000 DISPLAY
nt 128 sp 0.0
ct 128 wp 3597.7
TRANSHITTER rfl 2127.2
tn H1 rfp 1328.2
sfry 389.764 rp -73.2
tof 388.8 1p -0.6
tpwr 59 PLOT
pw 5.700 wc 240
DECOUPLER £17 0
dn C13 wvs 809
dof 0 th 23
dm nnn at cdc ph
dmm (3
dpwr 31
dmf 29412
I
|
il
|
'
LRS
T T
8 7
g

o

HN
Meom).,,,
’ @

NHBoc

X

(0]

A

S21

Compound 6 NMR Linear Pentapeptide MeO-D-Phe-Leu-Val-Leu-D-Leu-NHBoc
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Display Report - All Windows Selected Analysis

Analysis Name: RS150_LIN132.D Instrument: Agilent 6330 Ion Trap Print Date: 12/19/2008 2:47:40 PM
Method: SANAM Operator: sdsu Acq. Date: 10/24/2008 4:37:39 PM
Sample Name: RS150_Lin132

Analysis Info:

Intens = RS150_LIN132.D; TIC +All MS|
x10¢

0.8
0.6+
04

0.2

RS150_LIN132.D: EIC 740-742 +All MJ

" Time [min]

by
N
W
|
-
[}

Intens, = +MS, 3.6min #223
x108 7412
3.0

2.5+

2.0

1.0

0.54

539.6520.0
| L i 11054

0.04remr : : - , : ; . ——
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1ofl - Agilent Techavlogies

Compound 6 LCMS Linear Pentapeptide MeO-D-Phe-Leu-Val-Leu-D-Leu-NHBoc (MW = 717.9)
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Display Report - All Windows Selected Analysis

Analysis Name: RPS_DD132.0  Instrument: Agilent 6330 Ion Trap Print Date: 11/6/2008 3:44:40 AM
Method: SANA.M Operator: sdsu Acq. Date: 11/6/2008 2:46:26 AM
Sample Name: RPS_DD132

Analysis Info:

Intens. T - RPS_DD132.D: TIC +AIMS
x108 |

5'

4

2

/ o e IR

x10% RPS_DD132.0: EIC 603-605 +All MS|

4,'

3

2.

’ J

1 2 3 4 5 6 Time [min]

Intens. o - +MS, 2.2min #102]
x108 604.6

2.0

1.5+

1.0

1208.1

D.5-

0.0- y e ey - r —— —— . ; : ; . ; :

200 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of1l £ Agilem Technologies

Compound 6 LCMS Double Deprotected Linear Pentapeptide HO-D-Phe-Leu-Val-Leu-D-Leu-
NH, (MW = 603.8)
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sxpl Proton

SAMPLE
dats Dec 18 2008
solvant cd3od
f1le shome/walkup/~
vhmrsys/data/rsells
¢/NA_20081218 _RPS_~
132cye_tinal_Proto~

n_01.fid
ACQUISITION
W 6410.3
at 5.000
n 64102
f 4000
bs 16
ss 2
d1 1.000
nt 128
ct 128
TRANSHMITTER
tn Hi
sTrq 385,764
tof 399.8
tpwr 60
W 4,900
DECOUFPLER
dn ci3
dof 0
dm nnn
dmn <
dpwr 33
dmf 29412

temp
gain
spin
hst

pwao

alfa

SPECIAL

cdc, ph

ppm

Compound 6 NMR Cyclized Pentapeptide D-Phe-Leu-Val-Leu-D-Leu
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Display Report - All Windows Selected Analysis

Analysis Name: RPS_132CYC_ME Instrument: Agilent 6330 Ion Trap Print Date: 12/19/2008 1:30:49 PV
Method:  SANA.M OH_MEOH.D Operator:  sdsu Acq. Date: 12/18/2008 1:41:41 PV
Sample Name: RPS_132cyc_MeOH/MeOH

Analysis Info:

lntenss. , = " RPS_132CYC_MEOH_MEOH.D: TIC +All b
x10%. |
3 |
2 |
|
1 |
ol — — RPS_132C7C_MEOH _MEOH D EIC 585-587 +AIR
3,
21
1-
0 T L T T Al Al Ll o s | T v T T + T
1 2 3 4 5 6 Time [m
Intens. +MS. 3.0min #1
x108 11943 o
" o)
1.0 H
NH HN

OQ~<‘\NH HND/
0.8 )\\‘ >_/ (o]

] o
0'6 608.7 @

0.4+
0.2
1261.8
) L | MU | B . S I s MRS RO
200 400 600 800 1000 1200 1400 1600 1800 2000 n
MSD Trap Report v 4 (Let-Opt2) Page 1of1 5+ Agilent Tochnoley

Compound 6 LCMS Cyclized Pentapeptide D-Phe-Leu-Val-Leu-D-Leu
(MW =585.8)
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San Diego State University; Department of Chemis

Project Name: Defautts
Reported by User: shelli

SAMPLE INFORMATION
Sample Name: RPS_132 Acquired By shelli
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acgq. Method: FrimarySanA_SS_new
Injection #: 37 Date Acquired: 12/19/2008 4:28:05 AM
Run Time: 16.00 Minutes Injection Volume: 100.00 ul
3.007 r — o T
1 ;‘ ',ﬂ
2.00- |
D i | | I |
= i | \“ '
1,001 il
! { i 1
0.00-— — A —— =
30(} f,c. A
"y
_, 2001 ,‘
< 1 | I |
1.00 [
] | | / ‘
1 Hl \ |
D e e e e —————————
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
——— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
——— Channel: 2487Channel 2 Channel Desc.: Processing Method: **** .
Peak | RT Area Height 2
Name | (min) | (1 sec) % Area ®v) Amount | Units
1 A . Lt R d il awd | waan o
2 hh s ARR ERAN ARk Akhh | EhAk N o
H
NH HN
)\ NH HN"YXg
Page: 1o0of1

Report Method: Injection Summary Report Frinted 4:44:19 AM 12/19/2008

Compound 6 HPLC Cyclized Pentapeptide D-Phe-Leu-Val-Leu-D-Leu
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HL

Ryan

. 1646 09-JUL-03

Sample .. 122 11b-12a

Solvent . CDC13

expl stdih

SAMPLE
date Jul & 2008
solvent coci3
file exp

ACQUISITION

sfrq 199,368
tn Hi
at 5.001
np 30004
SwW 3000.0
b 1600
bs 16
tpwr 53
g 7.0
dl 5.000
tof 100.0
nt 32
ct 32
alock n
gain not used

FLAGS
i1 n
in n
dp Y

DISPLAY
sp =D.1
wp 1799.7
vs 250
sc 0
we 250
hzmm 7.20
is 17000.00
rfl 1551.8
rfp 1453.8
th 2
ins 100.000

dfrg
dn
dpwr
dof
dam
dmm
dmf
temp

1b
wtfl
proc
fn

werr
wexp
whbs
wnt

RAB_122_11b-12a_H1

DEC. & VT
199,968
H1
10
0
nnn
3
10785
30.0

PROCESSING
0.20

le

ft
not used
process_1d

wft ds dscale

’//

BocHN

MeO

Compound 7 NMR Dipeptide MeO-D-Phe-Leu-NHBoc
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-u_w—u 07-AUG-08
RAB_144_11b-12a-13c-semi_H1
+ess Ryan
Sample .. 144 1ib-12a-13c-semi
Solvent . CDCIZ o
expl stdih (o]
SAMPLE DEC. & VT S
date Aug 7 2008 dfrq 199,958 Z 2
solvent COC13  dn H1 L= T
file exp  dpwr a0 0
ACQUISITION dof 0
sfrq 198.968 dm nnn
tn H1  dmm c Z—
at 5.001 dmf 10785 (3]
np 30004 temp 30.0 o
5w 3000.0 PROCESSING B
fb 1600 1b 0.20
bs 16 wtfile
tpwr 53 proc ft
W 7.0 fn not used
dl 5.000
tof 400.0 werr
nt 32 wexp process_1d
ct 32 wbs wft ds dscale
alock n wnt
gatn not used ;
FLAGS
11 n
in n
dp %
DISPLAY
sp -0.0
wp 1788.7
Vs 325
sC 0
we 250
hzam 7.20 \
is 15000.00
rfl 1551.6
rfp 1453.8
th 2
ins 100.000
nm c¢dc  ph
P
| f
_ , \
| |
[ |
| \ /
Al \ \ " \ z i / \ /I
_ _
I | _
/ ho M /| WL
Wi__Am L A e Wy .
e e e o e [t e e e oty [ 1 o VI R et o )t (| Ry FONE 7 SRy N A AR TN /R |
8 7 6 5 4 3 2 1 ppm

Compound 7 NMR Tripeptide MeO-D-Phe-Leu-N-Me-Val-Boc
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RAB_192_c134pure2
expl Proton
SANPLE

date Nov 13 2008
solvent cd3od

file /home/walkup/~ spin
vnmrsys/data/rbark~ hst

8/NA_20081113_RAB_~ pwi0
192_ci134purez_Prot~ alfa

on_01.fid
ACQUISITION

Sellers et al.

W §410.3
at 5.000
n| 64102
fi 4000
bs 16
s

dl 1.000
nt 32
ct 32

TRANSMITTER
tn H1
sfrg 3599.764
tof 389.8
towr 60
W 4,900
DECOUPLER

dn cis
dof

dm nnn
dmm c
dpwr 33
dmf 29412

8

S29

Compound 7 NMR Tetrapeptide MeO-D-Phe-Leu-N-Me-Val-N-Me-D-Leu-NBoc
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o
RAB_212_LP134 4 Z—
exp51 Proton = H‘VHO
SAMPLE SPECIAL z— g0
date Jan 7 2003 temp 30.0 m [}
solvent cdcl3  gain not used (o] _ =
file shome walkup/~ spin 20 I
vnnrsys/data/rbark~ hst 0.008 —= 4
e/N4_20090107_RAB_~ pw30 8.800 S
212_TP134_Profon_o~ alfa 10.000 4
1.f7d FLAGS &
ACQUISITION 11 n o
W 6410.3 1in n
at 5.000 dp ¥
np 64102 hs nn
fb 4000 PROCESSING
bs 16 b 0.10
55 2 fn 65536
di 1.000 DISPLAY
nt 64 sp =0.2
ct 64 wp 3587.7
TRANSMITTER rfl 370%.3
tn H1 rfp 2906.3
sfrq 399.763 rp =71.0
tof 389.7 1p 3.7
tpwr 60 PLOT
pw 4.900 wc 240
DECOUPLER sC 0
dn Ci3 vs [ 1050
dof 0 th | 2
dm nnn  al cde ph
dmm [
dpwr 33
dmf 284412
[
[|f
|
I If
| /
/
1 /
’ '
WL M
LoV r— -
T T T T T
8 7 5 4

Compound 7 NMR Linear Pentapeptide MeO-D-Phe-Leu-N-Me-Val-N-Me-D-Leu-D-Phe-NHBoc

S30



Sellers et al. Supplementary Material

Display Report - All Windows Selected Analysis

Analysis Name: RAB_216_LPDD1 Instrument: Agilent 6330 lon Trap Print Date: 1/12/2009 12:28:42 PM
Method:  SANA.M 34.D Operator:  sdsu Acq. Date: 1/12/2009 11:54:32 AM
Sample Name: RAB_216_|LPdd134

Analysis Info:

Intens.
xi0¢

RAB_216_LPDD134.D: TIC +All MS
1.5-

1.0-

0.5

e

108 ' = RAB_216_LPDD134.D, EIC 665-667 +All MS
1.25

1.00]
0.75-
0.50

0.25:

0.00- N — ————
5 6 Time [min]

Intens. | +MS, 1.8min #104
x108 666.6

TLL.

0.4+ '
o
1331.9
0.2+
0.03— e 30 y—tt——— X 1 . ' _— 1 - T 1 i It B T T
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 a0 Agilem Technolagies

Compound 7 LCMS Double Deprotected Pentapeptide HO-D-Phe-Leu-N-Me-Val-N-Me-D-Leu-D-
Phe-NH, (MW=665.86)
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|
o m/o
RAB_222_c1347n1 | Zz .&
[ I 4
expS0 Proton o\ AN
SANPLE SPECTAL > |
date  Jan 15 2008 temp 30.0 T _—
solvent cd3od gain not used | (o) = o
file /home/walkup/~ spin 20 |
vnmrsys /data/rbark~ hst 0.008 | —=Z \\
e/NA_20080115_RAB_~ pw30 9,800 $ J\\ “,
222_T134fn1_Proton~ alfa 10,000 |
01.f1d FLAGS o
AcqursitIon i1 n
sW 6410.2 in n
at 5.000 dp y
np 64102 hs nn
fb 4000 PROCESSING
bs 16 1b 0.10
s 2 1n 65536
d1 1.000 DISPLAY
nt 128 sp -0.0
ct 128 wp 3597.7 4
TRANSNITTER rfl 2127.7
tn H1 rfp 1323.2 *
sfrq 399.764 rp 109.7 |
tof 383.8 ip 6.5 {
tpwr 60 PLOT
pw 4.900 we 240
DECOUPLER sc 0
dn C18 wvs 50000
dof 0 th a
dm nnn al cdc ph
dmm [
dpwr 33
dof 28412
[
]
| {
1 J
b e
A 7 | | / ;% _
| |
..\ { / / i
[ _ | ; \ I}
! _ / | o/ Y
! / _ F / { k] /
g& " g i
_ ! \
4 | "
li\la\ll‘lll}"‘\u ¢q 3!}{1{ \
T T T T 1 T T T L | T T T ,,.,, . T
8 7 6 5 4 3 N_., 1 ppm

Compound 7 NMR Cyclized Pentapeptide D-Phe-Leu-N-Me-Val-N-Me-D-Leu-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name: RAB_C134FNL.D Instrument: Agilent 6330 Ion Trap Print Date: 1/15/2009 2:18:22 PM
Method: SANA.M Operator: sdsu Acq. Date: 1/15/2009 2:09:31 PM
Sample Name: RAB_c134fnl

Analysis Info:

Intens. | RAB_C134FNL D: TIC +All MS|
x109- |

0.8-
06
0.4

0.2}

<1081 E RAB_C134FNL D: EIC 647-649 TAIl MS

1257

0.757

i'-.'év',.é 4‘:5'6' Time[nr!ln]

Intens +MS, 3.1min #186
x108] 1318.3

\( lo)
o HKN o
N— | HN

670.6

157 @\iNHN@/

1.04 e f

0.5
1385.7

0.05 ; . . . R e T N . - . e

200 400 500 800 1000 1200 1400 1600 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of 1 ©t Agilent Technotogies

Compound 7 LCMS Cyclized Pentapeptide D-Phe-Leu-N-Me-Val-N-Me-D-Leu-D-Phe
(MW=647.8)
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San Diego State University; Department of Chemis
Project Name: Defaults B r@@l 4

Reported by User:  shelli

SAMPLE INFORMATION
Sample Name: RAB_c134fnl Acquired By: shelli
Sanple Type: Unknown Sample Set Name:
Vial: 1 Acg. Method: PrimarySanA_SS_new
Injection #: 5 Date Acquired: 1/16/2009 12:51:27 AM
Run Time: 16.00 Minutes Injection Volume:  50.00 ul
. ]
020 /|
2 i ! ’ f | 2 it A ‘du»‘\‘,.".,.J(V\A,-A,N-«,.»\. e e —
(1 s
) ) it .
o.00T—' |/ “— =Re—
| SE— ) — e ——
0.60- | !
0.40 ' I
-} 2 | f
< 0.20 g I‘ '
0.00}— l‘il," : —_ — l B = e o e ey
020] . 1 ; ; = I = SRR—————
200 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes

——— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
— Channel: 2487Channel 2 Channel Desc.: Processing Method: ****

Peak | RT Area % Area Height

Name | (min) | (LV*sec) (pV) Fnt | Lok

Ll B ek hrr oww R ik e B

(0]
2 Wik hae R d i A h Akas | wAAw Tﬁk Ifo
. N
N— | HN
Oi b/
@\ NH HN Y,

<

Report Welhog: iyection Surmery RepoR G 10739 AW T/1E50%

Compound 7 HPLC Cyclized Pentapeptide D-Phe-Leu-N-Me-Val-N-Me-D-Leu-D-Phe
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0840 29-FEB-08

H1
File .... LDAO78_11b-1Zb_H1
User .... Leslie
Sample .. 11b-12b
Solvent . CDCI3 Z
-
expl stdlh -
SAMPLE DEC.|& VT S
date Feb 29 2008 dfrg 199,968 N
solvent coc13  dn H1 N
file exp dpwr 40 H
ACQUISITION dof L]
sfrg 199.968 dm nnn 1O
in H1  dmm c o
at 5.001 dmf 10785 0
np 30004 temp 30.0 (11]
sw 3000.0 PROCESSING ()]
fb 1600 1b 0.20
bs 16 wifile M
tpwr 53 proc ft
pw 7.0 fn not used
di 5.000
tof 400.0 werr
nt 16 wexp brocess_1d
ct 16 wbs wft|ds dscale
alock n wnt
gain not used
FLAGS
A n
in n
dp ¥
DISPLAY
sp -0.0
wp 1799.7
vs 150
sc 0
we 250
hzmm 7.20
ts 7000.00
rfl 1550.8
rfp 1453.8
th 2
ins 9.000
nm cdc ph
—
[
\ Ve s \
_ £ e i )
-
| _J
A .(?{:z.ll[...l\f %?.r. {r‘(r) \1 [r"l __
—— ——— - T T v — T —T—
8 7 1 3 1
et c— — e - s T I
9.62 .97 0.94 .86 9.00 5.00
2.17 1.56 .58 10.39 0.83

Compound 10 NMR Dipeptide MeO-D-Phe-D-Leu-NHBoc
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Time .... 1129 25-MAR-08 o
EXp : ssoem H1 -
File .... LDA090_11b-12b-13alH1 <
User .... Leslie y
o <
Sample .. 11b-12b-13a ~
Solvent . CDC13 N N
expl stdih I I o
SAMPLE DEC.[& VT
date Mar 25 2008 dfrq 199.968
solvent CDC13  dn N 0
file exp dpwr
ACQUISITION dof H ]
sfrq 199.968 dm [T} =
tn H1  dmm o
at 5.001 dmf 10785 B
np 30004 temp e
sw 3000.0 PROCESSING
fb 1600 b
bs 16 wifile
tpwr 53 proc
pw 7.0 fn not used
dl 5.000
tof 400.0 werr
nt 20 wexp process_ld
ct 20 wbs wft|ds dscale
alock n wnt
gain not used
FLAGS
i n
in n
dp y
DISPLAY
sp -0.0
wp 1798.7
vs 225
sC 0
we 250
hzmm 7.20
is 7000.00
rfi 1551.6
rfp 14s53.8
th 20
ins 9.000 -
nm cdc ph i ﬁ
_,
\ P \
yk & A P s " \ \
l AU
.‘_-..ri..llxl\ /.;%r
—— T T T T — T — T T v i .
a8 7 5 4 3 1 ppm
[T [ e Mooy e [S— . e
9.09 0.82 0.72 0.92 2.78 85 9.00 11.21
.13 0.88 1.02 0.81 1.89 10.00 1.77

Compound 10 NMR Tripeptide MeO-D-Phe-D-Leu-Val-NHBoc
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1348 10-MAR-08
H1

File .... LDAD82_l4c-15a_H1i
User .... Leslie
Sample .. 14c-15a
Solvent . CDC13
expl stdih

SAMPLE DEC. & VT
date Mar 10 2008 dfrg 199.968
solvent cpC13  dn H1
file exp dpwr 40

ACQUISITION dof 0

sfrg 199.968 dm ann
tn Hi  dmm c
at 5.001 dmf 10785
np 30004  temp 30.0
swW 3000.0 PROCESSING
fb 1600 b 0.20
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
dl 5.000
tof 400.0 werr
nt 16  wexp process_1id
ct 16 wbs wft ds dscale
alock n wnt
gain not used

FLAGS
11 n
in n
ap ¥

DISPLAY
sp -0.0
wp 1799.7
vs 30
sC 0
we 250
hzmm 7.20
is 7000.00
rfl 1551.0
rfp 1453.8
th 20
ins 9.000
nm cdc ph

OMe

NH

NHBoc

-
T e
—— . : —= = .
4 1 ppm
b3 4 LT I3 O
.96 .79 §.00 12.06
0.74 0.95 10.54 61

Compound 10 NMR Dipeptide MeO-Leu-Leu-NHBoc
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LOA_098_129LP

expl Proton

o

wo. .,
ie

HBoc HN

SAMPLE SPECIAL
date May 12 2008 temp 30.0
solvent cd3cd ¢ain not used
file shome/walkup/~ spin 20
vnmrsys /data/lalex~ rst 0.008
a/Na_20080512_LDA_~ rwi0 10.800
086_129LP_Proton_b~ alfa 10.000
1.f4d FLAGS
ACQUISITION 1 n
swW 6410.3 in n
at 5.000 cp ¥
np 64102 s nn
fu 4000 PROCESSING
bs 16 1b 0.10
(13 2 fn B5536
dl 1.000 DISPLAY
nt 128 sp 0.0
ct 128 wp 3597.7
TRANSMITTER rfl 2127.2
tn Hi rfp 1323.2
strgq 395,764 rp 165.2
tof 399.8 1p -3.5
1pwr 58 FLOT
Pw 5.400 wc 240
DECQUPLER sC ]
dn £13 s 2700
dof 0 th 2
dm nnn al  cde  ph
damm c
dpwr 31
dmf 29412
|
A
| S J— - -
8 7 6

ppm

Compound 10 NMR Linear Pentapeptide MeO-D-Phe-D-Leu-Val-Leu-Leu-NHBoc
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Display Report - All Windows Selected Analysis

Analysis Name: 1{DA_100_F11-17 Instrument: Agilent 6330 Ion Trap Print Date: 5/12/2008 1:28:07 PM
Method: SANA.M .D Operator: sdsu Acq. Date: 5/12/2008 12:08:15 PM
Sample Name: LDA_100_f11-17

Analysis Info:

Intens.
x109
20

LDA_100_F11-17.D: TIG +All M3|

1.5
1.0

0.5

«Fod] TBA_T00_F11-17 . EIC 717-718 *AT WS
4]

34

24

1]

|| SR

T 2 3 4 5 & Time [min]

Intens. T +MS, 3.8min #335]
x1084 539.4

o
44 N o
NH H HN '\\\Y

(0}

3 7185 )\j/\NHBoc HNLO

MeO

‘0,

2 o

i104.5

4833

01__ . ?79?1 [ s A_| . 83?'5 L

200 400 500 800 1000 1200 1400 | 1800 | 1800 | 2000  miz

MSD Trap Report v 4 (Let-Opt2) Page 1of1 - Agilent Technologias

Compound 10 LCMS Linear Pentapeptide MeO-D-Phe-D-Leu-Val-Leu-Leu-NHBoc (MW=718)
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Display Report - All Windows Selected Analysis

Analysis Name: LDA_104_DD129 Instrument: Agilent 6330 Ion Trap Print Date: 5/16/2008 12:17:03 PM

Method: SANAM D Operator:  sdsu Acq. Date: 5/16/2008 12:08:41 PM

Sample Name: LDA_104_DD129

Analysis Info:

Intens. LDA_104_DD129.D: TIC +All MS|
x10§"

Y]

X109 LDA_104_DD129.0: EIC 604606 +All M|
2.0
15
1.0
0.5-

00 1 23 PR 3 [ Time [min)

Intens. +NiS, 3.3min #275|

x10% 604.3
1254 o )
o
N

o NH M HuN_ .
1.00- /Li L\(

NH, HN™ ~O
075 HO\[HJ,,/
o

0.50
0.254 12078
l
000 v T T r T T T T ‘-l
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 - Agilent Technolagies

Compound 10 LCMS Double Deprotected Linear Pentapeptide HO-D-Phe-D-Leu-Val-Leu-Leu-
NH, (MW=604)
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1133 25-AUG-08
Leslie

1H

lda_106_129
cp3op

expl Proton

SAMPLE
date Aug 25 2008
solvent cd3od
file /home/walkup5~
Jvnmrsys/data/walk~
up5/N5_20080825_1d~
a_106_129_Proton_0~

2.fid

ACQUISITION
sw 7999.2
at 5.000
np 79892
o 4000
bs 3z
5§ 2
d1 1.000
nt 128
ct 128

TRANSMITTER
tn H1
sfrg 499,942
tof 499.8
tpwr 56
pw 4.800

DECOUPLER
dn c13
dof 1]
dm nnn
dmm <
dpwr 35
dmf 32258

temp
gain
spin
hst

pwi0
alfa

SPECIAL

DISPLAY
-0.1

4499.3
2657.4
1654.8
-96.5
1.9

PLOT

250
0
1500
2

cdec  ph

ppm

Compound 10 NMR Cyclized Pentapeptide D-Phe-D-Leu-Val-Leu-Leu
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Display Report - All Windows Selected Analysis

Analysis Name: LDA_129_SSHPL Instrument: Agilent 6330 Ion Trap Print Date: 9/2/2008 3:50:08 PM
Method:  SANAM C.D Operator:  sdsu Acq. Date: 8/8/2008 10:58:40 AM
Sample Name: LDA_129_sshplc

Analysis Info:

Inten57 T T LDA_129_SSHPLC D: TIC +All MS|
x10

6

| *P‘M_ N

ad® = TDA_129_SSHPLC.D. EIC 607-609 +All M)

J
0 T Y ¥ T o T T
1 2 3 4 H; 6 Time [min]

Intens. +MS, 3.0min #118)
x107 1193.9

0.81 [o] /Z.\\>/
|
)j\NH HN"Yg
06.4 |

o 5

(o]

0.2 l
428.4 676.3
i T 1 i , L 18 , , .
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of 1 “ Agilent Technologies

Compound 10 LCMS Cyclized Pentapeptide D-Phe-D-Leu-Val-Leu-Leu (MW=586)
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Supplementary Material

' greelt

Project Name: Defaults
Reported by User: shelli
SAMPLE INFORMATION
Sample Name: LDA_129_inj1 Acquired By: shelli
Sample Type: Unknown Sample Set Name:
Vial: 1 Acq. Method: PrimarySanA_SS_new
Injection #: & Date Acquired: 8/6/2008 2:27:33 PM
Run Time: 16.00 Minutes Injection Volume:  100.00 ul
3.00+
\
2,00 \« NS
2 | 1 &
1.00 | /
[\ /]
o b
0004— — SRR At et e
3.00
2.00-
z
1.00
0.00 -
T 200 400 T eo0 7 sod 7 1000 12.00 14.00 16.00
Minutes
———— Channel: 2487Channel 1 Channel Desc.: Processing Method: *
Channel: 2487Channel 2 Channel Desc.: Processing Method: *
Peak | RT Area Height )
O
Name | (min)| ( V*sec) % Area (V) Amount | Units o
1] AR e wrww xew wwww | wwww o
N
2 |~ s P pa— p— wewx | wwas H
NH HN
o .\\\>/
NH HN o
0; “
Report Method: Injection Summary Report  Printed 2:43:48 PM 8/6/2008 Page: 10of1

Compound 10 HPLC Cyclized Pentapeptide D-Phe-D-Leu-Val-Leu-Leu
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Time .... 1715 19-NOV-08
EXpP «ccve H1
File .... VJ100_11al2al3a_H1
User .... Victoria
Sample .. 1lal2ail3a
Solvent . CDC13
expl stdih o
SAMPLE DEC. & VT o
date Nov 19 2008 dfrq 199.968
solvent CDC13 dn H1
file exp dpwr 40 4 4
ACQUISITION dof 0 H H
sfrq 199.968 dm nnn
tn H1  dmm c o
at 5.001 dmf 10785 N
np 30004 temp 30.0
sw 3000.0 PROCESSING H w
fb 1600 1b 0.20
bs 16 wtfile [%] =
tpwr 53 proc ft [e]
pw 7.0 fn not used B
d1 5.000
tof 400.0 werr
nt 20 wexp process_1d
ct 20 wbs wft ds dscale
alock n wnt
gain not used
FLAGS
il n
in n
dp Yy
DISPLAY
sp -0.0
wp 1799.7
vs 200
sc 0
we 250
hzmm 7.20
is 12458.38
rfl 1522.4
rfp 1453.8
th 2
ins 3.000
nm cdc ph
._; MM N S § 5
T T, S — T ) B B G TR — T T
8 7 5 4 3 1 ppm
b Lty ! — o ot o — — et —
3.98 0.95 0.75 .98 3.00 .10 8.95
1.98 1.01 1.14 1.00 .99 5.12 11.49
S

Compound 12 NMR Tripeptide MeO-Phe-Leu-Val-NHBoc
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Time .... 1356 16-NOV-08

EXp ..... H1
File .... VJ096_14d120_H1
User .... Victoria

Sample .. 14d12o0
Solvent . CDC13

expl stdih

SAMPLE DEC. & VT
date Nov 16 2008 dfrgq 199.968
solvent CDC13 dn H1
file exp dpwr a0

ACQUISITION dof 0

sfrq 199.968 dm nnn
tn H1 dmm c
at 5.001 dmf 10785
np 30004 temp 30.0
sw 3000.0 PROCESSING
fb 1600 1b 0.20
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
d1 5.000
tof 400.0 werr
nt 16 wexp process_1d
ct 16 wbs wft ds dscale
alock n wnt
gain not used

FLAGS
il n
in n
dp y

DISPLAY
sp -0.0
wp 1799.7
vs 250
sc 0
we 250
hzmm 7.20
is 9925.89
rfl 1545.0
rfp 1453.8
th 20
ins 3.000

K

NH

/s,

NHBoc

X

QC

~N

ppm

Compound 12 NMR Dipeptide MeO-D-Leu-D-Phe-NHBoc
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1146 10-DEC-08
Vikki

1H
vaj_114_137_LP
CD30D

exp3 Proton
SAMPLE

SPECIAL

)

e
HN
(o]
MeO
(o]

Y?.J\
OTNH
" "NHBoc HN

5

date Dec 10 2008 temp 30.0
solvent cd3od gain not used
file /home/walkup/~ spin not used
vnmrsys /data/walku~ hst 0.008
p/N6_20081210_vaj_~ pw30 6.000
114_187_LP_Proton_~ alfa 10.000
01.fid FLAGS
ACQUISITION 11 n
sw 9615.4 in n
at 5.000 dp Y
np 96154 hs nn
fb 4000 PROCESSING
bs 16 1b 0.10
d1 1.000 fn 65536
nt 128 DISPLAY
ct 128 sp -0.2
TRANSMITTER wp 5397.8
tn H1 rfl 3180.6
sfrq 599.764 rfp 1985.2
tof 589.8 rp -145.0
tpwr 59 1p 0.9
pw 3.000 PLOT
DECOUPLER we 250
dn C13 sc 0
dof 0 vs 1200
dm nnn  th 2
dmm c ail cdc |ph
dpwr 42
dmf 35088
T e s ca
8 7

Compound 12 NMR Linear Pentapeptide MeO-Phe-Leu-Val-D-Leu-D-Phe-NHBoc
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Display Report - All Windows Selected Analysis

Analysis Name: VJ)_114_137_LP. Instrument: Agilent 6330 Ion Trap Print Date: 12/9/2008 7:12:01 PM
Method: SANAM D Operator: sdsu Acq. Date: 12/9/2008 7:02:09 PM
Sample Name: VJ_114_137_LP

Analysis Info:

lntensg, g VJ_114_137_LP.D: TIC +AllMS
x10Y

0.8
0.6

0.4+

0.2

0.
x10%4 VJ_114_137_LP.D: EIC 751-753 +All MS|

2.5

2.0

0.0 = 7 7 T pom— T T
1 2 3 4 5 6 Time [min]

Intens. » +MS, 3.6min #188
x1084 774.8

N
Shana

1.5
1.04 1526.2 o
0.5
0.0 ; 573,76512'9‘. Y ; ,11515'? — ey e .
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z
MSD Trap Report v 4 (Let-Opt2) Page 1of 1 i Agilent Technologies

Compound 12 LCMS Linear Pentapeptide MeO-Phe-Leu-Val-D-Leu-D-Phe-NHBoc (MW=751)
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Display Report - All Windows Selected Analysis

Analysis Name: V]116_137_HO_ Instrument: Agilent 6330 Ion Trap Print Date: 7/23/2009 6:09:34 PM
Method:  SANA.M LP_NH2.D Operator:  sdsu Acq. Date: 1/7/2009 5:14:33 PM
Sample Name: VJ116_137_HO_LP_NH2

Analysis Info:

Intensa. T VJ116_137_HO_LP_NH2.D: TIC +AllMS
x10
8 |
|
6 i
i
i
4 |
|
2 i
1
|
x10% VJ116_137_HO_LP_NH2.D: EIC 638-639 +All MS|
5
4
3«
24
1
0 v r v v T — v
1 2 3 4 5 6 Time [min]
Intens. | +MS, 1.9min #84
x108 638.5
T3
25 ‘,, H (o]
(o) NH HN
20- @\T I\(
Y SNH, HN” 0
15 HO
o
1.0
05
1275.7
20! 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of 1 i Agilent Technologies

Compound 12 LCMS Double Deprotected Linear Pentapeptide HO-Phe-Leu-Val-D-Leu-D-Phe-
NH, (MW=638)
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vJ284_137
7-17-09

xpl roton
exp Pro o o
SAMPLE SPECIAL
date Jul 17 2009 temp 30.0 r4
solvent thf gain not used I 4
file /home/walkup/~ spin 20 I
vnmrsys/data/vjohn~ hst 0.008
s/N4_20090717_VJ28~ pw30 10.800 ZT
4_137_Proton_01.fi~ alfa 10.000 I
d FLAGS T z
ACQUISITION 11 n zZ
sw 6410.3 in n < .
at 5.000 dp y =~ “
np 64102 hs nn
fb 4000 PROCESSING
bs 16 1b 0.10
sS 2 fn 65536
di 1.000 DISPLAY
nt 128 sp =-0.1
ct 128 wp 3597.7
TRANSMITTER rfl 2241.1
tn H1 rfp 691.6
sfrq 399.761 rp 15.9
tof 3399.8 1p 10.6
tpwr 59 PYOT
pw §.400 wc 240
DECOUPLER sc 0
dn C13 vs 6000
dof 0 th 50
dm nnn ai cdc |{ph
dmm c
dpwr 31
dmf 29412
e e s i Lo E St G e TR fleny T T
8 7 S ppm

Compound 12 NMR Cyclized Pentapeptide Phe-Leu-Val-D-Leu-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name:

Method:
Sample Name:
Analysis Info:

V]284_137.D
SANA_LONG.M

V1284_137

Instrument: Agilent 6330 Ion Trap
Operator: sdsu

Print Date: 7/17/2009 1:22:58 PM
Acq. Date: 7/16/2009 8:11:40 PM

Intens.
x10

- N W »
. NP VT

VJ284_137.D: TIC +All MS|

VJ284_137.D: EIC 620-622 +All MS

VJ284_137.D: UV Chromatogram, 220-224 nm)
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Compound 12 LCMS Cyclized Pentapeptide Phe-Leu-Val-D-Leu-D-Phe (MW=620)
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Sellers et al. Supplementary Material
SDSU ol
Project Name: Defaults B r@gl
Reported by User:  System
SAMPLE INFORMATION
Sample Name: VJ284 137 Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 40 Date Acquired: 7/16/2009 6:55:06 PM
Run Time: 16.00 Minutes Injection Volume: ~ 50.00 ul
1.00-
=
0.501 o 1 2
0.00 N
| |
2.00+ j
g I
< 1004 E‘\
] : |
J J\__ e W N e
0.00—\/ — — —_—
T 200 4.00 6.00 8.00 10.00 1200 1400 " 16.00
Minutes
——— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
= - Channel: 2487Channel 2 Channel Desc.: Processing Method: **** -
Peak | RT | Area |, Height ’
Name | (min) | (uV*sec) % Area W) Amount | Units Y fo)
q | #ae> Hkkk Fedkk B whkk e R ‘1,, Hkn o
Oﬁ\ /(7/
©\ NH HN"Xg
(o}
Report Method: Injection Summary Report Printed 7:11:18 PM  7/16/2009 Page: 1 of 1

Compound 12 HPLC Cyclized Pentapeptide Phe-Leu-Val-D-Leu-D-Phe
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Sellers et al.

H1

.... Andrea

.... 1310 02-JUN-08

Sample .. 1lal2nprotected 6-2-08

Solvent . CDC13

. alt063_11al2nprotected_6-2-08_

expl stdih A O
>
SAMPLE DEC.| & VT -
date Jun 2 2008 dfrg 199.968
solvent CDC13 dn H1
file /export/home/~ dpwr a0 22— 2Z
athornsalt063_1lal~ dof 0 [T} H
2nprotected_6-2-08~ dm nnn o
TH1.fid dmm c (@]
ACQUISITION dmf 10785 B
sfrq 199.968 temp 30.0 0
tn H1 PROCESSING )
at 5.001 1b 0.20
np 30004 wtfile =
sw 3000.0 proc ft
fb 1600 fn not used
bs 16
tpwr 53 werr
pw 7.0 wexp rocess_1d
dl 5.000 whs wftfjds dscale
tof 400.0 wnt
nt 64
ct 64
alock n
gain not used
FLAGS
i1 n
in n
dp y
DISPLAY
sp =0.1
wp 1799.7
vs 151
scC 0
wcC 250
hzmm 7.20
is 22000.00
rfi 1550.9
rfp 1453.8
th 2
ins 3.000
nm cdc ph
A )
T T —TT T T — T T T T T T T T T
8 7 5 4 ppm

Compound 15 NMR Dipeptide MeO-Phe-N-Me-D-Phe-Boc
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Time .... 1112 01-JUL-08
EXP «n... H1
File .... ALT_11al2nl3a_H1
User .... Andrea
Sample .. 1lal2ni3a
Solvent . CDC13
expl stdilh
SAMPLE DEC. & VT
date Jul 1 2008 dfrg 199.968
solvent CDC13 dn H1
file /export/home/~ dpwr 40
athorn/ALT_11ai2ni~ dof 0 - o
3a_H1.fid dm nnn e (&)
ACQUISITION dmm £ (@) y o
sfrq 199.968 dmf 10785 B
tn H1 temp 30.0 Z Z
at 5.001 PROCESSING I
np 30004 1b 0.20 \ I =z
sw 3000.0 wtfile (@) :
fb 1600 proc ft nld
bs 16 fn not used [F
tpwr 53 m w >
pw 7.0 werr |
d1 5.000 wexp process_1d [T} = ()
tof 400.0 wbs wft ds dscale [e] N
nt 64 wnt
ct 64 o D_|
alock n
gain not used D_
FLAGS
il n QL
in n M
ek DISPLAY 5 .
sp -0.2 N_
wp 17998.7
vs 151 m
sC 0
we 250 o
hzmm 7.20
is 15000.00 (@)
rfl 1550.4 (b}
rfp 1453.8
th 2 =
ins 3.000
nm cdc ph %
=
o
5]
o
[ -
' TN 3 I \ o
Z
Lo
—
I
S S e e 3
8 7 5 4 3 2 1 ppm o
e e ) —_ L s sk e — m
11.04 w2 0.79 3.00 0.14 3.18 10.15 (@]
0.70 0.63 0.75 1.172.23 2.78 4.89 C
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Compound 15 NMR Linear Pentapeptide MeO-Phe-N-Me-D-Phe-Val-Leu-N-Me-Leu-Boc
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Display Report - All Windows Selected Analysis

Analysis Name: ALT_082_LPPUR Instrument: Agilent 6330 Ion Trap Print Date: 6/12/2008 1:15:31 PM
Method: SANA.M E.D Operator: sdsu Acq. Date: 6/12/2008 12:53:28 PM
Sample Name: ALT_082_LPpure ‘
Analysis Info:
Intens. { ] ALT_082_LPPURE.D: TIC +All MS
x108 !
|
1.57 :
4 |
1.0 i
|
0.5 i
X%ﬁ_ ALT_082_LPPURE.D: EIC 801-803 +All MS
6_
4
2.
0 T T e ————— T T T — T
1 2 3 4 5 6 Time [min]
Intens. +MS, 4.3min #240
x107 802.6
o .
J o
N— HN™ ~O
Boc
4 MeO
(o)
2-
702.6
601.4
3411 50107 l l
0 T T + t -} T T T r r T T T T v T T T 7
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z
MSD Trap Repoit v 4 (Let-Opt2) Page 1of1 % Agilent Technologies

Compound 15 LCMS Linear Pentapeptide MeO-Phe-N-Me-D-Phe-Val-Leu-N-Me-Leu-Boc
(MW=780)
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Display Report - All Windows All Analyses

Operator:  sdsu Instrument: Agilent 6330 Ion Trap  Print Date: 6/19/2008 12:00:11 PM

Intens.

ALT086_LP2_NH.D: TIC +All MS
x1 07_

x1 09- ALT086_LP2_NH.D: EIC 665-667 +All MS

1.254
1.004

0.75+

0.25+

T2 3 4 S5 T s Time [min]

Intens7.1 +MS, 2.4min #125|
10
% 666.4

o
] N
0.8 H

0.6 501.4 HO

0.4
3271

0] 1375.8

425.7

261.3 577.9 l
0.0 5 1..1;.“'..‘ l Ll' il “J ad I o ; " . . 1‘21L817u . lll. 4
200 400 600 800 1000 1200 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1 ‘% Agilent Technologies

Compound 15 LCMS Double Deprotected Linear Pentapeptide HO-Phe-N-Me-D-Phe-Val-Leu-N-
Me-Leu-H (MW=665.8)
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1004 27-JUN-08 @
Andrea 7
1H =
alt_88_f49-51 o] H o
€D30D = /4
expl Proton V' \ m
SAMPLE SPECIAL ZzT
date Jun 27 2008 temp 30.0
solvent cd3od gain not used - = o
file shome/walkup/~ spin 20 N T
vnmrsys/data/walku~ hst 0.008 >4
p/N4_20080627_alt_~ pwdd 11.400 4
88_f49-51_Proton_0~ alfa 10.000
1.f7d FLAGS e
ACQUISITION i1 n
sw 6410.3 in n
at 5.000 dp y
np 64102 hs nn
fb 4000 PROCESSING
bs 16 1b 0.10
$s 2 fn 65536
di 1.000 DISPLAY
nt 128 sp 0.0
ct 128 wp 3597.7
TRANSMITTER rfl 2127.2
tn H1 rfp 1323.2
sfrq 389.764 rp 181.7
tof 399.8 1p -0.0
tpwr 59 PLOT
pw 5.700 wc 240
DECOUPLER scC 1 0
dn C13 s 1000
dof 0 th 19
dm nnn ai cdcf| ph
dmm c
dpwr 0
dmf 200
|
F\’ \,
_J L
=T T —  E— T T i e T
8 7 3 2 ppm

Compound 15 NMR Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-N-Me-Leu
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Display Report - All Windows Selected Analysis

Analysis Name: ALT88_F49-51.D Instrument: Agilent 6330 Ion Trap Print Date: 6/25/2008 7:19:15PM
Method: SANA.M Operator: sdsu Acq. Date: 6/25/2008 7:09:38 PM
Sample Name: ALT88_f49-51

Analysis Info:

Intens. |

x108
1.5+

ALT88_F49-51.D: TIC +All MS
4.0

1.0

0.5

x?(')9 ALT88_F49-51.D: EIC 648-650 +All MS

2,07
15
1.0

0.5

0.0

1 2 g T4 5 5 O Time [min]

(0]
Intens7, \( +WN 4.02ﬁfﬁ#175
x107] 648.5 NH _N

il lo) an
1295.8 / \
1.25 N HN o

(o)

1.00]

435.8

0.754

0.50-

0.25+ 5015

340.1 J 7476

981.1

0.00 T[S [N (.~ S— O S —
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of 1 i AgilentTechnologies

Compound 15 LCMS Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-N-Me-Leu (MW=647.85)
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San Diego State University; Department of Chemis

Project Narre: Defaults B I’e eZ e
Reported by User:  shelli
SAMPLE INFORMATION
Sanple Name: alt_88_f-49-51 Acquired By: shelli
Sanple Type: Unknown Sanple Set Name:
Vial: 1 Acg. Method: PrimarySanA_SS
Injection #: 22 Date Acquired: 6/27/2008 4:10:05 PM
Run Time: 16.00 Mnutes Injection Volume: 100.00 ul
] g
J [
2 2.001 / '

RV | S

A A A A e A e ]

o 2.00
< _
B e . o ; : . T v
T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.(
Minutes
———— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
Channel: 2487Channel 2 Channel Desc.: Processing Method: ****
Peak | RT Area |, Height .
Narre | (min) | (uV*sec) % Area Wv) Armount | Units
1 Aok ki dedriede bk Sedok ke etk ke sk
2 ok ek ek etk Ao ek edokeok

eport Method: Injection Sunmary Report

Printed 42619 PV 6/27/2008

Page: 10of1

Compound 15 HPLC Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-N-Me-Leu
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1130 12-JUL-08
H1

. __”ubqﬂneluunlﬂNn.l:._.
. LesTie
‘ ®)
Sample .. 110 1la-120 “,
Solvent . CDC13 .
expl stdlh
aate 301 12 2008 arrq o |" 139 Z Z
ate u rg 194,968
solvent CDC13 dn H1 H H
file exp dpwr 40 c O
ACQUISITION dof 0 o
sfrq 199.968 dm nnn .
tn H1  dmm c B o
at 5.001 dmf 10785 Q
np 30004 temp 30.0
sw 3000.0 PROCESSING =
fb 1600 1b 0.20
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
dl 5.000
tof 400.0 werr
nt 16 wexp rocess_id
ct 16 wbs wft|ds dscale
alock n  wnt
gain not used
FLAGS
i n
in n
dp y
DISPLAY
sp =0.0
wp 1799.7
Vs 250
sc 0
we 250
hzmm 7.20
is 5000.00
rfl 1551.5
rfp 1453.8
th 20
ins §.000
nm c¢dc ph
. A rtff%’ll\zri[\;r ﬁr ,?fr Fs.‘\.l.\{ltrvslll..r.
— — T T —T— T — 1
8 7 4 3 1 ppm
e [ [ [
13.72 4.37
2.05 2.85

Compound 18 NMR Dipeptide MeO-Phe-D-Phe-NHBoc
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Supplementary Material

Time .... 1518 05-AUG-08
H1

File .... LDA_118_11la-120-13b_H1
User .... Leslie

Sample .. 118 1la-120-13b
Solvent . CDC13

expl stdlh

SAMPLE DEC. & VT
date Aug 5 2008 dfrq 199.968
solvent CDC13  dn HL
file exp dpwr 40

ACQUISITION dof 0
sfrg 199.968 dm nnn
tn H1  dmm c
at 5.001 dmf 10785
np 30004 temp 30.0
5w 3000.0 PROCESSING
fb 1600 b 0.20
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
di 5.000
tof 400.0 werr
nt 16 wexp process_1id
ct 16 wbs wft|ds dscale
alock n wnt
gain not used

FLAGS
i n
in n
dp y

DISPLAY
sp =-0.2
wp 1789.7
UH 200
sC ]
we 250
hzmm 7.20
is 5000.00
rfl 1551.5
rfp 1453.8
th 20
ins 9.000
nm c¢dc ph

N S S

Sellers et al.

S61

Compound 18 NMR Tripeptide MeO-Phe-D-Phe-D-Val-NHBoc



Supplementary Material
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. 1348 10-MAR-08
H1
. LDA082_14c-15a_H1

. Leslie

Sample .. 1l4c-15a
Solvent . CDC18
expl stdih
SAMPLE DEC.
date Mar 10 2008 dfrq
solvent CDC13  dn
file exp dpwr
ACQUISITION dof
sfrq 199.968 dm
tn H1 dmm
at 5.001 dmf
np 30004 temp
sw 3000.0 PROC!
fb 1600 1b
bs 16 wtfile
tpwr 53 proc
pw 7.0 fn
d1 5.000
tof 400.0 werr
nt 16 wexp
ct 16 wbs wft
alock n wnt
gain not used
FLAGS
i n
in n
dp y
DISPLAY
sp -0.0
wp 1798.7
vs 110
sc 0
weC 250
hzmm 7.20
is 7000.00
rfl 1551.0
rfp 1453.8
th 20
ins 9.000

& VT
199.968
H1
40
0
nnn

c

10785

30.0
ESSING

0.20

ft
not used

process_1d
ds dscale

OMe

(0]
NH
NHBoc

T )\\l\\\. (\\. _
|
! i
{ |
| \
I
il Mepmanssd™ " S
- vy o - e
— —— ——— ————— T T T T T
8 7 6 5 4 3 2 1 ppm
s Bt ey i I N
0.84 0.96 2.79 9.00 12.06
0.74 0.95 10.54 3.61

ipeptide MeO-Leu-Leu-NHBoc

Compound 18 NMR D
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expl Proton

SAMPLE
date Sep 4 2008
solvent cd3od

temp
gatn

file shome, walkup/~ spin
vimrsys /dataslalex~ hst
a/N4_20080904__Pro~ pwil

ton_01.fid alfa
ACQUISITION
W 6410.3 1}
at 5.000 fin
np 64102 dp
b 4000 hs
bs 16
58 2 1b
di 1.000 fn
nt i28
ct 128 sp
TRANSMITTER wp
tn H1 rf1l
sfrg 399.764 rfp
tof 399.8 rp
tpwr 59 1p
pw 5.700
DECOUPLER we
dn C13 sc
dot 0 wvs
dm nnn  th
dmm c ai
dpwr 0
dmf 200

SPECIAL

DISPLAY
=0.2

3587.7
B06.S
0

cdc  ph

=

\

O

N

NHBoc HN

i

Compound 18 NMR Linear Pentapeptide MeO-Phe-D-Phe-D-Val-Leu-Leu-NHBoc
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Display Report - All Windows Selected Analysis

Analysis Name: LDA_128_131LP. Instrument: Agilent 6330 Ion Trap Print Date: 9/10/2008 11:13:12 AM
Method: SANA.M D Operator: sdsu Acq. Date: 9/9/2008 7:19:49 PM
Sample Name: LDA_128 131ip

Analysis Info:

Intens. ! LDA_128_131LP.D: TiC +Ail MS|
x107 i

| \
. 5.‘

o~ ~o M _l
x107 LDA_128_131LP.D: EIC 773-775 +AIl MS|
125

\
1.00 s
075 |
0.50 »
0.25 L
000 : AR

Irvken37 - S==—————— i = =———— +MS, 3.7min #171
x10 7746

6 Time [min]

1.0

\g/\?\ \_/
0
08 H/Y
o NH HN__ o
e )\i \©
NHBoc HN o

MeO

04
652.8

o

0.2 426.5

00 ‘!l

200

573.7

| ,
HAJA ; . < s : |

T AL s s v 7 !
00 600 800 1000 1200 1400 16100 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of1 Agilent Technologies

Compound 18 LCMS Linear Pentapeptide MeO-Phe-D-Phe-D-Val-Leu-Leu-NHBoc (MW=752)
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Display Report - All Windows Selected Analysis

Analysis Name: LDA_132_131DD Instrument: Agilent 6330 Ion Trap
Method:  SANA.M .D Operator:  sdsu

Sample Name: 1.DA_132_131dd

Analysis Info:

Print Date: 9/9/2008 4:58:50 PM
Acq. Date: 9/9/2008 4:19:37 PM

Intens.
X107

* r '\
/ MJ’ \“ U\JMJ\N

LDA_132_131DD.D: TIC +All MS|

LDA_132_131DD.D: EIC 637-639 +All MS

Time [min]

Intens
x106 1275.9

TT¥MS, 2 1min #84

638.4

473.4

3261 |

L

.
L

sl . s
600 800 1000 1200

" LL' UZLJ

200

S
1400

———— i —
1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1

Compound 18 LCMS Double Deprotected Linear Pentapeptide HO-Phe-D-Phe-D-Val-Leu-Leu-

NH, (MW=638)

S65
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expl Proton

SAMPLE
date Jun 6 2009 temp
solvent cd3od gatn
file shome,/walkup/~ spin
vomrsys/data/lalex~ hst
a/N4_20090606_LDA_~ pwi0
134_131_final_Prot~ alfa
on_01.fid

ACQUISITION 11
sw 6410.3 in
at $.000 dp
np 64102 hs
fb 4000
bs 16 1b
sS 2 fn
d1 1.000
nt 256 sp
ct 256 wp

TRANSNITTER rfl
tn H1 rfp
sfrq 399.761 rp
tof 389.8 1p
tpwr $9
pw 5.400 wc

DECOUPLER sc
dn C13 wvs
dof 0 th
dm nnn - ai
dmm c
dpwr 31
dmf 29412

arn S S

SPECIAL
30.0
not used

20
0.008
10.800
10.000
FLAGS
n
n
y
nn
PROCESSING
0.10
65538
DISPLAY
0.2

3597.7
806.6

cdc  ph

Compound 18 NMR Cyclized Pentapeptide Phe-D-Phe-D-Val-Leu-Leu
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Display Report - All Windows Selected Analysis

Analysis Name: LDA_131_HPLC2 Instrument: Agilent 6330 Ion Trap Print Date: 6/24/2009 2:54:13 PM
Method: SANA.M _F51.D Operator:  sdsu Acq. Date: 5/9/2009 1:09:43 PM
Sample Name: LDA 131 hplc2 f51

Analysis Info:

lnter:)séj T LDA_131_HPLC2_F51.0: TIC +All MS
x1

it i - ] ] - LDA_131_HPLC2_F51.D: EIC 620-622 +All M3

1 "2 3 3 5 6 Time (min)

Intens. | - T o . +MS, 3.4min #138|
x108 ] 1240.4

| —
15 \q)J\N - o
H

NH H

N
o /Z.n
10
(o]

6210

05

[0} S e LSBT S

200 400 600 800 1000 1200 1400 1600 1800

et
2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of 1 Agilent Technolagies

Compound 18 LCMS Cyclized Pentapeptide Phe-D-Phe-D-Val-Leu-Leu (MW=620)
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SDSU
Project Name: Defautts B re 4 ! £
Reported by User:  System

SAMPLE INFORMATION
Sample Name: LDA_131_final Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 333 Date Acquired: 6/1/2009 11:08:15 AM
Run Time: 16.00 Mnutes injection Volume: 30.00 ul
1.00] ﬂ
e |
< 0.50 / |
{ I A A
i J L O —
000"\ ———— J
2.00 ;::
2 ] i
< 1.001 £
] f [
0.0} — —— - YR — o
2,00 4.00 6.00 8.00 1000 12,00 1400 16.00
Minutes

—— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
— -~ Channel: 2487Channel 2 Channel Desc.: Processing Method: **

o o i % Area gt Amount | Units

Name | (min) [ (1V*sec) (HV)

I P s [ Yz o
2 e s s ik kR Aokt | wwn H/\fo
NH HN
o /Z.u
)j\""" HN o@

(o]

Report Method: Injection Summary Report Printed 11:24:29 AM 6/1/2009 Page: 1o0f1

Compound 18 HPLC Cyclized Pentapeptide Phe-D-Phe-D-Val-Leu-Leu
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Display Report - All Windows Selected Analysis

Analysis Name: TS_178_LINEAR. Instrument: Agilent 6330 Ion Trap Print Date: 9/24/2009 3:52:58 PM
Method: SANA.M D Operator: sdsu Acq. Date: 8/30/2009 11:43:55 AM
Sample Name: ts_178 linear

Analysis Info:

Intens. TS_178_LINEAR.D: TIC +All MS|

x108
5

108 : TS_178_LINEAR.D: EIC 742-744 +AllMS

1 F e 4 75 T 776 " Time[min)

|ntensé T - T I +MS, 2.4min #98)
x10°
1 742.9 ~_

2.5‘ N/\fo
2.0 )\: L |\
1pe4.5
44 yHo o 7

15
1.0 o

0.5

200 | 400 00 800 1000 1200 1400 1600 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technolagies

Compound 20 LCMS Double Deprotected Linear Pentapeptide HO-D-Phe-D-Val-Cha-Ser(Bzl)-
Phe-NH, (MW=742)
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Sample: ts_178_pure
Sample ID: s_20091210_02
File: home/walkup/vnmrsys/data/tslugo/N4_20091210_ts_178_pure_Proton_01.fid

Pulse Sequence: s2pul

Solvent: cd3od

Temp. 30.0 C 7 303.1 K

Operator: tslugo

File: N4_20091210_ts_178_pure_Proton_01
VNMRS-300 "nmr300.sdsu.edu

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 5.000 sec

width 6410.3 Hz

64 repetitions

OBSERVE H1, 399.7587691 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 65536

Total time 6 min, 37 sec

25.44

17.84,, |

17.6{

ppm

Compound 20 NMR Cyclized Pentapeptide Phe-D-Phe-D-Val-Cha-Ser(Bzl)
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Display Report - All Windows Selected Analysis

Analysis Name: TS_178_PURE.D Instrument: Agilent 6330 Ion Trap Print Date: 9/15/2009 3:54:16 PM
Method: SANA.M Operator: sdsu Acq. Date: 9/15/2009 3:46:00 PM
Sample Name: ts_178 pure

Analysis Info:

Intens7. ) T - TS_178_PURE.D: TIC +All MS|
1'%
1.00
0.75
0.50
0.25

g8 = s — 75178 PURED. EIC 725-727 +ATMS
15
10
05

0.0
ey

TS_178_PURE.D: UV Chromatogram, 213-217 nm

5 T T 6 T Timemin

N

Intens, i s S +MS, 4.2min #160
x106 1450.3

N
H

NH HN

20 ° /Z”‘
727.0 NH HN ¥ 7

(6]
15 @J o
10

05
0.0y "*--v—-dr‘—*ﬂ‘ﬂ——‘ﬂ-—-"—v T T v T Y ;ST T T T Y
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z
MSD Trap Report v 4 (Let-Opt2) Page 1of1 i~ Agilent Technologies

Compound 20 LCMS Cyclized Pentapeptide Phe-D-Phe-D-Val-Cha-Ser(Bzl) (MW=726)

S71



Sellers et al. Supplementary Material
SDSU .
Project Name: Defaults B rw Z e
Reported by User:  System
SAMPLE INFORMATION

Sample Name: ts_178_sspure Acquired By: System

Sample Type: Unknow n Sample Set Name:

Vial: 1 Acq. Method: primary_sanA_ss_ACN

Injection #: 157 Date Acquired: 9/14/2009 2:43:44 PM

Run Time: 16.00 Minutes Injection Volume: 90.00 ul

3.
5 2
<

1.

o. A *

300 ()

11 |

5 2000 | |
< \ |

1.00 ’ c‘!‘

o_ooi— J R T RO e L g

T T T T T B IS T T T -
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Minutes
—— Channel: 2487Channel 1 Channel Desc.. Processing Method: ****
= - Channel: 2487Channel 2 Channel Desc.: Processing Method: *** -
Peak | RT Area Height ,
Narme | (min) | (1V*sec) % Area W) Amount | Units
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N
NH HN
0 ol
o NH HN o @
8

Report Method: Injection Summary Report Printed 2:59:59 PM  9/14/2009 Page: 1of 1

Compound 20 HPLC Cyclized Pentapeptide Phe-D-Phe-D-Val-Cha-Ser(Bzl)

S72



Sellers et al.

Supplementary Material

Display Report - All Windows Selected Analysis
Analysis Name: TS 114 \P.D Instrument: Agilent 6330 lon Trap Print Date: 11/30/2009 2:44:14 PM
Method: SANAM Operator:  sdsu Acq. Date: 11/12/2005 3:20:28 PM
Sample Name: s 114 LP
Analysis Info:
intens. | TS_114_LP.0: TIC Al MS
|1CB, F'.‘
[\
3 [\
; [ )
2 | |
1
M\ [ &
108! = ™ . r - TS_114_LP.D EIG 757-759 +AI NS
125 |
e A
078 ﬁ
050 |
025
, |
wsortt Y& 114_LP D. UV Chromatogram, 213-217 on
(@20 f\
200 |
A J
100 f\ .
J 4
0
100 ’ , B (-
0 1 2 3 4 5 6 Tene fmr
Imens +MS, 3 Ormun #12
<107 | 1513.0
3
o “\_é,.f
N0
757.7 . H’\f
2 o "1...»«
O O
o
0 ’ : 3 ’ ‘ i da o - ; : - ;
200 400 600 800 1000 1200 1400 1600 1800 2000 m
MSD Trap Report v 4 (Let-Opt2) Page 1of1 Aglest Techasloy

Compound 21 LCMS Double Deprotected Pentapeptide HO-Phe-N-Me-D-Phe-D-Val-Cha-

Ser(Bzl)-NH, (MW=757)
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SANPLE SPECIAL
date Nov 30 2008 temp 30.0
solvent cd3od gain not used
file /homewalkup/~ spin 20
vimrsys/datastslug~ hst 0.008
o/NA_20081130_TS_c~ pw30 10.800
ompll4_pure_Proton~ alfa 10.000 |
01.17id FLAGS
ACQUISITION 1 n
W 6410.3 In n
at 5.000 dp y
np 64102 he nn |
fb 4000 PROCESSING
bs 16 b 0.10
55 2 fn 65536
d1 1.000 DIsSPLAY
nt 64 sp 0.0
ct 54 wp 3592.7
TRANSMITTER rf} 848.0
tn M1 rfp [}
sfrg 399.761 rp 36.1
tof 398.8 1p 22.0
tpwr 53 PLOT
pw 5,400 wc 240
DECOUPLER scC 0
dn C13 wvs 200
dof 0 th 2
dn nnn al cdc ph
drm c
dpwr 31
dnf 29412
r
.
|
/
%_
|
J
| .ﬂ
t 4 +f /
Rl | 1 ) \ !
55 DOAIE SNy TS IRt % X = s 8 °) Y W
,Y” - v e — 1T T — —2 % ™7 T N—
9 8 7 6 S 4
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Sampler ts_100 _pers
Sample 10: s 20100422 02
File: /homevmikup/vomrsys /data/ts ugo /N4 20100422 ts 109 py

Pulse Segquence: sipul

Solvent: cd3od

Temp. 30.0C /3021 &

Operator: tslh

File: NA_20100422 ts_109_pure_Proton 01
VinRS-10F  “nare0d.sdeu.cou"

Relax, delay 1,000 sec

Pulse 45,0 degrees

Acq. time 5.000 sec

Vidth €410.3 N2

4 rapetitions

OASER Hi, 399.7587317 Whz
DATA PROCESSING

Line broadening 8.1 Nz

FT size 65538

Total time & min, 37 sec

~.|1~ena:|.—.<.-
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Display Report - All Windows All Analyses

Operator:  sdsu Instrument: Agilent 6330 Ion Trap  Print Date: 4/23/2010 3:13:36 AM
Intens TS_109_PURE D. TIC +All MS|
x109
3
2
1 :
103 " TS_100_PURE. TRy
20
15
10
05
9 H 2 3 4 5 6 Time [min)
Intens. YMIS. 2.6min #2
1108 6483
5 O N
7
M “‘\fpﬂ
E H
MH M
ﬂ - aill
; NH HN
HO O
¢ o
12456
14
7844 993.4 L
0v— < e 1} N S 5 —5 v v
200 400 600 800 1000 1200 1400 1600 1800 2000 mz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 O Agilest Technalogies
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SDSU ’ 7t
Project Name: Defaults
Reported by User. System / / /[
SAMPLE INFORMATION
— — L il X -
Sample Name: ts_109_pure Acquired By: System
Sample Type: Unknown Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 702 Date Acquired: 4/20/2010 3:28:55 PM
Run Time: 16.00 Minutes Injection Volume:  60.00 ul
: s — - —
150
1001

:
|
.

200

{ f

= - |

< 100 Il

1
! / \
000]—— Aﬁ_.___/ — ~ - —
200 4.00 6.00 800 1000 1200 1400 1600
Mnutes

——— Channel: 2487Channel 1 Channel Desc.: Processing Method: *
—— Channel: 2487Channel 2 Channel Desc.: Processing Method: * -

Peak| RT | Arca Height
Name | (min)| ( V*sec) | % A%€a| (v |Amount|Units
2 _aee e R L) R LR “ane R
o
7
N”\fﬂ
H
NH N
i ﬂz\...u
HO NH HNTS D
0

Report Method: Injection Summary Report  Printed 3:45:08 PM 4/20/2010
Page: 1 of 1
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Time 1529 21-JUN-06
Exp .. H1
File. . rscompdB511f-12a_H1
User .... Suchitra
Sample .. rscompd8511f-12a
Solvent . CDC13
expl stdih
SAMPLE DEC. & VT
date Jun 21 2006 dfrg 199.968
solvent CDC13  dn H1
file exp dpwr 40
ACQUISITION dof o
sfrg 189.968 dm nnn
tn HL  dmm c
at 5.000 dmf 10785
np 30004 temp 30.0
sw . 3000.3 PROCESSING
fb 1600 1B 0.20
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
d1 5.000
tof 400.0 werr
nt 24 wexp process_1d
ct 24 wbs wft ds dscale
alock nownt
gain not used
FLAGS
il n
in n
dp ¥
DISPLAY
sp =0.7
wp 1789.7
Vs 151
sC 0
we 250
hzmm 7.20
is 6602.14
{5 i | 1552.4
rfp 1451.8
th 20
ins 100.000
nm  cdc  ph
H\ \
T T T | T T
8 7
]
0.53

OH

BocHN

S78
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Time .... 1336 12-JUL-06 O
EXp scien H1 T
File .... rscmpd8511fi2ai3al_H1 o O
User .... Suchitra >
sample .. rscmpd8S11fi2ai3al 4 4
Solvent . CD30D I T
expl stdilh o
SAMPLE DEC. & VT r4 o
date Jul 12 2006 dfrgq 199.969 I (]
solvent CD30D dn H1 [4] =
file exp dpwr 40 [e]
ACQUISITION dof 0 m
sfrq 199.969 dm nnn
tn H1 dmm c
at 5.000 dmf 10785
np 30004 temp 30.0
sw 3000.3 PROCESSING
fb 1600 1b 0.20
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
dl 5.000
tof 400.0 werr
nt 24 wexp process_1d
ct 24 wbs wft ds dscale
alock n wnt
gain not used
FLAGS
il n
in n
dp y
DISPLAY
sp -0.1
wp 1799.7
vs 300
sc 0
weC 250
hzmm 7.20
is 5124.06
rfl 761.1
rfp 661.9
th 20
ins 100.000
nm cdc ph
L
-
A A i T
it Q.Cg h,%i_
—r——— — e e e T T
8 7 5 4 3 3

Compound 23 NMR Tripeptide MeO-D-Tyr-Leu-Val-NHBoc
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(]

Time .... 1308 06-JUL-06 M
EXpisiiee H1 O (%]
File .... rsi41-15a_H1 o]
User .... Suchitra o m
sample .. rsial-15a I I
Solvent . CD30D 2 2
expl stdih

SAMPLE DEC. & VT
date Jul 6 2006 dfrq 199.969 0
solvent CD30D dn H1
file exp dpwr 40 N

ACQUISITION dof 0 Ko

sfrq 199.969 dm nnn
tn H1 dmm c (&]
at 5.000 dmf 10785
np 30004 temp 30.0
sw 3000.3 PROCESSING
fb 1600 1b 0.20
bs 16 wtfile
tpwr 583 proc ft
pw 7.0 fn not used
d1 5.000
tof 400.0 werr
nt 24 wexp process_1d
ct 24 wbs wft ds dscale
alock n wnt
gain not used

FLAGS
il n
in n
dp y

DISPLAY
sp =0.1
wp 1799.7
vs 300
sc 0
we 250
hzmm 7.20
is 12000.00
rfl 721.0
rfp 661.9
th 20
ins 100.000
nm cdc ph

g A \ \ J ] o
T T T T T T T 7 T T T T T —T T T T T T T v T : -
8 7 5 4 3 2 1 ppm

Compound 23 NMR Dipeptide MeO-Lys(Cbz)-Leu-NHBoc
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Time .... 1200 09-AUG-06

EXp: . H1

File .... rs_186LP_11f-12a-13a-14L-15a_H
1

User .... Suchitra

Sample .. 186LP 11f-12a-13a-14L-15a

Solvent . CD30D

expl s2pul

SAMPLE
date Aug 9 2006
solvent CcD30D
file exp

ACQUISITION

sfrq 499.943
tn H1
at 5.000
np 80000
SW 8000.0
fb 4000
bs 16
tpwr 57
pw 5.0
dl 5.000
tof 1000.0
nt 32
ct 32
alock n
gain 52

FLAGS
il n
in n
dp y
hs nn

DISPLAY
sp -0.1
wp 4499.4
vs 2000
sc 0
we 250
hzmm 18.00
is 320.67
rfd 2156.5
rfp 1654.8
th 3
ins 0

nm cdc ph

DEC. & VT
dfrg 499.942
dn H1
dpwr 34
dof 0
dm nnn
dmm c
dmf 10518
dseq
dres 1.0
homo n
temp 30.0
DEC2
dfrq2 0
dn2
dpwr2 1
dof2 0
dm2 nnn
dmm2 c
dmf2 11065
dseq2
dres2 1.0
homo2 n
PROCESSING
1b 0.20
wtfile
proc ft
fn not used
math f
werr

wexp wfit ds dscale
wbhs wflt ds dscale
wnt

]

o
Meowrjm
o

NHBoc HN

OH

N

Compound 23 NMR Linear Pentapeptide MeO-D-Tyr-Leu-Val-Lys(Cbz)-Leu-NHBoc
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.... 0851 23-JAN-07
.e0. HR
rs_lif-12a-13a-14iL-15a_cyc85S_|

1
User .... Suchitra

Sample .. llf-l12a-13a-14aL-15a cyc85
Solvent . CD30D

expl  sZpul
SAMPLE DEC,. & VT

date Jan 28 2007 dfrq 499.942 H
solvent €D30D dn H1 NH " HN
file exp  dpwr 34

ACQUISITION dof 0
sfrg 499.943 dm nnn
tn H1  dmm i c ZI HN (o]
at 5.000 dmf ! 10518 Ql
np 80000 dseq -
sw 8000.0 dres 1.0 o
b 4000  homo n
bs 16 temp 30.0
tpwr 57 peEc2
pw 5.0 dfrq2 L]
a1 5.000 «n2
tof 1000.0  dpwr2 1 HO
nt 128 dof2 0
ct 64 dm2 nnn
alock n  dmm2 c I
gain 56 dmf2 11065

FLAGS dseq2
il n dres2 1.0
mn n  homo?2 n i
dp Y PROLCESSING % ;
hs nn b 0.20 [
DISPLAY wtfile m

sp -0.1 proc ft|
wp 1499.4 fn not used |,
vs 2500 math T
sC 0
we 250 werr
hzmm 18.00 wexp imn ds dscale
is 368.52 wbs wft ds dscale
rfl 2156.3 wnt i
rfp 1654.8 I
th 7 |
ins 0 H
nm  cdc ph i

Compound 23 NMR Cyclized Pentapeptide D-Tyr-Leu-Val-Lys(Cbz)-Leu
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D:\Depariment Results\...\rscyc85pure

rscyc85pure

RT: 0.00-1186

100-
90—
807
705
60—
50
407
304
20=
10

Relative Abundance

1.62 264 3.11

Supplementary Material

10/19/06 10:29:08 AM

4.01

572 608

T

\ ‘7'10:_ ZJ?___Z.,BZ

’ 883 gas

NL:

2.12E7
m/z=

150.0-
2000.0 MS
rscyc85pure

964 1032 11,08

30~i

3.27 3.58

534 | i
Al

7.23

NL:

4.12E6
miz=

751.0-
753.0 MS
rscyc85pure

1.86
T

2

™7
4

4.96 7.65 812 875 9.53 10.28
R e T I s R st I L S S e

11.30

5 6

7 8

Time (min)

e}

H
N

rscyc85pure #1711 RT. 5.88 AV: 1 NL: 1.92E6
T: + ¢ ESI Full ms [ 150.00-2000.00]
100

0 0
5 N o
95° | O NH H 1N
90 | /Lj\ r\r
85 5 NH HN"SO
r—
‘ o ,

HO

751.9

1501.3

1502.3

Relative Abundance
o
i

20 - ' 1503.3
4& 754.0

Piv7: [ :
2777 1523.2

14427 1 1525.2 1832 .8
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5019
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Compound 23 LCMS Cyclized Pentapeptide D-Tyr-Leu-Val-Lys(Cbz)-Leu (MW=751)
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File .... rscompddSiif-12a_H1

User .... Suchitra

Sample .. rscompd8Slif-12a

Solvent . CDC13

expl stdih

SAMPLE
date Jun 21 2006
solvent cocis
file exp

ACQUISITION

sfrq 199.968
tn H1
at 5.000
np 30004
sw 3000.3
fb 1600
bs 16
tpwr $3
pw 7.0
dl 5.000
tof 400.0
nt 24
ct 24
alock n
gain not used

FLAGS
il n
in n
dp y

DISPLAY
sp -0.1
wp 1799.7
vs 151
sc 0
weC 250
hzmm 7.20
is 6602.14
rfl 1552.4
rfp 1451.8
th 20
ins 100.000

DEC. & VT
dfrq 199.968
dn H1
dpwr a0
dof 0
dm nnn
dmm c
dmf 10785
temp 30.0
PROCESSING
b 0.20
wtfile
proc ft
fn not used
werr
wexp process_1d
wbs wft ds dscale

wnt

BocHN

OH

Compound 24 NMR Dipeptide MeO-D-Tyr-Leu-NHBoc
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T11.0 rscmpdsSiifizai3al_H1

Time .... 1336 12-JUL-06
Exp H1

File

User .... Suchitra

Sample .. rscmpd8S1ifizal3al

Solvent . CD30D

expl stdih

SAMPLE
date Jul 12 2006
solvent CcD30D
file exp

ACQUISITION

sfrg 199.969
tn H1
at 5.000
np 30004
sw 3000.3
fb 1600
bs 16
tpwr 53
pw 7.0
dl 5.000
tof 400.0
nt 24
ct 24
alock n
gain not used

FLAGS
11 n
in n
dp y

DISPLAY
sp -0.1
wp 1799.7
vs 300
scC 0
weC 250
hzmm 7.20
is 5124.06
rfl 761.1
rfp 661.9
th 20

DEC. & VT
dfrq 199.969
dn H1
dpwr a0
dof 0
dm nnn
dmm c
dmf 10785
temp 30.0
PROCESSING
1b 0.20
wtfile
proc ft
fn not used
werr
wexp process_1d

wbs wft ds dscale
wnt

BocHN

HN

HN
MeO\[H.,,/
(o]

IA

OH

Compound 24 NMR Tripeptide MeO-D-Tyr-Leu-Val-NHBoc

S85



Supplementary Material

Sellers et al.

Time . 1308 06-JUL-06
Exp . H1

File . rsi4i-i15a_H1
User . Suchitra

Sample .. rsidl-15a
Solvent . CD30D

expl stdih

SAMPLE DEC. & VT
date Jul 6 2006 dfrg 199.969
solvent CD30D dn H1
file exp dpwr 40

ACQUISITION dof 0

sfrgq 199.969 dm nnn
tn H1 dmm c
at 5.000 dmf 10785
np 30004 temp 30.0
sw 3000.3 PROCESSING
fb 1600 1b 0.20
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
d1 5.000
tof 400.0 werr
nt 24 wexp process_1d
ct 24 wbs wft ds dscale
alock n wnt
gain not used

FLAGS
il n
in n
dp y

DISPLAY
sp =0.1
wp 1799.7
vs 300
sc 0
we 250
hzmm 7.20
is 12000.00
rfl 721.0
rfp 661.9
th 20
ins 100.000

Cbz

OMe

(0]
NH
NHBoc

(%__\
.

=]
-
=)

Compound 24 NMR Dipeptide MeO-Lys(Cbz)-Leu-NHBoc
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Time .... 1200 09-AUG-06
ERp; .sieaie H1
File .... rs_186LP_11f-12a-13a-14L-15a_H
1
User .... Suchitra
Sample .. 186LP 11f-12a-13a-14L-15a
Solvent . CD30D
expl s2pul
SAMPLE DEC. & VT
date Aug 9 2006 dfrq 499.942
solvent CD30D dn H1
file exp dpwr 34
ACQUISITION dof 0
sfrq 499.943 dm nnn
tn H1 dmm c
at 5.000 dmf 10518
np 80000 dseg
swW 8000.0 dres 1.0
fb 4000 homo n
bs 16 temp 30.0
tpwr 57 DEC2
pw 5.0 dfrg2 0
dl 5.000 dn2
tof 1000.0 dpwr2 1
nt 32 dof2 0
ct 32 dm2 nnn
alock n  dmm2 c
gain 52 dmf2 11065
FLAGS dseq2
il n dres2 1.0
in n homo2 n
dp y PROCESSING
hs nn 1b 0.20
DISPLAY wtfile
sp -0.1 proc ft
wp 4499.4 fn not used
vs 2000 math :
sc 0
we 250 werr
hzmm 18.00 wexp wfit ds dscale
is 320.67 whbs wfit ds dscale
rfl 2156.5 wnt
rfp 1654.8
th 3
ins 0
nm cdc ph
||4|\I||\I\|‘\\

Cbz

Compound 24 NMR Linear Pentapeptide MeO-D-Tyr-Leu-Val-Lys(Cbz)-Leu-NHBoc
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rafgfingl_OFOz05113953 CEOSOT 11:35:23 A0
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Time .... 1004 22-JUN-08
£xp ..... H1
File .... rscompd#B6i1giZzall_H1
User .... Suchitra
Sample .. rscompd#8611gi2all
Solvent . CDC13
expl stdih
SAMPLE DEC. & VT
date Jun 22 2006 dfrq 199.968
solvent €DC13  dn H1
file exp dpwr 40
ACQUISITION dof 0
sfra 198,868 dm nnn
tn H1  dmm c
at 5.000 dmf 10785
np 30004 temp 30.0
SW 3000.3 PROCESSING
b 1600 1b 0.20
. bs 16 wifile
tpwr 53 proc ft
pw 7.0 fn not used
dl 5.000
A.Ia tof 400.0 werr
— nt 24 wexp process_1d
- ct 24 wbs wft ds dscale
[<5} alock n wnt
4 gain not used
FLAGS
© i1 n
M in n
i DISPLAY Y
WJ sp =0.1
o wp 1799.7
Vs 300
..m sc 0
weC 250
[} hzmm 7.20
= e
I3 +
[«B] rfp 1451.
r— th z
o ins i00.000
o nm cdc ph
@

BocHN

HN

MeO

Sellers et al.

7
[I—) [ I S S| S—'
2.43 3.43 0.22
5.77 7.58 2.29

Compound 26 NMR Dipeptide MeO-D-Trp-Leu-NHBoc
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Time .... 1603 14-JUN-07
E¥p ..... H1
File .... rsllg-12a-13alI_H1
User .... Suchitra
Sample rsllg-12a-13all
Solvent €300
expl stdilh
SAMPLE DEC. & VT
date Jun 14 2007 dfrg 199.969
solvent CD30D  dn H1
file exp  dpwr a0 o
ACQUISITION dof [} (o)
sfrq 199.863 dm nnn
tn H1  dmm c =z z
at 5.000 dmf 10785 I Iy
np 30004 temp 30.0
swW - 3000.3 PROCESSING =z
b 1600 1b 0.20 T o "o
bs 16 wifile e} -
tpwr 53 proc ft o =
pw 7.0 fn not used 1]
di 5.000
tof 400.0 werr
nt 24 wexp process_1id
ct 24 wbs wft ds dscale
alock n o wnt
gain not used
FLAGS
il n
in n
dp ¥
DISPLAY
sp -0.1
wp 1799.7
Vs 300
sC 0
we 250
hzmm 7.20
is 10386.71
rfl 760.9
rfp 661.9
th 20
ins 100.000
nm cdc  ph
F \ > v \
T T T T T + T T T — T
8 7 6
o ez e wmpannly e oy U g
1.87 5.76 17.31
2.34 1.10 2.43

Compound 26 NMR Tripeptide MeO-D-Trp-Leu-Val-NHBoc
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1018 04-JUN-07

H1
rs14m-15aII_H1
Suchitra

Sample .. rsidm-15all
Solvent . CDC13 O HN [0}
expl stdlh \_._/
SAMPLE DEC. & VT o NH
date Jun 4 2007 dfrg 199.968
solvent CDC12  dn H1
file exp  dpwr a0 o
ACQUISITION dof o
sfro 139.3968 dm nnn
th H1  dmm [
at 5.000 dmf 10785
np 30004 temp 30.0 OMe
sW 3000.3 PROCESSING
b 1600 1b 0.20 (o] NH
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
d1 5.000
tof 400.0 werr NHBoc
nt 24 wexp process_1d
ct 24 whbs wft ds dscale
alock nownt
gain not used
FLAGS
il n
in n
dp ¥
DISPLAY
sp -0.1
wp 1899.7
vs 300
sC 0
we 250
hzmm 8.00
is 8739.78
rfl 1552.1
rfp 1451.8
th 20
ins 100.000 e
nm cdc  ph
- / ~dl 7S \
MM L
R e e e . Tu S P ey oy e oy P T T T T i T
9 8 6 4 2 1 ppm
— el e e T I e Tt e ———
3.45% 0.14 1.70 .07 1.92 6.05 11.867
0.12 23.40 0.30 1.48 .48 36.60

Compound 26 NMR Dipeptide MeO-Arg(2Cbz)-Leu-NHBoc

S92



Supplementary Material

Time .... 1042 12-0CT-06
Exp . H1

File

User Suchitra

RSLP_86_11g-12a-13a-14m-15a_H1

Sample .. 86 1l1g-12a-13a-14m-15a

Solvent . CD30D

expl s2pul

SAMPLE
date Oct 12 2006
solvent CD300
file exp

ACQUISITION

sfrq 499.943
tn H1
at 5.000
np 80000
sw . 8000.0
fb 4000
bs 16
tpwr 57
pw 5.0
dl 5.000
tof 1000.0
nt 32
ct 32
alock n
gain a6

FLAGS
il n
in n
dp y
hs nn

DISPLAY
sp =0l
wp 4499.4
vs 1500
sc 0
we 250
hzmm 18.00
is 347.01
rfl 2156.4
rfp 1654.8
th 7
ins 0

nm cdc ph

dmf

dseq
dres
homo
temp

dfrq2
dn2
dpwr2
dof2
dm2
dmm?2
dmf2
dseq2
dres2
homo2

PROCESST]

1b
wtfile
proc
fn
math

werr
wexp wf
wbs  wf
wnt

1

nnn
c
11065
1.0
n

NG
0.20

ft
t used
f

dscale
dscale

NHBoc
MeO

(o]

HN

Sellers et al.
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1806 26-JUN-07
Suchtria

iH

B6 cyc fipal
cD20D

expl Proton

o_o
el wmx_u_.m_m FEiP W SPECIAL IN
late un emp 30.0
solvent cd3od gain not used J\ZJ\ZI
file shome/walkup/~ spin 20
vmrsys /data/walku~ hst 0.008 o HN
p/N4_20070626_rs_s~ pwi0 11.700 L
anABS_cyc-final_l1~ alfa 6.600 fo) —
¢-12a=13a-14m-15a_~ FLAGS L—"1
Proton_02.fid {1 n (o)

ACQUISITION in n N
sW 2 6410.3 dp Yy H
at 2.049 hs nn Ox. NH T'HN
np 26264 PROCESSING
fb 4000 b 0.20
bs 32 fn 65536
ss 2 DISPLAY NH HN"™0
di 5.000 sp 0.0 —
nt 128 wp 3597.7 0o 7
ct 128 rfl 2lz7.4

TRANSMITTER rfp 1323.2 —
tn HL rp C126.3 HN —
sfrg 399.764 1p -23.9 e
tof 398.4 PLOT
tpwr 5% wc 240
pw 5.850 sc [

DECOUPLER Vs 2000
dn C13 th 2
dof 0 ai cdc ph
dm nnn
dmm c
dpwr 32
dmf 29412

- ﬂ
I | f_
, |
T ST T s B S Sy T S D T T
8 7 (] 5 4 3 1 ppm

Compound 26 NMR Cyclized Pentapeptide D-Trp-Leu-Val-Arg(2Chbz)-Leu
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FractionLynx Report - sxr Page 1
Sample: 1 Vial:5,1:30 1D:4330

File:sxr326-1 Date:15-Nov-2007 Time:09:15:53

Description:

Printed: Thu Nov 15 09:37:28 2007

Sample Report:

Sample 1 Vial 5,1:30 ID 4330 File sxr326-1 Date 15-Nov-2007 Time 09:15:53 Description

MS ES+ :TIC Smooth (SG, 2x2) 4.0e+008
(1)
1001 AT 0 _0
eoi o Ny M
4 O HN

60 (5) o
* 1 203 LO
40 N
| H
|

0 ,,_‘, ......... L — . Time
2.00 4.00 6. o 7 10.00
Peak Number Compound Time AreaAbs Area %Total Width B
1 157  1e+008 78.06 1 bl
3 1.87 1e+007 11.13 0
5 2.03 1e+007 10.80 0
UV Detector: TIC Smooth (SG, 2x2) 4.70%e-1
(2) Range: 4.70%e-1
) 1.65
|
3.0e-1-
2 |
s 2.0e-l€
(4)
1.0e-1; 1.92
0.0:i S WL N e . - — Time
2.00 4.00 6.00 8.00 10.00
Peak Number Compound Time AreaAbs Area %Total Width Height Mass Found
2 1.65 9e+004 90.64 1 5e+005
4 1.92 9e+003 9.36 1 4e+004
Peak ID Compound Time Mass Found
1 1.5
SAMPLE: 5,1:30 Combine (151:161-(70:75+231:236)) 1:MS ES+
2.1e+007
100 702.4 22455
o | 2022150 21277.14 370,29 483.27 575-31603.34 0244  BOORSET ohe. 6o
(o PN O Rl el DTS et R 0 T : N Balk 0% o
200.00 400.00 600.00 800.00

Compound 26 LCMS Cyclized Pentapeptide D-Trp-Leu-Val-Arg(2Cbz)-Leu (MW=802)

S95



Supplementary Material

Sellers et al.

Time .. 1004 22-JUN-06
EXP ... Hi
File .... rscompd#8611lgilZall H1
User .... Suchitra
Sample .. rscompd#861igl2all
Solvent . CDC13
expl stdih
SAMPLE DEC. & VT
date Jun 22 2006 dfrg 199.968
solvent Coc13  dn H1
file exp dpwr 49
ACQUISITION dof o
sfrq 199.968 dm nnn
tn H1  dmm c
at 5.000 dmf 10785
np 30004 temp 30.0
sw 3000.3 PROCESSING
fb 1600 b 0.20
bs 16 wifile
tpwr 53 proc fi
pw 7.0 fn not used
dl 5.000
tof 400.0 werr
nt 24  wexp process_1d
ct 24 wbs wft ds dscale
alock n wnt
gain not used
FLAGS
il n
in n
dp Y
DISPLAY
sp -0.1
wp 1799.7
vs 300
sc 0
wWeC 250
hzmm 7.20
is 12000.00
rfl 1551.9
rfp 1451.8
th 2
ins 100.000
nm cdc  ph
e i —
8 7
— .|.|_£|_|_|.|:|.|
2.43 3.43 0.22
5.77 7.56

HN

BocHN

MeO,

S96
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Time

1603 14-JUN-07

Exp H1
File rslig-12a-13all_H1
User Suchitra
Sample rsllg-12a-13all
Solvent CD30D
expl stdlh

SAMPLE DEC. & VT
date Jun 14 2007 dfrq 199.969
solvent C030D dn H1
file exp  dpwr a0 o

ACQUISITICN dof 0 @]
sfrg 199.963 dm nnn
tn H1  dmm < = =z
at 5.000 dmf 10785 I I
np 30004 temp 30.0
sW 3000.3 PROCESSING =z
fb 1600 1b 0.20
bs 16 wifile 5 w
tpwr 53 proc ft [=] =
pw 7.0 fn not used [11]
d1 5.000
tof 400.¢ werr
nt 24  wexp process_1d
ct 24 whs wft ds dscale
alock n o wnt
gain not used

FLAGS
il n
in n
dp y

DISPLAY
sp -0.1
wp 1799.7
Vs 300
sC 0
we 250
hzmm 7.20
is 10386.71 <
rfl 760.9
rfp 661.9
th 20
ins 100.000
nm cdec  ph

|-
e S T T T T T T T T % T T T T T T T T T T
8 7 2 1 ppm
i e — el et ey s o i
1.97 5.76 17.31 1.98 13.83 23.42
2.34 1.10 2.43 5.78 2.51 21.58

Compound 27 NMR Tripeptide MeO-D-Trp-Leu-Val-NHBoc
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Time .. 1018 04-JUN-07
EXP ..... HL
rs1am-15aII_H1 (0]
Suchitra
Sample .. rsidm-15all
Solvent | COC13 O HN (e}
expl stdlh \F =
SAMPLE DEC. & VT o N NH
date Jun 4 2007 dfrg 199.968
solvent COC13  dn H1
file exp dpwr a0 [e)
ACQUISITION dof 0
sfrq 139.368 dm nnn
tn H1  dmm c
at 5.000 dmf 10785
ot s000.8 " ™processng OMe
SW ; &
b 1600 b 0.20 (o] NH
bs 16 wtfile
tpwr 53 proc ft
pw 7.0 fn not used
di 5.000
tof 400.0 werr NHBoc
nt 24  wexp process_1d
ct 24 whs wft ds dscale
alock n o wnt
gain not used
FLAGS
il n
in n
dp y
DISPLAY
sp -0.1
wp 1999.7
vs 300
sC 0
we 250
hzmm 8.00
is 8738.78
rfl 1552.1
rfp 1451.8
th 20
ins 100.000
nm cdc  ph
T R e T s ) P S R | T T T T
9 8 7 6 5 4
— e S e B il o I e e e
3.45 0.14 1.70 7.77 1.92 6.05
0.12 23.40 0.30 1.43 5.48

S98
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Time .... 1042 12-0CT-06

EXp ..... HL

File .... RSLP_86_11g-12a-13a-1am-15a_H1
User .... Suchitra

Sample .. 86 1lg-12a-13a-14dm-1Sa

Solvent . CD30D

expl s2pul
SAMPLE DEC. & VT
date Oct 12 2006 dfrqg 499.942 y
solvent CD300 dn H1 il
file exp dpwr 34
ACQUISITION dof 0
sfrq 499.943 dm nnn
tn H1  dmm c
at 5.000 dmf 10518
np 80000 dseq
sW 8000.0 dres 1.0
fb 4000 homo n
' bs 16 temp 30.0
tpwr 57 DEC2 PRI
pw 5.0 dfrqg2 0 RS
—_ a1 5.000 dn2 \l\
a tof 1000.0 dpwr2 1
n nt 32 dof2 0
ct 32 dm2 nnn
m alock n  dmm2 c
a gain 46  dmf2 11065
FLAGS dseq2 \tL
M i n dres2 1.0 HN
in n homo2 n
dp y PROCESSIING
> ns an b 0.20
DISPLAY wtfile
a sp -0.1 proc ft
- wp 4499.4 fn ndt used ﬁ
c vs 1500 math f |
[¢D] sc 0
we 250 werr
m hzmm 18.00 wexp wfi ds |[dscale
[¢D] is 347.01 wbs wf} ds |dscale
— el 2156.4 wnt
o rfp 1654.8
th 7
mw ins 0 M
17) nm cdc  ph ~
ﬂ
‘
S SSSSSEES
!
i !
I
JAAA U J
e e Ty fo— I
8 7 ) i

Sellers et al.

S 2

S

ppm

Compound 27 NMR Linear Pentapeptide MeO-D-Trp-Leu-Val-Arg(2Cbz)-Leu-NHBoc

S99



Supplementary Material

Sellers et al.

1058 18-NOV-07

Suchitra
1H HN NH3
rs_Sann86I1 1ig-iZa-13a-14m-15a J\
CD30D
HN
expl Proton o]
SAMPLE SPECIAL
date Nov 19 2007 (o]
solvent cd3od N
file shome/walkup2~ I
JYnmrsys /data walk~ (o) NH HN
Up?/N5_20071119_rs~
_Sanf86II_Proton_0~
1.fid
ACQUISITION
sW 7999.2 NH HN o
at 5.000 T
0 np 79992 =
fb 4000 PROCESSING (o] e
bs 16 1b 0.20
d1 1.000 fn 65536 —
nt i28 DISPLAY
ct 128 sp -0.1 HN
TRANSMITTER wp 4499.3
tn H1 rf] 2657.4
sfrg 499.842 rfp 1654.8
tof 4939.8 rp -66.8
tpwr 57 1p 2.4
pW 4.950 PLOT
DECOUPLER wC 250
dn C13 sc o
dof 0 vs 1000
dm nnn  th 2
dmm ¢ ai cdc |ph
dpwr 38
dmf 26583
W 6 ,v
I T e S B e e e I e e e e e S
8 7 6 5

ppm

Compound 27 NMR Cyclized Pentapeptide D-Trp-Leu-Val-Arg-Leu
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Data File:H:\DATA\CURRENT\2154859.D
Sample Name:sr2154859
Report Name:NBIPURITY
Req. Method: LCDATLY.M Target Mass: 664.00
Inj. Date:12/4/2007 Viald:Vial 43
In3. Time:5:30:10 PM Inj. Vol:4 ulL
Method Info:APCI positive ion scan 100-1000 Frag V = 80
30C column compartment, 95% 0.053TFA/H20 to 95% ACN/0.0S% TEA over 1.74
min, 4.01 min run, Synergi MAX-RP dum 80A Phenomenex
Rpproximate TIC Purity:MSD1 TIC, MS File : 100%
Approximate UV Purity:DADl A, Sig=222,4 Ref=360,24, TT : 93.47%
DAD1 B, Sig=254,8 Ref=360,24, TT : 100%

e Name:sr2154859

DAD1 A, 5ig=222,4 Ref=360,24, TT (CURRENT\2154859.0)

(p === ———

0 1
DAD1 B, Sig=254 8 Ref=360,24, TT (CURRENT\2154859.0)

Lutin

) 1 2 —
MSD1 TIC, Ms File (CU! ) APCI, Pos, Scan, Frag: 80
S SN, T DY S —
T T =
1 2 3
WSO1 668, EIC=666.5:669.5 (CURRENT\2154850.0)
&
s
B 2 3 ___min
12/4/2007 5:34:40 BM Page 1 of 2

Data File:H:\DATA\CURRENT\2154859.D Sample Name:sr2154859
# Signal Desc. Area Area § Height Width Meas. R
1 DAD1 A, Sig=222,4 Ref=360,24, 4.933e3 93.473 1.610e3 0.050 2.118
2 DADl A, $ig=222,4 Ref=360,24, 344.462 6.527 96.887 0.051 2.204
3 DAD1 B, Sig=254,8 Ref=360,24, 581.049 100.000 192.523 0.047 2.118
4 MSDl TIC, MS File 7.328e5 100.000 1.107e5 0.093 2.171
5 MSD1 668, EIC=668.5:669.5 2.275e5 100.000 5.514e4 0.064 2.170

Mass Spectra Available from Integrated TIC Peaks:

“MSD1 SPC, time=2.149:2.202 of CURRENT\2154859.D  APCI, Pos, Scan, Frag: 80

[N NH =
_ HN
ol fo)
. O NH H N !
acx.
_ NH HN o
40+ —
Iz 669.6
20 5295
670.7
4574 5305
| " " . PR '
a0 ew &0
ND OF REPORT
12/4/2007 5:34:40 PM Page 2 of 2

=668)

Compound 27 LCMS Cyclized Pentapeptide D-Trp-Leu-Val-Arg-Leu (MW
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Time .... 1205 24-MAY-07
EXp ..... H1
File .... md_24_2_H1
User .... Melinda
Sample .. 24 2
Solvent . CD30D
expl stdih
L o

SAMPLE DEC. & VT [
date May 24 2007 dfrg 199.969 .
solvent CD30D dn H1
file exp dpwr a0

ACQUISITION dof 0 _—

sfrog 199.969 dm nnn m N
tn H1 dmm c I
at 5.001 dmf 10785 (@] (@]
np 30004 temp 30.0 B
sw 3000.0 PROCESSI 0
fb 1600 1b 0.20
bs 16 wtfile ()
tpwr 53 proc ft M
pw 70 ¥n ot used
dl 5.000
tof 400.0 werr
nt 28 wexp process_1d
ct 28 whbs wft ds dscale
alock n wnt
gain not used

FLAGS
il n
in n
dp Y

DISPLAY
sp =2.5
wp 1806.4
vs 150
sc 0
we 250
hzmm 7.28
is 15000.00
rfl 760.8
rfp 661.9
th 3
ins 100.000
nm cdc ph

\\\\ y \\\\\\ i
T T T T T — T
8 7 3 2 1
- ;o - s S —— SR ; f ) \ : § -
2.41 12.23 10.98 1.14 0.72
24.62 7.74 18.75 21.40

Compound 28 NMR Dipeptide MeO-Phe-N-Me-D-Phe-NBoc
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Time . 1452 11-0CT-06
Exp . . H1
File . MD_66_H1
User . Melinda
Sample .. 66
Solvent . CDC13
expl stdlh
SAMPLE DEC. & VT
date Oct 11 2006 dfrg 199.968
solvent CDC13 dn H1
file /export/home/~ dpwr 40
mdavis/MD_66_H1.fi~ dof 0
d dm nnn
ACQUISITION dmm c
sfrq 199.968 dmf 10785
tn H1 temp 30.0
at 5.000 PROCESSING
np 30000 1b .20
sw 3000.0 wtfile
fb 1800 proc ft
bs 16 fn ngt used
tpwr 53
pw 7.0 werr
dl 5.000 wexp process_1d
tof 400.0 whbs wft ds dscale
nt 16 wnt
ct 16
alock n
gain not used
FLAGS
il n
in n
dp ¥
DISPLAY
sp 0.8
wp 1796.4
vs 155
sc 0
we 250
hzmm 7.19
is 11000.00
rfl 1561.6
rfp 1455.8
th 20
ins 100.000

Sellers et al.

BocHN

S103

Compound 28 NMR Tripeptide MeO-Phe-N-Me-D-Phe-Val-NHBoc
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(5]
O N
(@)
Time .... 1606 29-AUG-06 O a8
mv_:u ..... H1 H H
File ....
User .... Suchitra s zZ
Sample .. /
Solvent . CDC13
expl stdih
SAMPLE DEC. & VT O
date Aug 29 2006 dfrgq 199.968
solvent CDC13 dn H1
file exp dpwr 40
ACQUISITION dof 0
sfrq 199.968 dm nnn
tn H1 dmm c
at 5.000 dmf 10785
np 30004 temp 30.0
sw 3000.3 PROCESSING
fb 1600 1b 0.20
bs 16 wtfile
tpwr 53 proc ft N
pw 7.0 fn not used
d1 5.000 T A
tof 400.0 werr
nt 24 wexp brocess_1d N
ct 24 wbs wfit|ds dscale o]
alock n wnt
gain not used C
FLAGS
il n
in n
dp y
DISPLAY
sp =-0.1
wp 1799.7
vs 300
sc 0
we 250
hzmm 7.20
is 9459.43
rfl 1551.9
rfp 1453.8
th 20
ins 100.000
nm cdc ph \
\_ \ s \\\. \ _ \\

Sellers et al.

8 7 6 5 4 3 2 1 ppm
ey — et —— —_— e brp— l—p—
13.50 -0.011.98.34 2.32 4.43 12.37
1.85 5.660.12 2.23 6.38 48.83

S104
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1548 10-APR-07
Melinda
1H _—
192 Fina
cocis “ O
expl Proton O L
SAMPLE SPHCIAL
date Apr 10 2007 temp 30.0 z W
solvent cdc13 gain not used / @)
w:m.\numo_.n\:oaa\i muﬁz = nm
mdavis/N5_20070410~ hs .00
_mrd_192_Final_Pro~ pws0 3.900 ZT © 0O
Ton_02-fid alfa 6.600 o

ACQUISITION FLAGS O m M
sw 7999.2 i1 n T T
at 2.049 in n = =
np 32774 dp y
fb 4000 hs nn
bs 32 PROCESSING
sS g2 1o 0.20
dl 3.000 fn 65536 O
nt 128 DISPLAY
ct 128 sp -3.7

TRANSMITTER wp 4492.4
tn H1 rfl 4635.6
sfrg 499.940 rfp 3639.5
tof 499.8 rp -136.1
tpwr 57 1p ‘q 8.8
pw 4.950 ALO

DECOUPLER we 250 =
dn C13 sc 0
dof 0 vs 150 T
dm nnn  th 2 N
dmm c ai cdc| ph o
dpwr 38 C
dmf 26583

L~
|
———— — T e e 3 1T T AT ]
8 7 6 S 4 3 2 1 ppm
" Tl "M (M——" | L L TS — — ~ —a T T o
20.50 1.26 1.55 1.42 1.59 1.04 31.78 3.60
1.25 1.37 4.87 2.59 4.04 11.68 8.19 3.47

Compound 28 NMR Linear Pentapeptide MeO-Phe-N-Me-D-Phe-Val-Leu-Lys(Cbz)-NHBoc
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Display Report - All Windows Selected Analysis

Analysis Name: MD000014.D Instrument: Agilent 6330 Ion Trap Print Date: 5/16/2008 5:28:06 PM
Method: SANA.M Operator: sdsu Acq. Date: 2/28/2008 2:18:45 PM
Sample Name: md_122LP

Analysis Info:

Intens.

MD000014.D: TIC +All MS
x1 09_

x10% MDO000014.D: EIC 914-916 +All MEJ

1 2 3 a 5 6 Time [min]

Intens. +MS, 4.31min #404|
x108 937.6

(0]
1.5 o
QNIf
QNH H /Nl\\©
107 CbzHN NHBoc HN (6]

MeO
o
0.5
736.5
1.3 575.4 8155

T RPN N A . . . . v ,

200 400 600 800 1000 1200 1400 1600 1800 2000 m/z
MSD Trap Report v 4 (Let-Opt2) Page 1of1 ‘i Agilent Technologies

Compound 28 LCMS Linear Pentapeptide MeO-Phe-N-Me-D-Phe-Val-Leu-Lys(Cbz)-NHBoc
(MW=915.1)
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Display Report - All Windows Selected Analysis

Analysis Name: MD_24_11A12N Instrument: Agilent 6330 Ion Trap Print Date: 5/16/2008 5:38:07 PM
Method:  SANA.M 13A14CI5N.D  Operator:  sdsu Acq. Date: 3/10/2008 1:37:49 PM
Sample Name: MD_24_11a12n13al4cl5n

Analysis Info:

Intens.

& MD_24_11A12N13A14C15N.D: TIC +All MS
x10

34

0% MD_24_11A12N13A14C15N.D: EIC 801-803 +All MIS)|

i é é a’i 5'3 é Time [;nin]

Intens. | +MS, 2.8min #232

x109 801.5
o
o
N
NH P N L\

1.5 o
CszNK/\j[NH HN" o :
o

2

HO
1.0

0.5

16(;3.1

0.0 T T v T = v v T T T v T T T 7
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1 “i# Agilent Technolagies

Compound 28 LCMS Double Deprotected Linear Pentapeptide HO-Phe-N-Me-D-Phe-Val-Leu-
Lys(Cbz)-NH, (MW=801)
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1000 25-MAY-07
Melinda
1H
212
CD30D
expl Proton O z (@]
SAMPLE SPECIAL
date May 25 2007 temp 30.0 Z
solvent cd3od gain not used / Z
file sexport/home/~ spin 20
mdavis/N4_20070525~ hst 0.008 I
_mrd_212_Proton_01~ pw90 11.700
.fid alfa 6.600 2T

ACQUISITION FLAGS T
sw 6410.3 i1 n
at 2.049 in n o T 4 o
np 26264 dp y
b 4000 hs nn 4
bs 32 PROCESSING
sSs 2 1b 0.20 \
dl 5.000 fn 65536
nt 128 DISPLAY (@]
ct 128 sp -4.1

TRANSMITTER wp 3591.2
tn H1 rfl 2127.0
sfrq 399.764 rfp 1323.2
tof 399.4 rp -19.8
tpwr 59 1p -24.7
pw 5.850 PLOT 2

DECOUPLER wc 240 T
dn C13 sc 0 N
dof 0 vs 6 0
dm nnn  th 2 %)
dmm ¢ ai cdc ph
dpwr 32
dmf 29412

LTI e ) R R ) e T i R T S S S T T S B
8 4 5 4 2 1 ppm
e T e - T = T ~— T = T . ¢ E T L gum e
13.35 1.51 0.92 88 18.85 10.43 11.31 0.54
73 19.10 0.97 .34 .47 10.52 2.740.28

Compound 28 NMR Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys(Cbz)
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D:\Department Results\...\md_212_fr34
md_212_fr34

Supplementary Material

05/23/07 04:19:57 PM

RT:0.00-11.97
100,

90-

80-

0

60-

50

40
30 1

Relative Abundance

20-
10
0 1
100
% ‘
80—

!
20
10

|
0

162 1.94 230 305 428 459 /

2.93 3.33

5.08

5.08

NL:

1.33E7
m/z=

150.0-
2000.0 MS
md_212_fr3
4

NL:

2.61E6
m/z=
806.0-
809.0 MS
Td_21 2_fr3

5.88
8.87 1.08 769 839 953 10.18 1042

0 1 2

4.44
T T T ) e i T T T e T
3 4 5 6 7 8 9 10 11

Time (min)

md_212_fr34 #91 RT: 5.08 AV: 1 NL: 1.73E6

T: + ¢ ESI Full ms [ 150.00-2000.00]

100+
95—
90—
85—
80—
757
70+
65
60-
55-
50-
45-
40-
357
30
252
20—
15-
10
53
0

Relative Abundance

261.8 3570
200 400

Compound 28 LCMS Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys(Cbz) (MW=783)

5727 |

806.5

785.6

CbzHN

7842 |

807.5

1587.6

808.4 1589.5

809.3
| 935.9

A L

1566.8| 4748

685.3
15096 | |

1194.4
|,1207.8

.3
| 17871 1850.5

1000 ‘
m/z

600 800 1200 1400 1600
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Display Report - All Windows All Analyses

Operator: sdsu Instrument: Agilent 6330 Ion Trap  Print Date: 7/1/2009 11:21:51 AM

Intensg i JS044_122_LP_CRUDE.D: TIC +All MS|
x10

1.5- 1
1.0

|

|

1

|

|

|

|

I

|

|

|

0.54 |
& |
1 |

|

|

|

|

|

X568 JS044_122_LP_CRUDE.D: EIC 767-769 +All MS
1.0
0.8
0.6-
0.4

0.24

0.0

1 5 3 4 "5 ' 6 Time[min]

Intens. +MS, 2.3min #130|
x108 767.7

(o)
% o
\Qkuj;
NH /Nl\

o

¥ BocHN/\/\j[NHz HN" Yo i

HO
(0]

66174 5
0+ T T T T T T T T T T T 77 T
450 500 550 600 650 700 750 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of 1 i% Agilent Technologies

Compound 29 LCMS Double Deprotected Linear Pentapeptide HO-Phe-N-Me-D-Phe-Val-Leu-
Lys(Boc)-NH, (MW = 767)
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JES_150_cyc
expl Proton

SAMPLE
date Jun 26 2008
solvent cd3od
file /home/walkup/~
vnmrsys/data/walku~
p/N4_20090626_JES_~
150_cyc_Proton_01.~

fid

ACQUISITION
sw 6410.3
at 5.000
np 64102
fb 4000
bs 16
sS 2
d1 1.000
nt 64
ct 64

TRANSMITTER
tn H1
sfrq 399.761
tof 399.8
tpwr 59
pw 5.400

DECOUPLER
dn Cc13
dof 0
dm nnn
dmm c
dpwr 31
dmf 29412

temp
gain
spin
hst

pwio0
alfa

il
in
dp
hs

1b
fn

sp
wp
rfl
rfp
rp
1p

we
sc
vs
th
ai

SPECIAL

PROCESSING

65536
DISPLAY

-0.0

3597.7

843.7

108.
0.
PLOT

0
7
3
240
0
2448

2

cdc ph

Compound 29 NMR Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys(Boc)
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Display Report - All Windows All Analyses

Operator:  sdsu Instrument: Agilent 6330 Ion Trap  Print Date: 7/1/2009 11:19:51 AM

Intens.
x1081

JS_150_Final.D: TIC +All MS|
2.0

1.5

1.0

0.5

|
x1° 0 JS_150_Final.D: EIC 749-751 +All MS

1 2 3 4 5 6 Time [min]

Inens, ¥MS, 4 Imin #161
x10 750.8

BocHN

- 7722
| S S SN, . < WNCSCRE SYp——1 | W
450 500 550 600 650 700 750 iz

MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technologies

Compound 29 LCMS Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys(Boc) (MW=749)
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SDSU :
Project Name: Defaults B rge 20
Reported by User:  System
SAMPLE INFORMATION
Sample Name: JS_150_final Acquired By: System
Sanmple Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 582 Date Acquired: 7/1/2009 10:28:20 AM
Run Time: 16.00 Minutes Injection Volume: 30.00 ul
2.00]
2 1.00-
1 /\/‘\f\ . b e e )
0.00 S =
3.00 ﬂ
1 I
2.001 \'
A 1 |
o~ ] [
1004 M 1
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
——— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
——— Channel: 2487Channel 2 Channel Desc.: Processing Method: ****
Peak | RT Area |, Height :
Name | (min) | (uV*sec) % Area (WV) Amount | Units
1 *hhk Fekeiok kek ek ek dokkk | ik
2 *hhk ehkk rkdk Fedkk Hehkk whhk | dekkok
(0]
(0]
N
H
NH _N
o /Z.n
BocHN
(0]
Report Method: Injection Summary Report Printed 10:44:34 AM 7/1/2009 Page: 10of1

Compound 29 HPLC Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys(Boc)

S113




Supplementary Material

Sellers et al.

Time .. 1205 24-MAY-07
BSD wasis H1
File .... md_24_2_H1
User .. Melinda
Sample .. 24 2
Solvent . CD30D
expl stdih
SAMPLE
date May 24 2007 dfrg
solvent CD30D dn
file exp dpwr
ACQUISITION dof
sfrg 199.969 dm
tn H1 dmm
at 5.001 dmf
np 30004 temp
sW 3000.0
fb 1600 1b
bs 16 wtfi
tpwr §3 proc
pw 7.0 fn
dl 5.000
tof 400.0 werr
nt 28 wexp
ct 28 wbs
alock n wnt
gain not used
FLAGS
il n
in n
dp y
DISPLAY
sp =2.6
wp 1806.4
vs 150
sc 0
we 250
hzmm 7.23
is 15000.00
rfl 760.8
rfp 661.9
th 3
ins 100.000
nm cdc ph

DEC. & VT
199.969
H1
a0
0
nnn
c
10785
30.0
PROCESSI
0.20
le
Tt
ot used
process_1d
wft df dscale

o

I

BocT
HN

MeO

Compound 30 NMR Dipeptide MeO-Phe-N-Me-D-Phe-NBoc
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+... 1452 11-0CT-06
H1

. MD_66_H1
. Melinda

Sample .. 66
Solvent . CDC13

expl stdilh

SAMPLE
date Oct 11 2006 dfrg
solvent CDC13 dn
file sexport/home/~ dpwr
mdavis/MD_66_H1.fi~ dof

d dm
ACQUISITION dmm
sfrq 199.968 dmf
tn H1 temp
at 5.000
np 30000 1b
sw 3000.0 wtfi
fb 1800 proc
bs 16 fn
tpwr 53
pw 7.0 werr
- dl 5.000 wexp
© tof 400.0 wbs
bt nt 16 wnt
[<5) ct 16
+— alock n
@ gain not used
M FLAGS
il n
in n
> b ;
< DISPLAY
— sp 0.8
c wp 1796.4
vs 155
scC 0
e we 250
hzmm 7.18
w is 11000.00
o rfl 1551.6
rfp 1455.8
mw th 20
ins 100.000
(92] nm cdc ph

DEC. & VT
199.968
H1
a0
0
nnn
c
10785
30.0
PROCESSING
.20
le
ft
not used
process_1d

wft ds dscale

HN

BocHN
MeO

Sellers et al.

Compound 30 NMR Tripeptide MeO-Phe-N-Me-D-Phe-Val-NHBoc
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Time .... 1606 29-AUG-06
H1

| 1 .
File ....
User .... Suchitra
Sample ..
Solvent . CDC13
expl stdih

SAMPLE
date Aug 29 2006
solvent cocis
file exp

ACQUISITION

sfrq 199.968
tn H1
at 5.000
np 30004
sw 3000.3
fb 1600
bs 16
tpwr 53
pw 7.0
d1 §.000
tof 400.0
nt 24
ct 24
alock n
gain not used

FLAGS
il n
in n
dp y

DISPLAY
sp =0.1
wp 1799.7
vs 300
sC 0
we 250
hzmm 7.20
is 9459.43
rfl 1551.9
rfp 1453.8
th 20

DEC. & VT
dfrg 199.968
dn H1
dpwr 40
dof 0
dm nnn
dmm c
dmf 10785
temp 30.0
PROCESSING
1b 0.20
wtfile
proc ft
fn not used
werr
wexp process_1d

wbs wflt| ds dscale
wnt

OMe
NH
NHBoc

CbzHN

A F \ y

T T T T T T T T T T T T T T T T T T T T T T T T 1

5 4 3 2 3 ppm
bty —_— e —_—
-0.011.98.34 2.32 4.43 12.37

5.660.12 2.23 6.38 48.83

Compound 30 NMR Dipeptide MeO-Leu-Lys(Cbz)-NHBoc
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1548 10-APR-07 \M\ O
Melinda >
1H (o] L
192 Final
cDC13 =z =z
expl Proton / I o
SAMPLE SPHCIAL o
date Apr 10 2007 temp 30.0
solvent cdcl3 gain not used ZT (o] w
file s/export/home/~ spin 20 O [11]
mdavis/N5_20070410~ hst 0.008 T T M
_mrd_192_Final_Pro~ pwd0 9.900
Ton_02-fid alfa 6.600 4 4
ACQUISITION FLUAGS
sw 79%9.2 i1 n
at 2.043 in n
np 32774 dp y o
b 4000 hs nn
bs 32 PROCESSING
ss 2 ‘Ib 0.20
dl 3.000 fn 65536
nt 128 DISPLAY
ct 128 sp -3.7
TRANSMITTER wp 4492.4
tn H1 rfl 4635.6
sfrg 439.940 rfp 3639.5
tof 499.8 rp -136.1 2
tpwr 57 1p 8.8 T
pw 4.850 ALO N
DECOUPLER we 250 o
dn C13 sc 0
dof 0 s 150 O
dm nnn  th 2
dmm ¢ ai cdc| ph
dpwr 38
dmf 26583

:
=

Sellers et al.

e e e e A e e e RIS N e e e e e e e e e L LA e S S S S S
8 7 6 S 4 3 2
e v v e : T 3 T - T T + T T + % T o
20.50 1.26 1.55 1.42 1.59 1.04 31.78
1.25 1.17 4.87 2.59 4.04 11.68

Compound 30 NMR Linear Pentapeptide MeO-Phe-N-Me-D-Phe-Val-Leu-Lys(Cbz)-NHBoc
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Display Report - All Windows Selected Analysis

Analysis Name: MD000014.D Instrument: Agilent 6330 Ion Trap Print Date: 5/16/2008 5:28:06 PM
Method: SANA.M Operator: sdsu Acq. Date: 2/28/2008 2:18:45 PM
Sample Name: md_122LP

Analysis Info:

Intens. i MDO000014.D: TIC +All MS
x109| !
I
|
i
|
4 I
1
|
|
2- |
|
|
} ‘.IWJ
|
108 MD000014.D: EIC 914-916 +All MS|
6_
4.
2_
1 2 3 4 5 6 Time [min]
Intens. +MS, 4.31min #404|
x109 937.6
(o]
1.5+ o
N
1.0 CbzHN NHBoc HN o
MeO
o
0.5
7365
341.3 575.4 8155
T L N A N O ——
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technologies

Compound 30 LCMS Linear Pentapeptide MeO-Phe-N-Me-D-Phe-Val-Leu-Lys(Cbz)-NHBoc
(MW=915)
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Display Report - All Windows Selected Analysis

Analysis Name: MD_24_11A12N Instrument: Agilent 6330 Ion Trap Print Date: 5/16/2008 5:38:07 PM
Method:  SANA.M 13A14CI5N.D  Operator:  sdsu Acq. Date: 3/10/2008 1:37:49 PM
Sample Name: MD_24_11a12n13al4cl5n

Analysis Info:

Intens.

& MD_24_11A12N13A14C15N.D: TIC +All MS
x10

34

0% MD_24_11A12N13A14C15N.D: EIC 801-803 +All MIS)|

i é é a’i 5'3 é Time [;nin]

Intens. | +MS, 2.8min #232

x109 801.5
o
o
N
NH P N L\

1.5 o
CszNK/\j[NH HN" o :
o

2

HO
1.0

0.5

16(;3.1

0.0 T T v T = v v T T T v T T T 7
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1 “i# Agilent Technolagies

Compound 30 LCMS Double Deprotected Linear Pentapeptide HO-Phe-N-Me-D-Phe-Val-Leu-
Lys(Cbz)-NH, (MW=801)
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1000 25-MAY-07

Melinda

1H

212

cD30D

expl Proton o z (@]

SAMPLE SPECIAL \/\4

date May 25 2007 temp 30.0 4

solvent cd3od gain not used / 4

file sexport/home/~ spin 20

mdavis/N4_20070525~ hst 0.008 I

_mrd_212_Proton_01~ pw30 11.700

.fid alfa 6.600 2T
ACQUISITION FLAGS T

sw 6410.3 i1 n o Z O

at 2.049 in n T

np 26264 dp y =z

fb 4000 hs nn

bs 32 PROCESSING

ss 2 b 0.20 -

d1 5.000 fn 65536

nt 128 DISPLAY ()
-_ ct 128 sp -4.1
o TRANSMITTER wp 3591.2
- tn H1 rfl 2127.0
<5 sfrq 399.764 rfp 1323.2
- tof 399.4 rp -wm_ w

tpwr 59 1p -24
oY W 5.850 PLOT 4
M DECOUPLER we 240 T

dn c13 sc 0 N
> dof 0 vs 5 o
] dm nnn  th 2 I3
© dmm ¢ ai cdc ph
+~— dpwr 32
c dmf 29412
£
D
o
o
>
wn \

1|\|\ & \g\}r’b K v

(4]
L e e I IR e e R ) R s | — T T e o A S e Sy [EEL LS R G
T T T T T T T T
Py 8 ? 6 5 4 3 2 1 ppm
(<] 13.35 1.51 10.82 0.88 18.85 10.49 11.31 0.54
—_ 0.73 19.10 0.97 0.34 7.47 10.52 2.740.28
[«B}
wn

Compound 30 NMR Cyclized Protected Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys(Cbz)
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D:\Department Results\...\md_212_fr34
md_212_fr34

Supplementary Material

05/23/07 04:19:57 PM

RT: 0.00- 11.97
100,
90
80
705
60
50-
40
30+
20-

Relative Abundance

!
20
10

|
L

1.62

162 1.94 230 305 428 459/

2.93 3.33

5.08

NL:

1.33E7
m/z=

150.0-
2000.0 MS
md_212_fr3
4

— NL!
2.61E6
m/z=
806.0-
809.0 MS
znd_212_fr3

4.44

0 1 2

3

T re T
Time (min)

T T
4 7

5.88
8.87 1.08 769 839 953 10.18 1042

i

9

(/3 T T

10 11

md_212_fr34 #91 RT: 5.08 AV: 1 NL: 1.73E6

T: + ¢ ESI Full ms [ 150.00-2000.00]

100+
95-
90—
85-
80—
753
70+
65 1

Relative Abundance

261.8 3570
200 400

Compound 30 LCMS Cyclized Protected Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys(Cbz)

(MW=783)

685.3

572.7

806.5

785.6 CbzHN

(o}

7842 |
807.5

808.4

809.3
| 935.9

thesspciobyie ik

1194.4
|,1207.8

1587.6

1589.5

15888 17183
15096 || | 17871 18505

600

1000
m/z

800 1200

S121
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1744 16-0CT-07
Melinda

1H
mrd_252_Crude
CD33D

expl Proton o) -
SAMPLE SPECIAL uN\\///zAv
date Oct 16 2007 temp 30.0
solvent cd3od gain not used \ 4
file s/home/walkup2~ spin 20 T
/vnmrsys/data/walk~ hst 0.008
up2/N5_20071016_mr~ pw30 9.600 ZT
d_252_Crude_Proton~ alfa 6.600
—01.fid FLAGS o o o

ACQUISITION il n T P4
sw 7999.2 in n
at 5.000 dp y 4
np 79992 hs nn
fb 4000 PROCESSING
bs 16 1b 0.20 o
dl 1.000 fn 65536
nt 128 DISPLAY
ct 128 sp -0.1

TRANSMITTER wp 44939.83
tn H1 rfl 2657.7
sfrq 499.942 rfp 1654.8
tof 499.8 rp 78.2
tpwr 56 1p 8.8 N
pw 4.800 PLOT I

DECOUPLER we 250
dn C13 sc 0
dof 0 vs 300
dm nnn  th 2
dmm c ai cdc ph
dpwr 35
dmf 32258

—
S A TR | TR [ T S T T T T T
8 7 3 2 A5 ppm

Compound 30 NMR Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys
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“MD_25Z-crud

Supplementary Material

10/18/2007 8:35:18 PM

RT: 0.01- 15.99

9.10 NL:
100 4 46 i 1.22E9
ﬂ 1| m/z=
oo 1 | 300.0-2000.0 F: +
S 11 ( ¢ ESI Fullms
S i \ [300.00-2000.00]
] ‘ L9-21 MS MD_252-crud
c 60
2 1|
< :I
2 a0 ||
© ' 70
T - ! ’,"v,\ 1036 4067
207 |1 oso 890 | W WSl 1132
11\ 123 840 N\ 11.73
1™ 146 256 520 574 175 7 ~_ " 1241 1331 1513
g.10 NL:
100 I 8.40E8
1 miz= 649.0-652.0
80 | F: +c ESI Full ms
] [300.00-2000.00]
] \ MS MD_252-crud
60- ,
1046 I
1 1 I
407 | ! j
20| '
1 1] - | 970
11\ 086 123 212 24 508 500 840 o/ WA\ 1010 1080 1240 1314 1462
. 280 212 359 424 508 590 840 i 12 3,14 1462
2 4 6 8 10 12 14
Time (min)
o
(0]
% H
NH _N
80 (o] il
7041 NH HN o
H,N
® 2
g 60 o
©
T 4
5 7 ;
£ 50 \
< ‘
=
8
3 4
14
30
1 |650.4
20%
10 1297.3
|
973.1 1299.2
1 4182 6116 | 5774 7372 L. 10830 12337 14325 15652 16921 17995 19453
T T T T T T T T T ] T T ‘|" i T I T T Y | BN B LN RN SR [N R ) |
400 600 800 1000 1200 1400 1600 1800 2000
miz

Compound 30 LCMS Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys (MW=649)
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San Diego State University; Department of Chemis ¢
Froject Name: Defautts B re pl
Reported by User:  shelli

SAMPLE INFORMATION
Sanple Name: SanA_103_NMD 031008 Acquired By: shelli
Sanple Type: Unknown Sanrple Set Nanre:
Vial: | Acq. Method: TT_SanA_ss
Injection #: 9 Date Acquired: 3/10/2008 5:59:08 AV
Run Time: 17.00 Mnutes Injection Volume: 25.00 ul
3.00- ( B
2 2.007 K |\
1.004 l \ "N
Y \ ‘f' k |
| S g S [ -
0.00+— e e e s R e e e el ]
—
300 |
= zod |
<T q { |
1oe] | | {.
% b N . -
000 — ; : ”777"77 — T T T : T T T
2 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
Channel: 2487Channel 1 Channel Desc.: Frocessing Method: ****
—— Channel: 2487Channel 2 Channel Desc.: Processing Method: ***
Feak | RT Area |, Height ’
Narre | (min) | (uV*sec) % Area V) Armount | Units (o]
Aekedeok Fedodek ek Hedekeok Fedokde dedekd | ddokde 0
1 = H
2 Hkdk Fedkk *hokk Frdkk *hkk Fhkdk | Rk
NH _N
o /Z.;\\
NH HN o
H,N
2 o
N~
Report Method: Injection Sunmmary Report Printed 6:16:23 PM  3/10/2008 Page: 1 o??

Compound 30 HPLC Cyclized Pentapeptide Phe-N-Me-D-Phe-Val-Leu-Lys
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Display Report - All Windows Selected Analysis

Analysis Name: ED_DD_1_5TH_ Instrument: Agilent 6330 Ion Trap Print Date: 4/22/2009 1:51:45PM
Method: SANA.M TAG.D Operator:  sdsu Acq. Date: 3/30/2009 1:51:37 PM
Sample Name: ED_dd_1_5th_tag

Analysis Info:

Intens. |
x108]
4<

ED_DD_1_5TH_TAG.D: TIC +All MS

3
24

i
|

] |
14 |
|

|

|

X108 ED_DD_1_5TH_TAG.D: EIC 718-720 +All MS|
3.0

2.5
2.0
1.5
1.0
0.5
0.0

1

1 2 3 "4 "5 T s Time (min]

Intens. +MS, 2.8min #120
x108 719.7
2.5-

201 /\/\Oj[NH HNp/
BocHN NH HN™ SO

1.5 2

0.51
1438.0

619.6

0.0+ ' . ; o - l , ; : . , . i ; . ; . , . y
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of1 37 Agilent Technologies

Compound 31 LCMS Double Deprotected Linear Pentapeptide HO-Phe-Leu-Val-Leu-Lys(Boc)-
NH, (MW =719)
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mple: EDIII092plug. 3
mple ID: s_20090414_18

le: \:05u\<ndx:v\<:31m<m\nnam\nvn:\zalnooocgn»|muHHHoonvdzulmlvqowoal

I1se Sequence: s2pul

jolvent: cd3od

‘emp. 30.0 C / 303.1 K
erator: cpan

le: N4_20090414_EDIIIO0S82pTu
IMRS-400 "nmr400.sdsu.edu"

telax. delay 1.000 sec

’uise 45.0 degrees

\cq. time 5.000 sec

Hdth 6410.3 Hz

32 repetitions

SSERVE H1, 399.7587317 MHz
\TA PROCESSING

.ine broadening 0.1 Hz

I size 65536

ytal time 3 min, 24 sec

g_3_Proton_01

1.fid

OL
N o

BocHN

T

WY

w —

Compound 31 NMR Cyclized Pentapeptide Phe-Leu-Val-Leu-Lys(Boc)
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Display Report - All Windows All Analyses

Operator:  sdsu Instrument: Agilent 6330 Ion Trap  Print Date: 4/13/2009 5:53:06 PM

Intensg. ] EDII092_PLUG2_2.D: TIC +All MS
x10%-

1.51

1.0

0.5

x?og EDII092_PLUG2_2.D: EIC 724-726 +All MS

' 2 ! 5 0 T T 6 T Timemin

Intens. +MS, 3.7min #176

x107
7243 1424.6

sﬁ s
| | F

BocHN

602.4

0 S TR | Y ; S ¥ IV S IS S S ———
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

1559.9

MSD Trap Report v 4 (Let-Opt2) Page 1of1 ii Agilent Technologies

Compound 31 LCMS Cyclized Pentapeptide Phe-Leu-Val-Leu-Lys(Boc) (MW+Na=724.3)
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Display Report - All Windows Selected Analysis

Analysis Name: ED_DD_1_5TH_ Instrument: Agilent 6330 Ion Trap Print Date: 4/22/2009 1:51:45PM
Method: SANA.M TAG.D Operator:  sdsu Acq. Date: 3/30/2009 1:51:37 PM
Sample Name: ED_dd_1_5th_tag

Analysis Info:

Intens.
x108]
4<

ED_DD_1_5TH_TAG.D: TIC +All MS

3
24

i
|

] |
14 |
|

|

|

X108 ED_DD_1_5TH_TAG.D: EIC 718-720 +All MS|
3.0

2.5
2.0
1.5
1.0
0.54
0.0

4

1 2 3 " A "5 6 Time (min]

Intens. +MS, 2.8min #120
x108 719.7
2.5-

201 /\/\OINH HNp/
BocHN NH HN™ SO

1.5 2

0.51
1438.0

619.6

0.0+ : . ; - l , . : . , . i ; . , . ; . y
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of1 37 Agilent Technolagies

Compound 32 LCMS Double Deprotected Linear Pentapeptide HO-Phe-Leu-Val-Leu-Lys(Boc)-
NH, (MW = 719)
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ample: EDIII094_MeOH
ample ID: s_20090415_04

ile: \:osn\tﬂ.2:.\<:=__.m<m\amom\ng:\zalwoauo:mnmczuowalxmo:lvwonozlo .fid
ulse Sequence: s2pul _
Solvent: cd3od *
Temp. 30.0 C s 303.1 K
perator: cpan o O
1le: N4_20090415_EDIII084_MeOH_Proton_01
NMRS-400 "nmr400.sdsu.edu" \
r4
Relax. delay 1.000 sec I Z \
Pulse 45.0 degrees I
Acq. time 5.000 sec A
Wwidth 6410.3 Hz ZT
32 repetitions T !
BSERVE  H1, 398.7587317 MHz (@) =z (@) |
ATA PROCESSING I
Line broadening 0.1 Hz >4
T size 65536
otal time 3 min, 24 sec
o
4
N
I
| -~
‘DI“)\"\‘“U)\G\ A 18 /IZ
R e G ) DR T — SR e b e ey Hee S e U e T T
8 7 6 5 4 3 2 1 ppm
— e B s el s e Tt e ey
10.20 1.54 1.94 3.24 4.05 5.50 6.57 38.99
2.03 3.10 1.14 2.61 2.01 9.10 7.99

Compound 32 NMR Cyclized Pentapeptide Phe-Leu-Val-Leu-Lys
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Supplementary Material

Display Report - All Windows All Analyses

Operator:  sdsu

Instrument:

Agilent 6330 Ion Trap

Print Date: 4/14/2009 7:00:23 PM

Intens.
x108 ]
2.0
1.59

1.0

0.5-

EDIN094.D: TIC +All MS

x‘?O%

1.24
1.0
0.84
0.6-

0.4+

0.2

EDIII094.D: EIC 601-603 +All MS

0.0

5 6 Time [rﬁin]

Intens.

x108 601.7

1.0
0.8
0.6
0.4

0.2

g .

90[240

1202.2

+MS, 2.8min #115)

H,N

N o
H
NH HN

o D/
NH HN

(o)

200 400 600

800

1000

1200

1400

1600 1800 2000 miz

MCN Tran Rannrt v 4 (1 at-Ont2)

Pane 1 nf 1

i Agilent Technologies

Compound 32 LCMS Cyclized Pentapeptide Phe-Leu-Val-Leu-Lys (MW=601.7)
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Display Report - All Windows Selected Analysis

Analysis Name: VJ256_155_DD. Instrument: Agilent 6330 Ion Trap Print Date: 7/14/2009 1:07:22 PM
Method: SANA.M D Operator: sdsu Acq. Date: 5/21/2009 2:55:27 PM
Sample Name: VJ256_155_DD

Analysis Info:

lmens8 =R VJ256_155_DD.D: TIC +All MS!
x10 !

6

i VJ256_155_DD.D: EIC 732-734 +All MS

1 =5 ; 3 4 "5 "6 Time [min]

Intens.{ +MS, 2.8min #127|
x10 733.8

e
| st

BocHN

oHH:2N

L,
)

T465.9

200 | 400 600 800 1000 | 1200 1400 1600 1800 2000  miz

MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technologies

Compound 34 LCMS Double Deprotected Linear Pentapeptide HO-Leu-N-Me-Lys(Boc)-Phe-Leu-
Val-NH; (MW = 719)
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VJ276_155
6-28-09

expl Proton

Z
SAMPLE SPECIAL I
date Jun 28 2009 temp 30.0
solvent cd3od gain not used
file /home/walkup/~ spin 20 ~
vnmrsys/data/vjohn~ hst 0.008 = O
s/N4_20090628_VJ27~ pws0 10.800
6_155_Proton_01.fi~ alfa 10.000
d FLAGS

ACQUISITION i1 n
sw 6410.3 in n
at 5.000 dp y
np 64102 hs nn
fb 4000 PROCESSING
bs 16 1b 0.10
sS 2 In 65536
di 1.000 DISPLAY
nt 64 sp -0.0 4
ct 64 wp 3597.7 T

TRANSMITTER rfl 2127.0 [z}
tn H1 rfp 1323.2 o
sfrg 399.761 rp 95.4 m
tof 399.8 1p 29.7
tpwr 59 PLOT
pw 5.400 wc 240

DECOUPLER sc 0
dn Ci3 vs 2000
dof 0 th 25
dm nnn ai cdq ph
dmm c
dpwr 31
dmf 29412

|
— T R e e P —
8 7 1 ppm

S132

Compound 34 NMR Cyclized Pentapeptide Phe-Leu-Val-Leu-N-Me-Lys(Boc)
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—_—

Display Report - All Windows Selected Analysis

Analysis Name: V1276_155.D Instrument: Agilent 6330 Ion Trap Print Date: 7/14/2009 1:04:45PM
Method: SANA.M Operator: sdsu Acq. Date: 6/27/2009 5:34:13 PM
Sample Name: VJ276_155

Analysis Info:

Inlensa.— VJ276_155.D: TIC +All MS
x10
4

X108 VJ276_155.D: EIC 715-717 +AIlMS|

0.5

0.0

[mAU]
2000+

VJ276_155.D: UV Chromatogram, 220-224 nm|

1500
1000

500
L .- /_’_’—/L

0 1 2 3 4 5 .6 Time [min]

Intens. +MS, 3.9min #177|
x108 716.1

o
1.5- N o
H
HN

NH
1430.6 o)
1.0 / .
N o
BocHN
(o}
05
616.5
00— Lo . , S : — v y
20! 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technologies

Compound 34 LCMS Cyclized Pentapeptide Phe-Leu-Val-Leu-N-Me-Lys(Boc) (MW = 715)
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SDSU 7/
Project Name: Defaults l /’ ff / é

Reported by User: System

SAMPLE INFORMATION
Sample Name: VJ276_155 Acquired By: System
Sample Type: Unknown Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 557 Date Acquired: 6/27/2009 6:15:09 PM
Run Time: 16.00 Minutes Injection Volume:  50.00 ul
3.00-
2.00
2
< 1.00 L
0.00- —N
2,00
=
<
0.00-
200 400 6.00 8.00 10,00 12.00 14.00 16.00
Minutes
——— Channel: 2487Channel 1 Channel Desc.: Processing Method: *
——— Channel: 2487Channel 2 Channel Desc.: Processing Method: *
Peak | RT Area |/ Height . o
Name | (min)| ( V*sec) % Area (V) Amount| Units o
1 *kdk *hkk ek hhkk dedkdek ddkk | ek N
H
2 ek *hkk *kkh rkkk kkk khkk | dkdkk NH HN
(0]
1 HN
N o)
BocHN
(o)
Report Method: Injection Summary Report  Printed 6:31:21 PM 6/27/2009 Page: 1of 1

Compound 34 HPLC Cyclized Pentapeptide Phe-Leu-Val-Leu-N-Me-Lys(Boc)
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Display Report - All Windows Selected Analysis

Analysis Name:
Method: SANA.M D

Sample Name: VJ256_155_DD
Analysis Info:

VJ256_155_DD. Instrument: Agilent 6330 Ion Trap
Operator: sdsu

Print Date: 7/14/2009 1:07:22 PM
Acq. Date: 5/21/2009 2:55:27 PM

Intens.
x108

6

VJ256_155_DD.D: TIC +All MS|

VJ256_155_DD.D: EIC 732-734 +All MS|

Time [m'in]

Intens. {
x108

+MS, 2.8min #127,

733.8

BocHN

o
=

c
455

0 f— T t t Lol

200 400 600 800 1000 1200 1400

1600 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of1

i Agilent Technologies

Compound 35 LCMS Double Deprotected Linear Pentapeptide HO-Leu-N-Me-Lys(Boc)-Phe-Leu-

Val-NH, (MW = 719)
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VJ282_156
8-6-09

expl Proton

SAMPLE SPECIAL
date Aug 6 2009 temp 30.0
solvent cd3od gain not used 4
file shome/walkup/~ spin 20 =
vnmrsys/data/vjohn~ hst 0.008 =
s/N4_20090806_VJ29~ pw30 10.800 I
2_156_Proton_01.fi~ ailfa 10.000 0# ~N
d FLAGS T 4
ACQUISITION i1 n =
sw 6410.3 in n
at 5.000 dp y |
np 64102 hs nn
fb 4000 PROCESSING (@)
bs 16 1b 0.10
ss 2 fn 65536
dl 1.000 DISPLAY
nt 256 sp -0.0
ct 256 wp 3597.7
TRANSMITTER rfl 2126.6
tn H1 rfp 1323.2
sfraq 399.761 rp 25.7
tof 399.8 1p 15.2
tpwr 59 PLOT
pw 5.400 wc 240
DECOUPLER scC 0
dn C13 vs 4000
dof 0 th 7
dm nnn ai cdc ph
dmm c
dpwr 31 |
dmf 29412 |
1
|
swd I A
— T T 7 T T R T T T
8 7 3 1 ppm

Compound 35 NMR Cyclized Pentapeptide Phe-Leu-Val-Leu-N-Me-Lys
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Display Report - All Windows Selected Analysis

Analysis Name: V]292_156.D Instrument: Agilent 6330 Ion Trap Print Date: 8/5/2009 8:40:02 PM
Method: SANA.M Operator: sdsu Acq. Date: 8/5/2009 8:32:41 PM
Sample Name: V]292_156

Analysis Info:

= T

Intens. ‘ T \VJ292_156.D: TIC +AllMS

x108

1.0

0.5

o8 VJ292_156.D: EIC 615617 +All MS
1,00

0.75
0.50
0.25

0.00
[mAUJA
100

50- _ __/\_d__,/

0 =
-504 |

. UV Chromatogram, 220-224 nm

o - g T g i L. 5 T 6 T Time(min]
Intens. i +MS, 2.0min #73|
x108 615.7

5 :
] o
0.8 N
H
NH HN
(o]
06 /
N HN o
H,N
2 o
0.4
0.2 1252.1
0.04—— , . AL . . Y . Al , . v ; . . r v

200 400 600 800 1000 1200 1400 1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technologies

Compound 35 LCMS Cyclized Pentapeptide Phe-Leu-Val-Leu-N-Me-Lys (MW = 615)
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SDSU P
Project Name: Defaults B [ 4 4 [
Reported by User:  System
SAMPLE INFORMAﬂON
Sample Name: VJ292_156 Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 207 Date Acquired: 8/5/2009 7:59:53 PM
Run Time: 16.00 Minutes Injection Volume: 50.00 ul
3 0,20—- / AR ANV AAN A AN
0.00-1
0.40:‘ I
1 | ,
- ] I ‘:‘
< 020 | } N
0‘00;'77/ — ‘1/‘ = T " T T T * X T * 5 Ly '
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes

———— Channel: 2487Channel 1 Channel Desc.:
- Channel: 2487Channel 2 Channel Desc.:

Processing Method: ****

Processing Method: **** *

Peak [ RT | Area |, Height 4
Name | (min) | (uV*sec) % Area (V) Amount | Units
1 Ak ik ok ek dekkk kkk | kkkh
2 *hhk s dekek dedkk Fikdk doikh | hkkk \;/U\ If

jﬂ

Report Method: Injection Summary Report

Printed 9:24:20 PM  8/5/2009

Page: 1 of 1

Compound 35 HPLC Cyclized Pentapeptide Phe-Leu-Val-Leu-N-Me-Lys
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Display Report - All Windows Selected Analysis

Analysis Name:
Method:  SANA.M LP.D

Sample Name: CCL compd158LP
Analysis Info:

CCL_COMPD1SE Instrument: Agilent 6330 Ion Trap
Operator:

sdsu

Print Date: 4/22/2009 3:22:36 PM
Acq. Date: 4/21/200% 5:10:51 PM

CCL_COMPD156LP O TIC +AITMS

Intens. [ g
x109 ! h,
0.8 :
0.5 ; (
0.4 |
L
KPD% CCL_COMPD158LP.D; EIC 718-720 +AI M3
57
3_
2
!.
[ ; — ey
1 2 4 5 5] Time [rmin]
Intens. I N - +M5, 2. Tmin #139
x108 1438.5
| ;
0 N—
4 719.9 QOH HZN/\\/‘;o
NH HN
3 (o)
NH HN
o
(o)
2 BocHN
14
5199 {
) W ™ T T T — T B D | Pr—] T T "
200 400 600 500 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 * Agitont Techealogies

Compound 36 LCMS Double Deprotected Linear Pentapeptide HO-Leu-Lys(Boc)-Phe-Leu-D-

Val-NH, (MW = 719)
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|
expl Proton o (o)
SANPLE SPECIAL 2z
date May 18 2008 temp 30.0 T
solvent cddod gain not used o 4
file /home/walkup/~ Spin 20 I
vomrsys/datasclin/~ hst 0.008
NA_20080519_CCL108~ pw80 10.800 2T
_cyc158_03_Proton_~ alfa 10.000 i T
02.fia FLAGS [o) O
ACQUISITION 11 n | - =z
sW 6410.2 1n n =z
at 5.000 dp y T
np 64102 hs nn
fb 4000 PROCESSING
bs 16 b 0.10 o
55 2 fn 65536
d1 1.000 DIEPLAY
nt 128 sp -0.0
ct 128 wp 3587.7
TRANSHITTER rfl 2127.6
tn Hl rfp 1323.2 i
sfrg 385.761 rp 107.8 Z
tof 398.86 1p 4.2 T
towr S8 PLOT 0
ow 5,400 wc 240 o
DECOUPLER sC 0 o
dn C13 vs 4000
dof 0 th B
dm nan al c¢ddg ph
dmm c
dpwr 31
dmf 29412
| |
r
i
If
]
_ fgt J s
| Al
| | ||\
A ~ fiflll.ltll’) rL _,'; L ffL
T T T T T T T T ! T T T T T T
8 7 6 5 3 2

Compound 36 NMR Cyclized Pentapeptide Phe-Leu-D-Val-Leu-Lys(Boc)
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Display Report - All Windows Selected Analysis

Analysis Name: CCL108_CYC158 Instrument: Agilent 6330 Ion Trap Print Date: 5/19/2009 5:53:37 PM
Method: SANA.M CRASH.D Operator:  sdsu Acq. Date: 5/12/2009 6:04:22 PM
Sample Name:  CCL108_cycl58crash ’
Analysis Info:

'mmé ! CCL108_CYC158CRASH.D: TIC +AIl MS]
x10

3.

-
PR

X108 = CCL108_CYC158CRASH.D: EIC 702-703 +AIl MS
6<

i '."?r‘—"ir} ﬁ-'i J 56 Tmc[n;in]
Intens.{ B +MS, 3.6min #144
x108 1403.0
1.50 o
O
125 N
i H
NH HN
o D/
1.00
NH HN o
0.75- BocHN
o
0.50-
602.2
0.25
702.1
0.004———r—— 1 ety T — T T v v T —
200 400 800 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page lof 1 i Agilent Technologios

Compound 36 LCMS Cyclized Pentapeptide Phe-Leu-D-Val-Leu-Lys(Boc) (MW = 702)
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SDSU
Project Name: Defaults B [ 4 4 z 4
Reported by User:  System
SAMPLE INFORMATION
Sample Name: CCL108_cyc158_01 Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss
Injection #: 228 Date Acquired: §/18/2000 2:36:27 PM
Run Time: 16.00 Minutes Injection Volume: 50.00 ul
4.00- = = = =
1 A
. | ]
220 || |
] | \ I
1 \\,_ e |‘| e —— — |
v —— N R — s ———yq
l |
2 200~ ||
l
e S o e e At L
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
——— Channel: 2487Channel 1 Channel Desc.: Processing Method: ***
——— Channel: 2487Channel 2 Channel Desc.: Processing Me Fsobid
Peak | RT Area Height :
Name | (min) | (uv*sec) % Area (V) Amount | Units
1 e el W aran aah B Rl
2 A LRy Eaaad i Ll ik bl
o \_/
O
NH HN
o D/
NH HN o
BocHN
o
Report Method: Injection Sunmary Report Printed 2:52:39 PM  5/18/2009 Page: 1of 1

Compound 36 HPL.C Cyclized Pentapeptide Phe-Leu-D-Val-Leu-Lys(Boc)
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Display Report - All Windows Selected Analysis

Analysis Name: CCL_COMPD158 Instrument: Agilent 6330 Ion Trap Print Date: 4/22/2009 3:22:36 PM
Method: SANA.M LP.D Operator: sdsu Acq. Date: 4/21/2009 5:10:5]: PM
Sample Name: CCL_compd158LP

Analysis Info:

Intens. [
x109

1.0+

CCL_COMPDISELP O: TIC +All M)

:

0.8

) | e

x?o'a‘ : CCL_COMPD158LP.0: EIC 718-720 +Al MS
5

4 5 B Time [min]

Intens.

+MS, 2. 7min #139
¥108 1438.5

4 719.9 o \/
OH HZN/¥O

3 HN

| eoTes

BocHN

619.9
Qo T T T e - v g | T T T —
200 400 600 800 1000 1200 1400 1600 1800 2000 m'z

MSD Trap Report v 4 (Let-Opt2) Page lofl % Agilant Techeologies

Compound 37 LCMS Double Deprotected Linear Pentapeptide HO-Leu-Lys(Boc)-Phe-Leu-D-
Val-NH; (MW = 719)
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Sample: CCL_cyc159
Sanple ID: 5_20090520_38
File: shome/walkup/vninrsys /d

Pulse Sequence: 52pul

Solvent: cd3od

Temp, 30.0 C / 303.1 K
Operator: ¢lin

File: N4_20090520_CCL_cycl159
VNMRS-400 "nmr400.sd5u.edu"

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 5.000 sec

Width §410.3 Hz

128 repetitions
OBSERVE Hl, 359,7587290 MH
DATA PROCESSING

Line broadening 0.1 Hz
FT size 65536
Total time 13 min, 1 sec

$ 5011

/ Fll)lll&_klll\;ﬁl||\\

—

 Proton_01

k

ata/clin/N4_20080520_CCL_cyc159_Proton_01.f)d

H,N

U

-
' .
-
="
—

Compound 37 NMR Cyclized Pentapeptide Phe-Leu-D-Val-Leu-Lys
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Display Report - All Windows Selected Analysis

Analysis Name: CCL_CYC159.D0 Instrument: Agilent 6330 Ion Trap Print Date: 5/19/2009 9:41:42 PM
Method: SANA.M Operator: sdsu Acq. Date: 5/19/2009 9:31:35 PM
Sample Name: CCL_cycl59

Analysis Info:

Intens.
x108
2.5

CCL_CYC159.D: TIC +All MS|

20

;1‘%)% : = CCL CYC150.D; EIC 602.603 +AI WIS

0.75-
0.50
0.25

0.004 v v y . I ; ————— Y . ,
1 2 3 a 5 8 Time [min]

Intens. [ Y +MS, 2.8min #108|
x108 601.7
o "

12

0.6 H,N

& 12023

1 902.2

200 a0 600 800 1000 1200 1400 | 1800 1800 2000 @ miz

MSD Trap Report v 4 (Let-OptZ) Page 1of 1 <" Agilent Techoologies

Compound 37 LCMS Cyclized Pentapeptide Phe-Leu-D-Val-Leu-Lys (MW = 602)
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SDSU :
Project Name: Defaults B re ¢l
Reported by User:  System
SAMPLE INFORMATION
Sample Name: CCL112_cyc159_02 Acquired By: System
Sample Type: Unknow n : Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss
Injection #: 247 Date Acquired: 5/19/2009 10:12:07 PM
Run Time: 16.00 Minutes Injection Volume:  50.00 ul
3.00 ’ \'\ ‘
2 S | ﬂ |
o] | |
. y J .
000t —' T — e - g =
3.00] \
\ ’
2,004 ‘
2 1 f
1.004 l It
0.001—— O = ‘ S T e .
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
- Channel; 2487Channel 1 Channel Desc.: Processing Method: *™**
Channel; 2487Channel 2 Channel Desc.: Processing Method:
Peak | RT Area |, Height -
Narre | (min) | (uv*sec) % Area ) Armount | Units
2 R aaad —_—— RN AhAn A AR A
O \_/
O
N/Y
H
NH HN
o /@/
NH HN o
H,N
2 o
Report Method: Injection Summary Report Frinted 10:28:21 PM 5/19/2008 Page: 10of 1

Compound 37 HPLC Cyclized Pentapeptide Phe-Leu-D-Val-Leu-Lys
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Display Report - All Windows Selected Analysis

Analysis Name: JS_182_LINCRU Instrument: Agilent 6330 Ion Trap Print Date: 6/25/2009 9:20:24 AM
Method: SANA.M D.D Operator:  sdsu Acq. Date: 6/24/2009 7:02:04 PM
Sample Name: JS_182_lincrud

Analysis Info:

Intens.

| JS_182_LINCRUD.D: TIC +AllMS
x108

x10% ‘ JS_182_LINCRUD.D: EIC 835-837 +All MS|

CICbzHN
6- o 0
| N
\ HN

w LT

4_
Og\\ HO o

—NH NH,

:::: o

1 R - 5 6  Time[min

Intens. +MS, 2.6min #141
x108 836.1

1671.6
O T v T T R T T T T T l| T T T T T
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technologies

Compound 39 LCMS Double Deprotected Linear Pentapeptide HO-Leu-N-Me-Val-Lys(2-Cl-Z)-
D-Phe-Phe-NH; (MW = 835.4)
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JES_182_pure
JES_182_pure
Sample: JES_182_pure

Samplld IProtan0090728_01

File: /home/walkup/vnmrsys/data

SAMPLE
Puibde Seguen@s: 200%ul temp
solvent cd3od gain
file /home/walkup/~ spin
vnmrsys/data/jspic~ hst
e/NA4_20090728_JES_~ pw90
182_pure_Proton_01~ alfa
.fid
ACQUISITION il
sw 6410.3 in
at 5.000 dp
np 64102 hs
fb 4000
bs 16 1b
sS 2 fn
dl 1.000
nt 64 sp
ct 64 wp
TRANSMITTER rfl
tn H1 rfp
sfrq 399.761 rp
tof 399.8 1p
tpwr 59
pw 5.400 wc
DECOUPLER sc
dn C13 wvs
dof 0 th
dm nnn  ai
dmm c
dpwr 31
dmf 29412

SPECIAL
30.0
not used
20
0.008
10.800
10.000

FLAGB
n
n
% y
nn

PROCESSING

0.10
65536

DISPLAY
-40.1
3637.7
2127.2
1323.2
42.0
-6.2

PLOfT
250
0
1300
2

cdc ph

jspice/N4_20090728_JES_182_pure_Proton_01

fid

==

Cl

HN

S148

1 n ]
\ 7 A | |
e Nt WY

8 7 6 5 4 3 2 1 ppm

Sellers et al.
L
F

Compound 39 NMR Cyclized Pentapeptide Phe-Leu-N-Me-Val-Lys(2-Cl-Z)-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name: JS_182_FINAL.D Instrument: Agilent 6330 Ion Trap Print Date: 7/28/2009 12:18:35 PM
Method: SANA_LONG.M Operator: sdsu Acq. Date: 7/28/2009 12:09:13 PM
Sample Name: 1S 182 final

Analysis Info:

Intens. [ T JS_182_FINAL.D: TIC +All MS
x108]
154 |
1.04
I
0.5 !
o — B JS_182 FINALD: EIC 817-819 +AIl VIS
8_
6,
4_
2,
1 4 5 6 7 8 Time [min]
Intens. T I +MS, 4.4min #170
x107 818.5
Cl
6 J?
®/\° HN
[}
N o
4 NH l HN
Oﬁ\ /D/
@\ NH HN"Yg
o
2
L 1657.0
[ e TS - ' T - r v r [L . s . - .
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z
MSD Trap Report v 4 (Let-Opt2) Page 1of1 “i% Agilent Technolagies

Compound 39 LCMS Cyclized Pentapeptide Phe-Leu-N-Me-Val-Lys(2-Cl-Z)-D-Phe (MW=817.4)
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SDSU 70
Project Name: Defaults B ,’W Z
Reported by User:  System
SAMPLE INFORMATION
Sample Name: JS_182_ss_pure Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 185 Date Acquired: 7/31/2009 9:35:13 AM
Run Time: 16.00 Minutes Injection Volume: 48.00 ul
1.50
1.00-]
= 4
% ]
0.50
0.00- e
1 N I
zor] 1) I
] I
2 1 l 1> l'
1.00 ‘ 1 |
] L [
] /" '\‘I ‘// | ~—
Ow— — 2 : 7(777 — T — — ,7/| e ”'77 T 77‘ — — —— [7 = 77?' = T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
———— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
———— Channel: 2487Channel 2 Channel Desc.. Processing Method: ****
Peak | RT [ Area |, Height ;
Name | (min) | (uV*sec) % Area W) Amount | Units Ci .
1 baa g ek ke Fedrkk kkk *hkk | hhkk
2 whkk ekhk *hkh Tkkk Heikk ikk | dedkk
o
N o
NH | OHN
N L
@\ NH HN"Xg
o
Report Method: Injection Summary Report Printed 9:51:26 AM  7/31/2009 Page: 1 of 1

Compound 39 HPLC Cyclized Pentapeptide Phe-Leu-N-Me-Val-Lys(2-Cl-Z)-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name: JS_184_LINCRU Instrument: Agilent 6330 Ion Trap Print Date: 6/25/2009 9:20:39 AM
Method: SANA.M D.D Operator:  sdsu Acq. Date: 6/24/2009 7:11:02 PM
Sample Name: JS_184_lincrud

Analysis Info:

Intens8 ' JS_184_LINCRUD.D: TIC +All MS
x10

x10% J JS_184_LINCRUD.D: EIC 800-802 +All MS
51 CbzHN
4 e\\N
q ‘ \  HN
NH

o;\/\ HO@/
] >—NH NH,
o

' 3 4 5 76 " Timemin]

Intens. +MS, 2.5min #132
x109] 801.8

1- 1602.4

0 T T T T T T v T T T T T v T T T T T T
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technologies

Compound 40 LCMS Double Deprotected Linear Pentapeptide HO-Leu-N-Me-Val-D-Lys(Cbz)-
D-Phe-Phe-NH, (MW =801)
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JES_184_final_b
JES_184_final_b

- Sample: JES_184_final_b
SeaampPd IProtan0090810_01

File: shome/walkup/vnmrsys/data/jspice/Nd_20090810_JES_184_final_b_Proton_|

SAMPLE SPECIAL
Pulbde Sedugndd: 200Bul temp 30.0
solvent cd3od gain not used
file s/home/walkup/~ spin 20
vnmrsys/data/jspic~ hst 0.008
e/N4_20090810_JES_~ pw30 10.800
184_final_b_Proton~ alfa 10.000
_01.fid FLAGS
ACQUISITION il n
sw 6410.3 in n
at 5.000 dp y
np 64102 hs nn
fb 4000 PROGESSING
bs 16 1b 0.10
ss 2 fn 65536
dl 1.000 DISPLAY
nt 64 sp -0.0
ct 64 wp 35987.7
TRANSMITTER rfl 2127.8
tn H1 rfp 1323.2
sfrg 399.761 rp 20.0
tof 399.8 1p 87.2
tpwr 59 RLOT
pw 5.400 wc 250
DECOUPLER sc 0
dn C13 s 1500
dof 0 th 2
dm nnn ai cdc| ph
dmm c
dpwr 31
dmf 29412
w
|
5_
/ y
e
R o) o At W e Iingen e (s T 2 i
8 7 6

1.fid

Compound 40 NMR Cyclized Pentapeptide Phe-Leu-N-Me-Val-D-Lys(Cbz)-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name: JS_184_AB.D Instrument: Agilent 6330 Ion Trap Print Date: 8/11/2009 11:58:37 AM
Method: SANA_LONG.M Operator: sdsu Acq. Date: 8/11/2009 11:43:34 AM
Sample Name: JS_184_AB

Analysis Info:

Inten57 p JS_184_AB.D: TIC +All MS|
x10

JS_184_AB.D: EIC 805-807 +All MS
1.50
[ o
1.25 HN
1.00 \ o
0.75 |
NH
0.50 Oi /D/
Q\ NH HN
0.25
o
S R :

0.00-+——r—+—y——

1 2 3 4 5 7 B\ Time [min]
- e o \__/
Intens. S 44 #1654
x107 1588.7
3
2
806.8
1
904.6

T T T — T T l| " T T T T T T T A T T T T T T

200 400 600 800 1000 1200 1400 1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of 1 i Agilent Technologies

Compound 40 LCMS Cyclized Pentapeptide Phe-Leu-N-Me-Val-D-Lys(Cbz)-D-Phe (MW= 783)
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SDSU
Project Name: Defaults B rﬂ 20
Reported by User:  System
SAMPLE INFORMATION
Sample Name: JS_184_ss_final Acquired By: System
Sample Type: Unknow n Sanple Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 19 Date Acquired: 8/11/2009 8:57:01 AM
Run Time: 16.00 Minutes Injection Volume:  80.00 ul
2.00-
2 J
< 1.007
I PO ) N
3.009 ' |
2.00] i ‘
= / |
< ] /
1.00 \
0.00- : = = \ E=— -
2.00 4.00 6.00 8.00 1000 | 12,00 14.00 " 16.00
Minutes
——— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
—— Channel: 2487Channel 2 Channel Desc.: Processing Method: ****
Peak [ RT Area |, Height ; f6)
: = % Area Amount | Units
Name | (min) | (uV*sec) ) O/\o v
Ahkk dokkk hhk *hkk dekkk Thhk *hhk HN
1
2 [ #wax rk Arx Fedkk ok sowren | ddean \H o
hT)kN o
NH I HN
~ )
@\ NH HN"Yq
o
Report Method: Injection Summary Report Printed 9:13:15 AM  8/11/2009 Page: 1of 1

Compound 40 HPLC Cyclized Pentapeptide Phe-Leu-N-Me-Val-D-Lys(Cbz)-D-Phe
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Display Report - All Windows All Analyses

Operator:  sdsu Instrument: Agllent 6330 lon Trap  Print Date: 4/22/2010 11:58:23 PM
M:;D TS_183_LP.D: TIC +All MS)|
251 ﬁ
20 .
15 |
1.0 w
os Mo
e rs_m:crb.—ﬁst

1 2 3 4 5 [ Time [min)

Intens S, 2.
X108 i NH(2-Cl-Cbz) ah b

1.251 \
hl)‘\
1.00
°‘75 @ NH; HN rT'

0.50
025 7115
ooolea Tt 38 JL ld L 0S| 13904 .
200 400 600 800 1000 1200 1400 1600 1800 2000 mz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 17 Agilent Techeolegies

Compound 41 LCMS Double Deprotected Linear Pentapeptide HO-Phe-Leu-Val-N-Me-D-Lys(2-
CI-Cbz)-D-Phe-NH, (MW=835)

S155



Supplementary Material

Sellers et al.

Sample: ts_183 _pure
Sample 10: 3 _20100324_08
File: /home valkup/vearsys /datas1s lugo/Ne_20100324_ts_103_pure_Proton_01.f1d

Pulse Sequence: sipul

Operator: tslugo
Filer N4_20100324_Rts_1383_pure_PFroton_»901
VNMRS~300 “rmar300.sdsu. edu”

Relax. delay 1.000 sec
Pulse 4%.0 dagrees

ACq. ties 35,000 sec

Vidth 641035 M2

64 repetitions

OBSERY Hi, 399.7587292 muz
DATA PROCESSING

Line broadening 0.1 Mz

FT size 65536

Total tise & min, 37 sec

23.3

NH(2-Cl-Coz)

T

Compound 41 NMR Cyclized Pentapeptide Phe-Leu-Val-N-Me-D-Lys(2-CI-Cbz)-D-Phe
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Display Report - All Windows All Analyses

Operator:  sdsu Instrument: Agilent 6330 lon Trap  Print Date: 4/23/2010 12:00:04 AM

Intens t TS_183_PURE1.D: TIC +All MS
x109

20

1.54

1.04

8 TS_183_PURE1.D; EIC 818-820 +All MS|
a.

1 2 3 4 5 6 " Time [min)
Intens. +MS, 3.4min #430
“},"g 817.4
MH(2-Cl-Coz)
251
0
20 i, (“‘hl s
| H Hr~
15 D:{:" I‘).
& NH HNM
10 @ 0
]
7374 8823
00ksaaal 25 U N e U
700 800 900 1000 1100 1200 1300 1400 mvz
MSD Trap Report v 4 (Let-Opt2) Page 10of1 37 Agilent Technologies

Compound 41 LCMS Cyclized Pentapeptide Phe-Leu-Val-N-Me-D-Lys(2-Cl-Cbz)-D-Phe
(MW=817)
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SDSU ’ 7 /
Project Name: Defaults
Reported by User: System I / ,!
SAMPLE INFORMATION
Sample Name: ts_ss183pure Acquired By:; System
Sample Type: Unknown Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 624 Date Acquired; 3/23/2010 3:51:19 PM
Run Time: 16.00 Minutes Injection Volume:  60.00 ul
200,
3 |
0.00. e —~
400 > = —
| f
3 |
3 2m: l| ‘|
: \ ,/ \
0.00- «_J = . i N e — —r
R 200 400 800 800 1000 1200 1400 1600
Minutes
~—— Channel: 2487Channel 1 Channel Desc.: Processing Method: *
———— Channel; 2487Channel 2 Channel Desc.: Processing Method: *
Peak | RT Area Height p
Name | (min)| ( Vsec) [ %A% (v, [Amount|Units NH(2-Cl-Chz)
1 R - il “een e LAl R
2 ane “aan R e LAl e - ﬂ
H
r:ba{]"‘ HM
MH HN’I‘)—,
@\“f 0
D
Report Method: Injection Summary Report  Printed 4:07:33 PM 3/23/2010 Page: 1of 1

Compound 41 HPLC Cyclized Pentapeptide Phe-Leu-Val-N-Me-D-Lys(2-CI-Cbz)-D-Phe
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SAMPLE SPECIAL O o
date Jul 31 2009 temp 30.0 o
solvent cdcl13 gain not used o o
file s/home/walkup/~ spin 20 I r
vnmrsys/data/tslug~ hst 0.008 r4 oz
0/N4_20090731_TSS_~ pw30 10.800 I ]
185_pentaprot_Prot~ alfa 10.000 =
on_01.fid FLAGS
ACQUISITION il > N o \

n
sw 6410.3 in n 2
at $.000 dp y
np 64102 hs nn o I
fb 4000 PROCESSING 4 iy,
bs 16 1b 0.%0 N
SS 2 fn 65536 N
dl 1.000 DISPLAY (o]
nt 64 sp 0.0
ct 64 wp 359717
TRANSMITTER rfl 832.8
tn H1 rfp 0
sfrq 399.760 rp 40.3
tof 399.7 1p 2.4 Z
tpwr 59 PLOT o
pw 5.400 wc 240 N
DECOUPLER scC 0 —
dn C13 wvs 500 [§]
dof 0 th 2 ~N
dm nnn ai cdc ph ~
dmm c
dpwr 31
dmf 29412
i [ ,
|
[ |
,ﬂ \ .\ f |
| | { |
,‘ m [ , /
{ | { | { | f
f _ ‘ oy | |
. L 4] R / f
| I / / i
/ / / / 4 /| J
A:_ j
I i i /
e N U, Y, 3\. P LD toe oY - i \(.g Rt i?(.%.r, L s
—r—r—r — : e - - —r . S —— -
9 8 i ; 6 5 iy, i3 3 2 : 1
23 3 23 TER e e Ay @ bt 3 A R TSR I
o< & o - “-“-a oo N & o o« - cow ~ P s.zwl. ©

Compound 42 NMR Linear Pentapeptide MeO-Leu-Val-D-Lys(2-Cl-Z)-N-Me-D-Phe-Phe-NHBoc
S159
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Display Report - All Windows Selected Analysis

Analysis Name: TS_185_PENTA. Instrument: Agilent 6330 Ion Trap Print Date: 9/26/2009 1:01:11 PM
Method: SANA_LORG.M Operator: sdsu Acq. Date: 7/30/2009 4:59:22 PM
Sample Name: ts_185_penta

Analysis Info:

Intens. | o = T ) TS_185_PENTA.D: TIC +All MS|
x108]
!
15
1.0
0.5
| A JiN
x$08] TS_185_PENTA.D: EIC 950-952 +All MS
1.25
1.00
0.75
0.50
0.25
0.00-+—————————r—r——r—————r—— T —— " ——— 1 v —
1 2 3 4 5 6 4 8 Time [min]
Intens8 o o o S— B —— +MS, 6.3min #302
x10 950.9
(2-Cl-Z)HN
12 §\\ o
o]
7 N
1.0 H HN
\H p/
08 Q:Q‘ y MeO ¢
SN NHBoc
; o
0.4
0.2
852.3
0.0 e T ; - —h— e y T T T S —— r !
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 ii- Agilent Technologies

Compound 42 LCMS Linear Pentapeptide MeO-Leu-Val-D-Lys(2-Cl-Z)-N-Me-D-Phe-Phe-
NHBoc (MW = 950)
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Display Report - All Windows Selected Analysis

Analysis Name: TS_185_DD.D  Instrument: Agilent 6330 Ion Trap Print Date: 9/26/2009 12:59:44 PM
Method: SANA.M Operator: sdsu Acq. Date: 8/6/2009 1:58:10 PM
Sample Name: ts_185_dd

Analysis Info:

Intens8 i ) TS_185_DD.D: TIC +All MS
x10 !
5

4

3 |

x108 TS_185_DD.D: EIC 836-837 +All MS

04— v — T T T T T T T T -+ . — T - T T T T T T
1 2 3 4 5 6 Time [min]

Intens. | ) B B ~+MS, 2.7min #109)|

x108 836.1
(zmsz——\\\ \ijij?
ljf

2 i : NH,
1 8
1671.6
0 ™ 7, OYRERIEENE. e B7S CRPTaSCIE 12 T T T T T T T T T L‘V T T T T T
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
MSD Trap Report v 4 (Let-Opt2) Page 1of1 i Agilent Technolagies

Compound 42 LCMS Double Deprotected Linear Pentapeptide HO-Leu-Val-D-Lys(2-Cl-Z)-N-
Me-D-Phe-Phe-NH, (MW = 836)
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expl Proton
SAMPLE SPECIAL
date Sep 26 2008 temp 30.0
solvent cd3od gain not used |
file /home/walkup/~ spin 20 |
vmrsys /data/tslug~ hst 0.008 | o o
©/N4_20090826__Pro~ pwd0 10.800
ton_02.fid alfa 10.000 z
ACQUISITION FLAGS I 4
sw 6410.3 11 n T
at 5.000 in n
np 64102 dp Yy ZT
fb 4000 hs nn N
bs 16 PROCESSING o - b4
(1] 2 1b 0.10 Z
d1 1.000 fn 65536 N .,
nt 64 DISPLAY ~ v
ct 64 sp -0.2
TRANSMITTER wp 3597.7 o
tn H1 rf) 806.6
sfrq 398.761 rfp 0
tof 399.8 rp 16.8 4
tpwr 53 1p 20.3 X
pw 5.400 PLOT N
DECOUPLER we 240 | L
dn C13 sc 0 Q
dof 0 vs 1700 { &
dm nnn th 8 | -
dmm c ail cdc ph |
dpwr 31 |
dmf 29412 {
i
1
t 7
{
|
i 7
i
f i
i) i
[ { [ tf
il m |/ )
f i Lk | r i |
/M m f s = a1 7 i
/ i { L o o
A J / _ |/ ) i I J gt I il
| [ | % \ il
i i P ? fe J | | \ I\ 11
W | | i1, IR | | TR R I A 1
S A lgflx W P NG VIR T R
T T T T . —
B 7 Bl 4 2 gl A £ -
T ¥ % owEEx s . MOeOx 5. R

Compound 42 NMR Cyclized Pentapeptide Phe-Leu-Val-D-Lys(2-Cl-Z)-N-Me-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name: TS 185 FINAL.D Instrument: Agilent 6330 Ion Trap Print Date: 9/25/2009 3:53:57 PM
Method: SANA.M Operator: sdsu Acq. Date: 9/25/2009 3:37:40 PM
Sample Name: ts 185 final

Analysis Info:

Intens. | ) TS_185_FINAL.D: TIC +All MS
x108 | /‘
25| % \
20/ 1
1.5 !
10| ’
05 | \

L S ] TS 185 FINAL D' EIC 818-820 +All MS
25|

20| i\
15|

!
1.0/ [ ’
05! [
00+

[mAU]
1500

L
TS_185_FINAL.D: UV Chromatogram, 213-217 nm

1000

500

B
o

0 |
0 ' 1 C é ' , 3 4 I 5 i Tlme[r'mn]

intens. | +MS, 4 3min #184
x108 818.1

i (2-C|-Z)HN\H

N HN

Y e

o
N 0]
H

H

N (o] |
(o}

200 400 600 800 1000 1200 1400 1600 1800 2000 miz

MSD Trap Report v 4 (Let-Opt2) Page 1 of 1 Agilent Technologies

Compound 42 LCMS Cyclized Pentapeptide Phe-Leu-Val-D-Lys(2-Cl-Z)-N-Me-D-Phe
(MW=818.4)
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SDSU p
Project Name: Defaults B ree l
Reported by User:  System
SAMPLE INFORMATION
Sample Name: ts_185_ss Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 202 Date Acquired: 9/25/2009 2:41:51 PM
Run Time: 16.00 Minutes Injection Volume: 50.00 ul
I S T y =
i
2 2.00'1; ; ‘ |
E ] J | |
1 /f g ?
oo — B —— : ’ e
, 200 |
< 1
]
0.00
2.00 " 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes

——— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
Channel: 2487Channel 2 Channel Desc.: Processing Method: ****

Peak | RT | Area o ) oq |90 A ount | Units

Name | (min) | (uV*sec) (KV) (2-Cl-Z)HN
1 ARk ik Arkhk ik ik hhk hdk
#H 0
NH HN
oi n/
/
@\ N HN

(o)

FBRBAMRRED. JURTITC e Report——Rrnled 25805 0252000 —TH
BpBArMARIBA" ummary”Report Printed 2:58:05 PM  9/25/2009

Page: 1 of 1

Compound 42 HPLC Cyclized Pentapeptide Phe-Leu-Val-D-Lys(2-Cl-Z)-N-Me-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name:
Method:
Sample Name:
Analysis Info:

V]_145_146_PE Instrument: Agilent 6330 Ion Trap
SANA.M NT_DD_TEST.D Qperator:
V]_145_146_pent_DD_test

Print Date: 8/14/2009 3:08:02 PM
Acq. Date: 5/14/2009 2:49:09 PM

Intens.{
x108

0.5

VJ_145_146_PENT_DD_TEST.D: TIC +All MS

x?(')%
1.25

1.00
0.75
0.50-

0.25

VJ_145_146_PENT_DD_TEST.D: EIC 668-670 +All MS|

0.001+——

’]

Time [m'in]

Intens.
x108

668.7

+MS, 2.8min #112

0.8+ (o) NH |

e
06 Q\ NH HO™ SO
H2

04 (o) .
‘OH
0.2 336.1
537.7 {
0.0 . , ey L v . , : T b . : S ; ; - :
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

i Agilent Technologies

MSD Trap Report v 4 (Let-Opt2) Page 1of 1

Compound 43 LCMS Double Deprotected Linear Pentapeptide HO-Leu-N-Me-Val-D-Leu-D-Phe-
B-OH-Phe-NH; (MW=668)
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1128 13-0CT-09

Victoria
1H
vaj_II_30_145_early_RT
DMSO~d6 o
expl Proton o o
SAMPLE SPECIAL W S
date Oct 13 2009 temp 30.0 Z "N
solvent dmso gain not used =\
file shome/walkup/~ spin 20
vnmrsys/data/walku~ hst 0.008 22—
p/N6_20091013_vaj_~ pw30 6.250 T
II_30_145_early_RT~ alfa 10.000 @) = (@]
_Proton_01.fid FLAGS I
ACQUISITION il n N
sw 6009.6 in n S o
at 5.000 dp Yy > i
np 60096 hs nn
fb 4000 PROCESSING (@)
bs 16 1b 0.10
di 5.000 fn 65536
nt 16 DISPLAY
ct 16 sp -60.0
TRANSMITTER wp 5457.2
tn H1 rfl 2088.6
sfrq 589.705 rfp 1499.3
tof -599.7 rp -45.3
tpwr 59 1p -3.6
pw 3.125 LoT
DECOUPLER we 250
dn Ci3 sc 0
dof 0 vs 3000
dm nnn  th 3
dmm ¢ ai cdci|ph
dpwr 42
dmf 35088
"'}rL A f v
T T T T T T B | T T T T T T T T | T
8 7 6 3 2 ppn

Compound 43 NMR Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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Sample: vaj_TS_267_145_early_RT
sample ID: s_20100201_01

“ile: /hom€/walkup/vnmrsys/ddta/vjohns/N6_20100201_vaj_TS_267_145_ear 1y_RT_Roesy_01.fid

Fe.
cdwmvwm_.mwwzn@. ROESY

4
F1 (ppm)

———

-0

N T |

Compound 43 ROESY NMR Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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Nl
vj_ts_145_ear1yRT I
_ts_145_ [e) - [e]

5168

cbci3 =
: —Z
Sample: vj_ts_145_ear1yRT R .,
Sample ID: s_20100223_01 I S ,
File: shomE/waTkup/vnmrsys/data/vjohns/VJI_TS_145_earTyRT_Tocsy_CDCT3.fid m
F2
v:dﬂwtmm.:qw:om" TOCSsY -
i - ea =
- L
H- - = -
] o ° P -
- ° -
2
wl @
1 -
- = P -
4 -
=
4 = o=
4 o L4 hd
Bl hadd = = Y < -
m g - - > -
=1 o
6—
1 > =
4
o
7 - -
) o s =
| < o e
T T T T T T T T = T T T T T T T T T T T T T LA | T T T T T =
7 6 5 4 3 2 1
F1 (ppm)

Compound 43 TOSCY NMR Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name: VJ(I1)30_145_FA Instrument: Agilent 6330 Ion Trap Print Date: 10/14/2009 10:44:41 AM
Method: SANA.M RLY_RT.D Operator:  sdsu Acq. Date: 9/28/2009 4:33:40 PM
Sample Name:  VJ(I1I)30_145_Early RT

Analysis Info:

lntensai = ) ) " VJ(I)30_145_EARLY_RT.D: TIC +All MS|
x10

|
|
0 9 | “ S AN
x107 | VJ(I1)30_145_EARLY_RT.D: EIC 763-765 +All MS
| |

31 |

J

0
[mAU) |

700'} - J/\» e
100 | PR S \

| e 2

o\~ i <

VJ(I)30_145_EARLY_RT.D: UV Chromatogram, 220-224 nm

4

’v) Iv"l‘v"é“”"}""’l““S"' " év-'me-]e—(';m"]

Intens, | N ) +MS, 4.0min #159
x107 { 1502.8

ML 854.2 1588.7

ol = s e _,._.ll,. e [ B T ; d
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1 Agilent Technologies

Compound 43 LCMS Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
(MW=740)
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SDSU :
Project Name: Defaults B [ e*e / 4
Reported by User: System
SAMPLE INFORMATION
Sample Name: VJ(I)30_145_Early_RT Acquired By: System
Sample Type: Unknown Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 245 Date Acquired: 10/13/2009 5:20:10 PM
Run Time: 16.00 Minutes Injection Volume: 50.00 ul
3.0(7? / =
o [\
2 1|
1.00 ‘
1 B
] I —
0.00-— > e
4 \
1 [\
200 | | |
< 1 Il
1.00 | | ‘
‘ 1
| i J /™
0.00t—_ VTi —— T - T ’ T ¥ T T LR ] T T ""*'*fA
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
———— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
- Channel: 2487Channel 2 Channel Desc.: Processing Method: ***
Peak | RT | Area |, Height .
: 3 % Area Amount | Units
Name | (min) | (WV*sec) (HV)
1 kkh ek dekkk dekkh dhkh Fokkde | dedekk
2 dekeiek ik Ak ekekeok wrkkk dokkk | deddek
Y o
NH ' hN

Report Method: Injection Summary Report

Printed 10:45:22 AM 10/14/2009

Compound 43 HPLC Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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‘_—_-J
Display Report - All Windows Selected Analysis
o Analysis Name: V]_145_146_PE Instrument: Agilent 6330 Ion Trap Print Date: 8/14/2009 3:08:02 PM
Method:  SANA.M NT_DD_TEST.D Qperator:  sdsu Acq. Date: 5/14/2009 2:49:09 PM

Sample Name: V]_145_146_pent_DD_test
Analysis Info:

Intens.{

5 VJ_145_146_PENT_DD_TEST.D: TIC +All MS
x10¢

0.5

08 . . \VJ_145_146_PENT_DD_TEST.D: EIC 668-670 +All MS,
1.25

1.00
0.75
0.50-

0.25

0.001+——

’]

3 o 4 5 6 Time [m'in]

Intens. [ +MS, 2.8min #112
x108 668.7

1.0 Y
0.8
HN

QT LT

NH,

0.4

OH

0.2 336.1

l
7|, , -

0.0 ———y el — e T |
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
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VJ294_146_RT4.9 j |
8-6-09 ‘ |
|
! |
expl Proton 1 M o 0
SAMPLE SPECIAL | | _
date Aug 6 2009 temp 30.0 i ! | 4
solvent cd3od gain not used | | I =z
file shome/walkup/~ spin 20 I T
vnmrsys/data/vjohn~ hst 0.008 i i
s/N4_20090806_VJ29~ pw30 10.800 i o i =z
4_146_RT4.9_Proton~ alfa 10.000 i \|\K| st | T
~o01.f1d FLAGS — W o
ACQUISITION i1 n i t T z
sw 6410.3 in n I =
at 5.000 dp y I < :
np 64102 hs nn it N ‘7,
fb 4000 PROCESSING I
bs 16 1b 0.10 i o
ss 2 fn 65536 |
di 1.000 DISPLAY 1
nt 128 sp =-0.0 it
ct 128 wp 8597.7
TRANSMITTER rfl 2127.2 !
tn H1 rfp 1323.2
sfrq 399.761 rp 50.2
tof 399.8 1p 8.2 i
tpwr 59 PLOT ! I
pw 5.400 wc 240 |
DECOUPLER sc 0 | |
dn Cc13 vs 2500 |
dof 0 th 3 ! i Iy
dm nnn ai cdc| ph 1l i
dmm G | |
dpwr 31
dmf 29412 ! |
| Il
i I
[ f
|
i 7
il
| I |
i il |
i _‘ |

Sellers et al.

1 ppm
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ROESY
ts_266_LateRT
CcDC13

Sample: ts_266_LateRT
Sample ID: s_20100223_01

R C D

File: \:oaﬁ\zodx:v\<zaqm<w\mmmo\£mdx:v\zmlnonaommwlnmlnmmlrwnmnqlzonm<|a».ﬁ_n

v::_m..mwwimwznﬁ ROESY
e
Nl.

i e
wﬂ ‘e
4—

i oo R

o . 83000
5|
mul
N[

8

Ll
3 -
8 3
LI T
4
F2 (ppm)

-

Compound 44 ROESY NMR Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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1528 22-FEB-10

Tim I
TOCSY 3 z ;
wwmmmal._naawq > ‘s
3
o
Sample: ts_266_lateRT —
Sample ID: s_20100222 01 /
Fi Smum \sciw}‘m;cu}:;_.mv\m\mmamxzﬂr:v\lemgocnnnnamlnmmi_mﬂanqlqonmv\lew Fid /\\\
v:dﬂwtw.maw..w:no" ToCSY -
] = - - =
HL ” - “ -— a—
- - oo
3
o = o, v\ o °o°
] o Do @
@ - <o (-]
- - o L4 oo
Nl
i - P-4 e
~ .’v
3— & = -—gn -
’ - =
- - - .-
4—
. = -
4 = = - -
T = -
M|
6—
- L- 2 -
4
7-
-1 - >
ml
T e — T R R B e pe Ty po| T
8 6 5 4 3 2 1
F1 (ppm)
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Display Report - All Windows Selected Analysis

Analysis Name: V]294_146_LATE Instrument: Agilent 6330 Ion Trap Print Date: 10/14/2009 10:43:12 AM
Method: SANA.M _RT.D Operator:  sdsu Acq. Date: 8/18/2009 5:09:28 PM
Sample Name: VJ294 146_late RT

Analysis Info:

lmer\s8 ] v : e e - T VJ294_146_LATE_RT.D: TIC +AllMS
x10!

1.0

0.5

S8 VJ294_146_LATE_RT.D: EIC 762-764 +AllMS

VJ294_146_LATE_RT.D: UV Chromatogram, 220-224 nm
[mAU]

200 N

100 T

) — ottt

0 1 2 3 4 5 6 Time[min]

Intens. e b S Bt i e +MS, 4.7min #183
xmg 1502.7

9
879.5
0> T 9 U ERistrac | T T Bgrseomrape S IR T SO L T T T L 1 T T
200 400 600 800 1000 1200 1400 1600 1800 2000 m/z

MSD Trap Report v 4 (Let-Opt2) Page 1of1 “ii Agilent Technologies

Compound 44 LCMS Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
(MW=740)
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SDSU
Project Name: Defaults B re eZ e
Reported by User:  System

SAMPLE INFORMATION
Sample Name: VJ_146_late_RT Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 37 Date Acquired: 8/18/2009 5:31:33 PM
Run Time: 16.00 Minutes Injection Volume: 50.00 ul
| "\ |
* I 4% i
0.20 ‘ |
2 ; | V A AR A A AP e e i
< | ) e
I = s
000t |
] i
‘.)}
0.60- | - o o
0.40- ’\
2 0.207 ‘
0.00-
0,207
200 400 6.00 " 8.00 1000 1200 1400 1600
Minutes

——— Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
Channel: 2487Channel 2 Channel Desc.: Processing Method: ****

Peak | RT Area |, Height :
Name | (min) | (uv*sec) % Area ) Amount | Units
1 Arikk Ak i d dhkk dekkk dekckck | dedekok
2 dokkk Ahdk Ak Hhrkk ek Aokked | Rk
Y o
NH | HN
Oi&
@\ NH HN™ 9
Report Method: Injection Summary Report Printed 5:47:46 PM  8/18/2009 Page: 10of1

Compound 44 HPLC Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name:

CCL_147 148 L Instrument: Agilent 6330 Ion Trap Print Date: 8/17/2009 11:10:14 AM
Method: SANA.M P.D Operator: sdsu

Acq. Date: 6/23/2009 11:58:06 PM
Sample Name: CCL_147 _148_LP
Analysis Info:

Intcnss,' = = = CCL_147_148_LP.D: TIC +AlIMS
x10
¥ N\
a
21
|
YA LA |
<168 CCL_147_148_LP,D: EIC 667-669 +All MS
3
|
2 |
1!
0 — L— - v —r e T
1 2 3 4 5 6 Time [min]
Intens i T ¥MS, 2.0min #86
x108 668.8

Y o
3
/,I’HkN 0
o NH | HN
2' @\\\T H :’\(\(
1336.3 N HO o

NH,

o
; "'OH

PR e SO SN | R S SR L
200 400 600 800 1000 200 1400 1600 1800

o

MSD Trap Report v 4 (Let-Opt2) Page 1of1

0 Agilent Technologies

Compound 45 LCMS Double Deprotected Linear Pentapeptide HO-Leu-N-Me-Val-D-Leu-D-Phe-
B-OH-D-Phe-NH, (MW=668)
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1116 17-AUG-0%

expl Proton
SAMPLE

date Aug 17 2008

solvent c

file shome/walkup/~

p/NG_20080817 ccl_~
1_Proton_01.fid
ACQUISITION
W 9615.4
at 5.000
n 96154
1 4000
bs 16
dl 1.000
nt 256
ct 256
TRANSHITTER
tn H1
sfrq 599.715
tof 599.7
tpwr 59
pw 3.000
DECOUPLER
dn ci3
dof 0
dm nnn
dnm c
dpwr a2
dmf 35088

d3od

SPECIAL

PROCESSING
0.10
65536
DISPLAY
-0.1

5397.2
3190.6

a

Compound 45 NMR Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name: CCL136_CYC147 Instrument: Agilent 6330 Ion Trap Print Date: 8/15/2009 8:16:24 PM
Method:  SANA.M _148_EARILER_ Qperator:  sdsu Acq. Date: 8/15/2009 7:40:18 PM
sample Name:  CCLY5& cyc147_148 eariler 01

Analysis Info:

Intens.
%106
6

CCL136_CYC147_148_EARILER_01.D: TIC +All MS|

4

2
e e e R ns =r

)(10q === CCL1 36_CYC147_148_EARILER_EADZ EIC 740-743 +All MS
125
1.00

075
050
025 o N

0 et A AN SGRE B e
xl% CCL136_CYC147_148_EARILER_01.D: EIC 1502-1504 +All MS|
25

20
1.5
1.0
0.5

0.0l ———— sy ————— . . r ey
1 2 3 4 5 8 Time [min]

Intens. ! : = =) VNS, 4.5min #171
x105. 1503.7

1.0

0.5-

880.3

767.5

,h_ | Id 15708 17149
N T ——— | T b S, S s b .
200 400 800 800 1000 1200 1400 1600 1800 miz

MSD Trap Report v 4 (Let-Opt2) Page 1of 1 £ Agilent Techaologies

Compound 45 LCMS Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
(MW=740)
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SDSU 2
Project Name: Defaults B re?f 20
Reported by User:  System
SAMPLE INFORMATION
Sample Name: CCL136_cyc147_148_earlier_03 Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 22 Date Acquired: 8/16/2008 5:58:09 PM
Run Time: 16.00 Minutes Injection Volume:  50.00 ul
] |n|
odo| | ,'J \ {
2 | [ N\
0.20- A= BT W TP S e e SN St
1 ll L['.L R Z \‘
DO L e e—— )
| l
5 0501 I
< ‘ / |
[1fh . 1
| g - ) o
Gl ot i : et T S ——————1—
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
- Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
Channel: 2487Channel 2 Channel Desc.. Processing Method: **** .
Peak | RT Area Height :
Name | (min) | (uV*sec) % Area V) Amount | Units
2 Ak ik Rt R v e | wEAh
Y (o)
NH | HN

Report Method: Injection Summary Report

Frinted 6:14:24 PM  8/16/2009 Page: 1o0of 1

Compound 45 HPLC Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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Display Report - All Windows Selected Analysis

Analysis Name: CCL 147 148 | Instrument: Agilent 6330 Ien Trap Print Date: 8/17/2009 11:10:3% AM
Method: SANAM P.D Operator:  sdsu Acq. Date: 6/23/2009 11:58:06 PM
Sample Name: CCL 147 148 LP

Analysis Info:

intans | t : == CCL_147_148_LP.D: TIC +All M5

x108 i
H r\)\\
g 1

4
g \
i 1
| f
| N WA, A =
wig? = : CCL_147_148_LP D. EIG 667-668 +A1 5|
1
| ™y -
; w, |
|
| \
z] 1
| 1
| lt
: | - . T =
1 2 3 4 5 [ Timve [min]
Intens = TANE, 2 min mn'?.]’
x108 6688
3

| \r o
o
| IS
5 (o) NH HN
AL LT
_>\‘\‘ NH HO o

1 o ,/
6\0H
oo T abp T ebo a0 1000 1200 1400 1800 1800 miz
MSD Trap Report v 4 {Let-Opt2) Page 1lof1 i3 Agilent Techanlngies

Compound 46 LCMS Double Deprotected Linear Pentapeptide HO-Leu-N-Me-Val-D-Leu-D-Phe-
B-OH-Phe-NH; (MW=668)
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Sample: CCL136_cyc1d?_148_later_01
Sample ID: 5_20030815_01
File: \709»\:5.x:v\c:aqmmw\ampo\nd_:\zalneaooanmlonr»waun<nuauuﬂaw|-anu

Pulse Sequence: sZpul

Solvent: cd3od

Temp. 30.0 C / 303.1 K

operator: clin

File: N4_20090815_CCL136_cyc147_148_later_01_Proton_01
VNHRS-400 “nmrd400.sdsu.edu”

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 5.000 sec

Width 6410.83 Hz

128 repetitions
OBSERVE M1, 399.75872898 MHz
DATA PROCESSING

Line broadening 0.1 Hz
FT size 65536
Total time 13 min, 1 sec \

_01_Proton_01.fid

S
Fone
F\~

Compound 46 NMR Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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LLi_140

cocis

Sample:

File: home]

F2 A
v:_,qmmuwnv&ww

cc1_148
Sample ID: 5_20100120_02

waTkup/vnmrsys/data/waTkup/N6_20100120_ccT_148_Roesy_01.fid

nce:

ROESY

(ppm)

Compound 46 ROSEY NMR Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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1318 04-MAR-10

Sample: ccl_late_RT
Sample ID: §_20100304_01

/waTkup/vnmrsys/data/waTkup/N6_20100304_ccT_Tate_RT _Tocsy_01.fid

s - =
o o
— a
) o ° o
2—
4 . -
3+ -
B o
4— - -

T
4

F1 (ppm)

Compound 46 TOSCY NMR Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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Display Report - All

Supplementary Material

Windows Selected Analysis

Analysis Name:

Method:  SANA.M _148_LATER 04. Operator:
Sample Name:  CCLP36_cyc147_148_later_04
Analysis Info:

CCL136_CYC147 Instrument: Agilent 6330 Ion Trap Print Date: 8/15/2009 9:30:37 PM

sdsu Acq. Date: 8/15/2009 9:22:08 PM

Intens.

x107
3

2

1

CCL136_CYC147_148_LATER_04.D: TIC +All MS

x10%
20
15
1.0
0.5

x?O9
2.0
15
1.0
0.5
0.0

Intens.
x107

20

0.5

0.0

CCL136_CYC147_148_LATER_04.D: EIC 740-743 +All MS|

CCL136_CYC147_148_LATER_04.D: EIC 1502-1504 +All MS

é 4 5 K é ! Time [mir;]

+MS, 4.8min #188
1502.7

o

~o )

764.8 8719.8
L

200 | 400 | 600 800

1000 1200 1400 1600 1800  miz

MSD Trap Report v 4 (Let-Opt2)

Compound 46 LCMS Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe

(MW=740)

Page 1of1 iz Agilent Technologies
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SDSU 70
Project Name: Defautts B re*eZ
Reported by User:  System
SAMPLE INFORMATION
Sample Name: CCL_cyc147_148_later Acquired By: System
Sample Type: Unknow n Sample Set Name:
Vial: 1 Acq. Method: primary_sanA_ss_ACN
Injection #: 7 Date Acquired; 8/15/2009 2:59:51 PM
Run Time: 16.00 Minutes Injection Volume: 40.00 ul
0.40- ﬁ
[ f\
=) ! l ;" \ ‘
2 0.20- I\ ) I . ¥
I M Y b SRR A \
1/ = \\
0.00- I ol M o ‘
0.80 i ‘
0.60- |
= ] (|
I i
0. 20-% ."'. I |
ALl AN .
0.00 ',' U T e St oo A da i e
2.00 400 6.00 8.00 10.00 12.00 14.00 16.00
Minutes

Channel: 2487Channel 1 Channel Desc.: Processing Method: ****
Channel: 2487Channel 2 Channel Desc.: Processing Method: **** .

Peak | RT Area Height o
Namme | (min) | (uV*sec) % Area (V) Amount | Units
1 bl i Frickh riehh e R it .
2 ARAk hhk Ahh kR Ak ik ARk

Y hjg tit;'n Summary Report: ﬂ—i@é‘éﬁ@-@ﬂzﬂg _§/15I'2009 Page: 1 of 1

Compound 46 HPLC Cyclized Pentapeptide B-benzoxy-Phe-Leu-N-Me-Val-D-Leu-D-Phe
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