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CJL-54
CJL-iii-88

NS N CHy ’>_<
i < ¢
CH3HN
- =

CesHasN190gS3
Exact Mass: 1383.59
Mol. Wt.: 1384.70
C.57.25,H,6.19; N, 19.22: 0, 10.40; S, 6.95

“NH NH2
J/k‘>\((NH HN

Yield 2.12 mg (39%)
Mass spectrum (electrospray) 1384.6 (M + H)*

’ efi-111-e8

Pulee Sequence: s2pul
.

Solvent: D20

Teap. 38.0C /7 290.1 K

Taexrt 1-19-87

riles ofl-iti-us

INOVA-500 *burger.chem.Virginie. EDO*®

Relax. deley 1.000 sea
Palse 96.9 Segrees L.
Acq. time 2.979% seo
width $500.2 =
192 gepetitions
ORSERVE W1, $00.04935146 NHx
DATA PROCESSTNG
tine broadening 0.3 Es
Y olae 327648
© Totsl time 17 min, 0 sec

S81
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CIJL-55
CJL-iii-90

)NI\‘)Y H /\>_< J)\NNH HN\/I/\

= OH

CseH7gN1509S,
Exact Mass: 1274.51
Mol. Wt.: 1275.60
- C,52.73, H,6.16; N, 19.76; O, 11.29: S, 10.06

Yield 1.86 mg (37%) ,
Mass spectrum (electrospray) 1275.6 (M + H)"

o3l-111-90

Pulee Sequence: alpul

®olveat: D30
Temp. 235.0C/ 290,13 x
Csese 3-35-87
riles oji-iii-90
+ IMOVA-S00 “burger.chem.Virginid.EDU*

Relex. delay 1.000 sec
Pulse $E.8 Segress

Acq. time 2.979 sec

wided $300.3 ¥s

23¢ repetitions

CBSERVE 1. 300.0495303 g
DATA PROCESSING

Lioe broadening 0.1 Es
T else 33740
Total time 17 min, 0 sec

v N
CTA C e - o e dal S
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CIL-56
Gjl-iii-92

. S Y NH NH,
Ny O ~ N s NH HN L
NN CHy Q@ s/\>__<, N’ :
CHaHN 0 H ,
N
H
X OH

CsgHgsN1504S,
Exact Mass: 1316.56
Mol. Wt.: 1317.68
C_, 53.78; H, 6.43; N, 19.13; 0, 10.93; S, 9.73

Yield 2.03 mg (39%)
Mass spectrum (electrospray) 1317.6 (M + H)*

7

i
STANDAND PROTOM PARANKTERS

Pulee Sequesce: elpul

Solveat: DI0
Temp. 25.0 C 7 298.1 K
Users 1-13-87
‘riler cjl-111-92
INOVA-S00 “burger.chem.Virglaia.zng~

Relax. daley 1.000 eec

Fulee 96:8 Gegrees

Acq. time 3.979 sec

wideh $300.3 &x

336 repetitiocas

OBSIAVE N1, $00.0493060 Hs
DATA PROCEISING

Line brosdening 0.1 Bs

T else 32768

Total time 17 min, 0 sec
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CJL-57
CJL-1ii-94

NN NN 0
];\O(H S

OH

CooHgaN1g0gS,
Exact Mass: 1350.54
Mol. Wt.: 1351.69
C, 55.09; H, 6.11; N, 18.65; O, 10.65; S, 9.49

Yield 1.84 mg (35%)
Mass spectrum (electrospray) 1351.6 (M + H)"

cil-144-9¢

. i
Pelae Sequeacer a2pul . :

Solveats DO

Temp. 25.0 C 7 296.1 K

Qserc 1-13-27

Tiles eil-§ii-94 .

INOVA-300 “burger.chem.Virginia.xpg*

Relax. delay 1.000 sec -
Pulee 96.8 dagrese

Acq. time 2.979 gec

wideh $300.2 as

184 repetitions

ORSTAVE N1, $00.0695127 wE«
DATA FROCESSTHQ

Line broadening 0.1 we

T olse 32762
Total time 17 min, 0 gec

S84
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e,

. Tewp. 235.0C 7 290.1 & H
| Users 1-13-97 i ’

CJL-58
Cjl-iii-96

V’wr

N \N /\/\:H J/(’>\,(NH HN\)/\

OH

Cs4HgoN13010S4
Exact Mass: 1268.52
Mol. Wt.: 1269.59
C. 51.09; H, 6.35; N, 19.86: 0, 12.60; S, 10.10

yield 1.55 mg (32%)
Mass spectrum (electrospray) 1269.5 (M + H)*

of1-144-9¢

Pulse Sequencer elpul

Solvents D20

riler o31-181-9¢ .
TNOVA-300  *burger.chea.Virginie.gpo*

Relax. Selay 1.000 sec
Pulse $6.0 degrecs

Acq. time 2.979 sec

wideh 3300.2 W

236 repetitiocce

oBSXAVE W1, 3Q00.0493147 g
DATA PFROCKSSTIWNG

Line Broadening 0.1 mx

T sdse 32768

Total time 17 mia, O sec

.
—————— ..
L ————————

A Ll _/‘&_ N e
A B R e T o T T R L L T p—
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CJL-59
Cjl-iii-98

NH,
W \/I/\NH NH2
. NH HN
SN CHy J/CX‘(
)ﬁ)\f HO A ¥ H /\/\:>_-<
CHHN 0 |
OH 18

Cs7HasN1aO1oS4
Exact Mass: 1310.57
Mol. Wt.: 1311.67
C 52.19; H,6.61; N, 19.22; 0, 12.20; S, 9.78

Yield 2.71 mg (53%)
Mass spectrum (electrospray) 1311.7 (M +H)"

cfi-1it-99

Pelee Sequence: edpul

Solvent:s 010

Tonp. 4.0 ¢ 7 I90.1 K

Oaers 1-18-07

riles o31-111-96

INOVA-$80 “Dusger.chem.Virgisia.od

Relax. dolay 1.800 sec ) . 1
Pulse $€.¢ degrees ’ ’
sog. time 3.979 eec
wideh $344.2 30
160 repetitions

OBFEAVE  E1, $0€.0495144 Mms
DATA FROCRESING

tine Broadening ¢.1 Xs

T e etue 137648
Total time 17 aia, ¢ see
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CJL-60-1
CJL-60-2
CJL-iii-100

H,N NHZ

N
l

CooHgsN15040S4
Exact Mass: 1344.55
Mol. Wt.: 1345.69
C, 63.55; H, 6.29; N, 18.74; O, 11.89; S, 9.53

NH NH2
J/(’>\N/NH HN

Yield (1) 1.41 mg (54%)
Yield (2) 968 pg (37%)
Mass spectrum (electrospray) 1345.6 (M + H)*

e3l-141-100-2

Pulee Sequences elpul

Solveats 020 .

Tomp. 33.0 C 7 2%0.1 X °

Oeers  1-15-07

7iles ejl-iti-100-2

DHOVA-30¢ “burger.chem.Virginia. ZD0*

Relax. delay 1.000 sec
fulse 96.0 degrees

Acg. time 2.979 sec

wideh 3300.23 W2

184 repetitiocoe

OBSEXVE 1, $500.0493060 MEs
DATA PROCEESTNG

Line broadening 0.1 8

FT slse 32768

Total time 17 min, 0 eec
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CJL-61
CJL-iii-120

Y/
Z
||O

1 RS

Cs1H7gN200gS,
Exact Mass: 1242.561
Mol. Wt.: 1243.56
C, 49.26; H, 6.32; N, 22.53; 0O, 11.58; S, 10.31

Yield 3.29 mg (68%) -
Mass spectrum (electrospray) 1243.5 (M + H)*

I of1-111-120
Puise fequende: slpul

Solvent: D10 :
Temp. 235.0C 7 2901 K

Uaars 1-13-¢7

riler afl-i14-130

DNOVA-300  “burger.chem.¥irginia.¥D0*

Relax. delay 1.000 eec
Palae 96.8 degrees

Acq. time 2.979 seq

width $500.2 @s

144 repetitions

OBSERVE K1, $00.0495127 max
DATA PROCRSSING

tine broadening 0.1 ¥s

re eise 32768

Total time 17 min, 0 sec

PRSP

© o e o

———
—A._——.v'
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CIJL-62
CJL-iii-122

Cs3HgaN20gS,
Exact Mass: 1270.55
Mol. Wt.: 1271.61
C, 50.06, H, 6.50; N, 22.03; 0O, 11.32; S, 10.09

yield 3.38 mg (68%)
Mass spectrum (electrospray) 1271.6 M + H)

) ‘ e1-441-122

Pulse Sequencer slpul

Solweat: 020

Temp. 235.0 C / 299.1 K

Caere -3-13-47

Filee 031-414-122 )
TWOVA-300 “Purger.chem.¥irginla.KDO!

Relax. delay 1.000 sec
Pulee 6.8 Gegrees
Acq. time 3.979 eec . :
width $300.2 Em i
160 repetitiocas . .
OBSTRVE WL, $00.0495144 Wua
DATA PROCESIING

Lioe broadening 0.1 Ex

T slne 32762

Total time 17 min, 0 sec

R —_ — e R - ——, IV ‘¥_.___.__
T [ T T 7 — — T
10 9 8 7 6 H 3 2 1 ppm

S89 .
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CJL-63
CJL-iii-124

HN

Cs7HgaN2009S4

' ' NH NHZ
o o £ NS J/O\Ir”“ ™
CHsanj)\ j;\( ﬁj\ | |
Exact Mass: 1318.55
Mol. Wt.: 1319.65

C,51.88, H,6.26; N, 21.23; 0, 10.91; S, 9.72

Yield 2.41 mg (47%)
Mass spectrum (electrospray) 1319.6 (M + H)

oJ1-184-134

elae Sequences sipul

Solvents DO

Temp. 33.0 C 7 29¢.1 K :

Oser: 1-13-97

Filer cid-114-124

INOVA-300 “burger.chem.Virginie.gnu®

Relax., delay 1.000 sec
Pulse $6.8 degrece
Acq. time 3.97% eec
. wideh $300.3 Ws
144 repetitions
OBSTRVE 1, $00.0493144 wEs
DATA FROCESSDNO
tine brosdeaing 0.1 8s
T sixe 32768 !
Total time 17 min, 0 eec i
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CJL-64.
CJL-iii-126

CseHg1N190gS4
~ Exact Mass: 1291.53
Mol. Wt.: 1292.63
C,52.03; H,6.32; N, 20.59; O, 11.14; S, 9.92

Yield 4.67 mg (93%)
Mass spectrum (electrospray) 1292.6 (M + H)"

| gImlLe

~ STAXDARD PROTON PARAMXTIRS

Pelee Sequence: .eipul

Solveant: D20

Temp. 25.0 C / 294.1 K

Ceers 1-15-87

riYes ojl-144-32¢

DNOVA-300 “burger.chea Virgialae.Rotr*

Relax. delay 1.000 sea
Pules 96.8 degrece

Acq. time 1.979 sec

Wideh $300.3 ®s

160 tepetitions

ORSEXYE  El, $00.0498137 MEs
DATA PROCESOING

Line Droadening 0.1 Es

T osize 32768

Totel time 17 min, ¢ sec

L | v J :
SRRV O W ~ ————— L —— - N —— s
T T TiT v T = N T T Ty TTT T - N T
10 9 8 7 6 s 4 3 2 1 ppa
-
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CIL-65
CJIL-iii-128

HoN__O
H H
N

oz

H,

\/\erHz

. |
| 3HH
| H2N N
CHaHNY

clO

CsgHgsN1909S,
Exact Mass: 1319.57
Mol. Wt.: 1320.68 ’
C. 52.75; H, 6.49; N, 20.15; O, 1090 S, 971

Yield 1.94 mg (38%)
Mass spectrum (electrospray) 1320.6 (M + H)*

T esl-tid-13e

Pralee loqucnco.t alpal

Solvent: D20

Temp. 23.0 C 7 298.1 X

Osex: 1-13-07

Files afl-444-129

INOVA-300 “burger.chem.Visginia.¥0O*

Relaw., dalay 1.000 eec
Pulse 96.9 degrece

Acqg. time 2.97% eeo

wideh $300.2 Es

168 yepetiticas

OBSERVE =1, $00.0495141 iy
DATA PROCESSTING

Lins broedening 0.1 K&

¥T elze 33768

Total time 17 min, 0 eec
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CIL-66
CIL-iii-130
HoN._O

o)
CHHN Y

Ty’ t‘ ~RHT S

~

HN_- :
21

Ce2HgsN1g0gS4
Exact Mass: 1367.57
Mol. Wt.: 1368.72 .
C.5441;,H,6.26: N, 19.44; O, 10.52: S,9.37

Yield 2.95 mg (55%)
Mass spectrum (electrospray) 1368. 6 (M +H)"

I T esa-tg-130

_Pelse Sequences s2pal

. Solveats D20
Tomp. 33.0C /7 3703 K
Geers 3-13-67
files ofli-t18-130
INOVA-300 hxvot.eb-.'h.ln(‘q.mv

Selan. Selsy 1.000 sec R
Fules 94.0 degrees ~
20q. time 3.979 sec

wi8ch $30¢.2 Es

168 repetiticne

OSFRAYR a1, 300.0¢335127 wEs
DAYA PROCKSSTNG

tise drovadeaing §.1 Re

T alse 33760

Total time 17 mia, ¢ sec

i —————
R L S eanbim ek ¢ e ot e
[ o —

T, aeae
T T
—
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CJL-67
CJL-iii-132
HzN o -

i H H
CH-HN
3 CH,
\
Cs2H78N1504Ss

Exact Mass: 1258.48
Mol. Wt.: 1259.62
C,49.58; H, 6.24; N, 20.02; O, 11.43; S, 12.73

yield 2.89 mg (59%)
Mass spectrum (electrospray) 1259.5 (M + H)

efi-144-132

Pelse Soquences e2pul

Solvests 030
Teep. 35.0 € 7 19¢.1 &
| Geers 1-1%-97
riles ojl-141-132
TDIOYA-388  “burger.chem.Virgiafa. Koo

Relax.. delay 1.000 eeq
Pulse 96.0 degcece

Acg. ‘time 2.979 see

wideh 3300.3 €a

144 copetitions .
ORSTAYE N1, $00.0499060 mEs
DAYA FROCRI6ING

tine broadening §.1 s

T etue 32768

Tetal tine 17 mis, 0 sec

ot TR
——
—
——
. EM———
* —
._.__..-—-———
e ———— .
__—.....
 —
o R ——— ..
———
Py

_-— e - ———— R \A}-". e
TTTTTTTOTIOT L s —e e - e — - ——r
10 9 9 ? 6 s 4 3 2 1 ppm
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CJL-68
CJL-iii-134
HNO
H =
! N\/\n/NHZ NH NH
2
o ' NH HN\/r\
N° N CHs fy y Q 4 J/Q’>\ﬂ/
HAN P 0O HO - N.L N/\)\
2 0] ,
CHgHNY Nj;_\‘_o( :
H
S . O”S\
|
Cs4Hg2N1509Ss

Exact Mass: 1286.51
Mol. Wt.: 1287.67

C,50.37; H, 6.42; N, 19.58; O, 11.18; S, 12.45

Yield 2.90 mg (58%)
Mass spectrum (electrospray) 1287.6 (M + H)"

I ‘eg1-141-134

hln Sequence: silpul

Solvent: D20

Tenp. 25.0 C 7 2980.1 &

Dser:  1-13-17

Files cfl-444-13¢

INOVA-$00 “burger.cbea.Virginie.EDU*

Relex.. delay 1.000 gec
Pulee 9€.8 degrees

Aoq. time 2.979 sec

wideh $300.2 us

240 repetitions

OSSTXVYR X1, 3Q00.0495144 uHSs
DATA PROCESSTNG

tine bBrosdening 0.1 s

rT elca 32748

Total time 17 min, 0 sec

S95
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CJL-69

CJL-iii-136 |
H2N 0 NHZ : ' o
\/\n/ NH NH2
J/(‘B\WNH HN
HzN

s

N|
O HO
CH3HN ?‘/ |
. bl
\ | .
CsgHgaN1gOgSs
Exact Mass: 1334.51

Mol. Wt.: 1335.72 :
C, 52.15, H, 6.19; N, 18.88; O, 10.78; S, 12.00

yield 2.17 mg (42%)
Mass spectrum (electrospray) 13356 M + H)*

ejl-114-13¢

Palse’Sequences elpul

Solvent: D20
Tesp. 3S.0C /7 29¢.1 K
Osar:  1-13-67
Tiles ofl-114-136
- DIOVA-300  “durger.chea.¥irginia.RDU

Relax. deley 1.000 sec
Palee 96.0 degrees

scq. tise 3.979 sec

wideh $300.2 Es

160 repetiticas
O3STXVE N1, $00.0495117 MHs
DATA FROCEZSTQ

Line broadening 0.1 Ws

T sise 32768
Total time 17 min, 0 sec

S96
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CJL-70
CJL-iii-138
HN.__O

CsoHgoN15010Ss
Exact Mass: 1252.49
: Mol. Wt.: 1253.62
C,47.90; H, 6.43; N, 20.11; O, 12.76; S, 12.79

Yield 2.60 mg (53%)
Mass spectrum (electrospray) 1253.5 (M + H)"

l . ef1-111-138

Palss Fequence: elpul

Solveats D210

Temp. 23.0 C / 298.1 &

Ceere 1-15-07

Piles efl-ifi-1d0

INOVA-308 “burger.chem.Virginia.xpo*

Relax. Gelay 1.090 sec -
Pulee 96.0 degreeas

Acq. time 1.979 aec

width $300.2 Rx

1€0 repetitions
OBSIRVE W1, $00.0493144 dHs
DATA PROCEESING

Line broadening 0.1 we¢

TT size 32768
Total time 17 aln, 0 eec

-
’ —— -

- RN W ‘i\__....—
3 - it b s e
10 9 8 7 € H ) 4 3 2 1 ppm
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CJL-71
CJL-iii-140

C52Hts4N1:301035

\/\ﬂ/ : “NH NH2
/3_< J/QNNH HN
H H
2 /\)\ ) .
CH3HN(\’/“\
Exact Mass: 1280.52
Mol. Wt.: 1281.67

- C,48.73; H,6.61; N, 19.67; O, 12.48; S, 12.51

Yield 1.36 mg (27%)
Mass spectrum (electrospray) 1281.6 (M + H)*

l (T 190

sT. roTON PA

Pulse Sequences o2pal

Solvents D20

Tep. 29.0 € 7 2981 &

Cearr  1-13-87

?iles ofl-t14-140 o
INOVA-$00 *burger.chem.Virginie.eoo"

Relax. delay 1.000 seo
Pulse $6.0 dagreee

Aeq. time 3.979 sec

wideh $500.2 ms

192 repetitions

ORSTAYE  m1, 500.0493127 mms
DATA PROCESSTNG

Line brosdening 0.1 ma

T alce 32768

Total time 17 min. 0 sec : |
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CJL-72-1
CIL-72-2
CJL-iii-142
H,N.__O
HH S

Yield (1) 531 pg (20%)
Yield (2) 478 ug (18%)

Mass spectrum (electrospray) 1329.6 M+H)"

e33-44-142-1

———

Pulee Sequences slpul

.Solvenits D3O

Temp. 33.0 C 7 2301 K

User:  1-13-47

riles ajl-4(4-142-1

INOVA-300 “Durger.chea. vu—quh o

felax, delay 1.000 sec
" #ulse 96.0 degrecs
T Acq. time 2.979 eec
wideh $300.3 Ns
396 repetiticas
ORFERYE  §1, 300.0438060 i
DATA FROCESSING
Line broedening 0.1 Es
T eise 32768
Total time 17 min, 0 sec

Cs6HgsN1g010Ss
Exact Mass: 1328.52
Mol. Wt.: 1329.71
C, 50.58; H,6.37; N, 18.96; O, 12.03; S, 12.06

“NH NH2
J/QNNH HN

S99
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CILT3
CJL-iii-39
HoN 0 l;l
Yy

HzNJ\,/‘\f :(\( j:l / fLNH HN/\k/
\
N> 14
H

C47H74CIN1gOgS;

Exact Mass: 1147.50
Mol. Wt.: 1148.80
C,49.14; H, 6.49; Cl, 3.09; N, 23.17; 0, 12.53; S, 5.58

Yield 1.72 mg (38%) .
Mass spectrum (electrospray) 1148.7 (M + H)

/ oIl-t48-39

Pulee Pequeaces sipal
Solveat: W0
. Temp. 2%.0C/7aM0 X
. Geery 13-385-87 K
Mles edi-11L-39 7
INOVA-304 . "burger.cbea.Virgiata.RDQ"

Relaw, delay 1.460 wee - ~
Puloe 26.0 Segrees

Aog. time 2.970 eec

uiseh $350¢.2 us

356 Tepetitions
oasrxxvy n, 300.449%5060 xxa
DATA PAOCEESING

#iae broedeaing §.1 Ws
FY oisze 32742
Total time 17 min, § sea
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CIL-74
CJL-iii-41
HN 0 NH,
HH =
N\v/*\n/NHz
N| N CHs ci o - o
o , |
HzN S/\S_«NJ/‘LNH HN/\l\/]/\l _ |
CH:’HN HOZ CHg™ SN s L) WUNH NH,
N
CsoHgoCIN{gOgS, -

Exact Mass: 1189.55
Mol. Wt.: 1190.88 '
C, 50.43; H,6.77; Cl, 2.98; N, 22.35; 0, 12.09; S, 5.39

Yield 1.66 mg (36%)
Mass spectrum (electrospray) 1190.8 (M + H)*

/ ajl-ul-‘(l

Pelse Sequences elpul

solveat: D20 T o

Tomp. 35.0C /7 2901 K

Deers 3-13-87

7iles wil-11i-41

DIOVA-300 *burger.cbea.Virginis KkDU°

Nelex. delay 1.000 sec
Pulee $6.8 Segress

Aog. time 3.979 sec

width $500.3 us

236 repetitions

OBETRVE w1, 500.0493060 uRx
DATA PROCRSSTNG

tine broadeaing 0.1 s

T sise 32768

Total time 17 min, 0 eec

-v—',....|....|.,.,-,..l....,....
10

w

@

-~

o

w

-
e

“ -

[

[y
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TI2757:
CJL-iii-43
H2N O " NHz o
HH S
N NH,
N SN 9 e, o)

o HH Cl o :
Z HOW_A_N | |
TR N NH s N NH HN -
CHHNY! 0 S ' (J
3 HOECH N S ' NH NH,

N Ph
L >
N 15

Cs3H78CIN1g0gS,
- Exact Mass: 1223.54
Mol. Wt.: 1224.89 ,
C,51.97; H,6.42; Cl, 2.89; N, 21.73; O, 11.76; S,5.24

Yield 1.10 mg (23%)
Mass spectrum (electrospray) 1224.8 (M + H)*

o«jl-111-¢3

Pulze fequences slipul

Salveant: DIO

Tomps 3.0 C /7 2281 K

Beezs 1-1%5-87 -

riles oJL-181-43

TMOYA-300 “burger.chea.Virginie.xDOU*

felax. delay 1.000 sea
Pulse $6.9 Segreee

Aoq. time 21.87¢ sec

width $30€.2 HEs

168 zepetitiocns
oasTXVvE 1, $00.0(93514¢ xus
DATA PROCESS NG

tine bBroadeaing ¢.1 R
Y sise 12760
Total tine 17 min, 0 sec
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CIL-76°
CJL-iii-45-

H,N__O
H
H 2
HN

\/\"/NHz .

C

alZ

\

|
\ (0] HO
CHgHN. N CH H NH NH,

OCH

HN

Cs2H77CIN1g0,S,
Exact Mass: 1196.53
Mol. Wt.: 1197.87
C, 5214 H, 6.48; Cl, 2.96; N, 21.05; O, 12.02; S, 5.35

' Yield 1.99 mg (43%)
Mass spectrum (electrospray) 1197.7 (M + H)"

/ _edl-d1e-43

Pelee Pequence: elpul

Solveats D20

Temp. 35.0 € 7 296.T K.

Teert 1-15-07 N

Files efl-iii-as

INOVA-309 *burger.chem.Virginis.zxy™

Relax, Selay 1.000 sea
Pulge $6.0 Gegress
Aoq. time 2.979 eec
width $500.2 =z

356 repetitiocne N 4 ,
OSSXAVE W1, 500.0493060 wWNs

DATA FROCESITNG . .
tine Brosdening 0.1 s

T sine J2TES .
Total time 17 min, 0 sec
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CIL-77
Cjl-iii-47

HH NHZ
N\/’\n,NH2
CH3HN H o CH NH NH,
HN
Cs5Hs3CIN1309S,

Exact Mass: 1238.57
Mol. Wt.: 1239.95
C, 53.28; H, 6.75; Cl, 2.86; N,‘20.33; 0, 11.61; S, 5.17

Yield 1.70 mg (35%)
Mass spectrum (electrospray) 1239.7 (M + H)

ofl-114-47

Pulse Sequende: slpal

Solvents D20

Temp . 2!0CI:’IIK

Osars 1-15-¢7

riler ofl-$41-¢7

INOVA-508 “*burger.chem.virgicie.EDO*

Relax. delay 1.000 sec
Pulee $6.0 Segrecs

Aog. time 21.$79 seo

widch $500.2 ms

256 repetitions

OASEXVE WL, $00.0493219 wma
DATA FROCYSSDNG

Line broedeaing 0.1 Es

T size 32768

Total time 17 min, 0 sec

Ll

10 ° 9 7 ' s ' 3

=
2
=

C

|
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CJL-78
Cjl-iii-49

H,N.__O
H

N}

H;

l’f"ll\/\n/NHz :

“n
' o HO
HzN /j)LNH HN/I/
CH3HN HO CH NH NH,

CsgHp1CIN1509S,
Exact Mass: 1272.56
Mol. Wt.: 1273.96
C,54.68;, H,6.41;Cl, 2.78; N, 19.79; O, 11.30; S, 5.03

Yield 1.46 mg (29%)
Mass spectrum (electrospray) 1273.7 (M + H)*

l'; oJ1-1i1-49
Pulse Sequence: sipul

Solveats D20

Temp. 25.0C 7 2981 K

Osers 1-13-37

7iles oJl-154-49

INOVA-$00 “"burger.chem.Virginia . sDo*

Ralaw, Selay 3.000 sec
Pulse 96.9 degrees
Aoq. time 3.979 se0 !
wideh $300.2 Es

256 repetiticns

OCOEEXVE a1, 300.0493060 MHs
DATA PROCESSTING

Lise broadening 6.1 Xz

T eise 32768

Total time 17 sin, 0 eec

\
H
e e
o :
p -
o
S
L P P ———

L [ -~ o~
— T — T T T T T T AR B
10 ® s 7 6 s 4 3 2 1 pom
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CJL-79:
Cjl-iii-51

¢

o -
HZNWO i)LNH A J)LNH "
CH,HN NH NH,

CH HO CH3
S
\

CagH74CIN1709S3
Exact Mass: 1163.47
Mol. Wt.: 1164.86
C, 4949 H, 6.40; Ci, 3.04; N, 20.44; O, 12.36; S, 826

Yield 1.32 mg (29%)
Mass spectrum (electrospray) 1164. 6 M +H'

ojl-141-31

Pulse Sequence: e2pul

Solvent: D20

Tewp. 25.0C /7 398.1 K

Users 1-15-97

Fi%es 031-145-51 ~ .

INOVA-309 “burger.chem.Virginie.ED0"

Relax. delay 1.000 sec
Pulse 96.8 degreas

Mog. time 2.978 eec

Wideh $300.2 Mx

236 repetitions

CBSXAVE W1, $00.0495190
DATA PROCRSSING

tine broadening 0.1 Es

T alse 32768
Total tims 17 ain, 0 sec
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Cjl-iii-53
H,N.__O N
HH =
N\/\[rNHZ
Nn
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o HO
HzN NH s’g% J)\NH HN/I/
CHaHN HO CH NH NH,

Cs1HgoCIN1709S3
Exact Mass: 1205.52
) Mol. Wt.: 1206.94 .
C, 50.75; H, 6.68; Cl, 2.94; N, 19.73; 0, 11.93; S, 7.97

Yield 1.19 mg (25%)
Mass spectrum (electrospray) 1206.6 (M + H)"

/ oj1-111-33

Pulse Sequence: s2pul

Solvente D20 °

Temp. 35.0 C /7 299.1 K

Uears 1-135-87

vilee ofl-1£4-33

TMOVA-300 'mr.ow.vtmtu-.m'

Relax. delay 1.000 sec
Pulse 96.8 degrees

Acq. time 2.979 seo

wideh 3$500.2 Es

336 cepetitiocns

OBSTRAVE W1, $500.0493060 ¥Es
DATA PROCESSTNG .

Line broadening ¢.1 Bx

re eize 32768

Total time 17 min, ¢ sec

e L“ SR

- T ‘ T Al T ,_l T T T l L T l T T Al l T T T T ‘ Ad T v ] ”‘l T T T I T T T T ( T T T T
. 10 9 8 7 6 s & 3 2
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CJL-81
CJL-iii-S5

H,N o

z}z

N CH; , .. O
{ T HH
NSO HOLAN
HzNJ\HYH o X fL /J/KNH HN/I/
CHgHN N HoT ey <N _ NH N,
s Ph
A
Cs4HzgCIN1709S3

Exact Mass: 1239.50
Mol. Wt.: 1240.96
C, 52.26; H, 6.34; Cl, 2.86; N, 19.19; O, 11.60; S 7.75

Yield 1.35 mg (28%)
Mass spectrum (electrospray) 1240.5 (M +H)*

: ) ’ ajl-lii-.!!

Pulee Sequencer s2pul

Solvent: D20
Temp. 23.0 C /7 290.1 K
" Osers  1-13-87
r{les ofi-111-9%
INOVA-300 “burger.cheam.Virginiae.gZDO*

Relax. daley 1.000 sea
Pules 96.8 degreee

Acg. time 3.979 eec

width $500.2 =«

144 rwepetitions

OBSTXVE w1, 3500.0695144 KRa
DATA PROCESSTNG

Line BProadening 0.1 &s

TT aise 32768

Total time 17 min, O sec
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‘CIL-82
Cjl-iii-57

\/Y

HO

H

% j/u\NH HN
CH3H NH NH2

CH3HO CH

C4gH76CIN17040S3
Exact Mass: 1157.48
Mol. Wt.: 1158.85
C,47.68; H, 6.61; Cl, 3.06; N, 20.55; O, 1381 S, 8.30

yield 1.19 (26%) -
Mass spectrum (electrospray) 1158.5 (M + H)"

D PROTOR .
Pulee fequences sipul

Salvents D320

Teap., 23.0 C 7 290.1 K

Qaer:s 1-135-67

riles cjl-411-37

IMOVA-$00 “burger.chem.Virginia.x0U*

Relax. dslay 1.000 sec
Pulee 9€.8 degrees -
Aog. time 2.979 sec

width $300.21 We

336 repetitions

ORSZRVE "1, $00.0499201 Mis
DATA FROCESSDNG

Line broedening 0.1 Ss

¥T eize 32768
Total tl— 17 ain, 0 seo

R e e o e i B M IS ——
10 9 8 7 6 s & 3 2 - 1
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CIL-83
CJL-iii-59
HN O
HH =
N\/'\n,NHz
I

HzN J)LNH HN™ '
CHGHN Y °, o’ CH‘\/l\N L /LmHz

C49H82C|N1701OS3 -
Exact Mass: 1199.53
Mol. Wt.: 1200.93
C 49.01; H, 6.88; Cl, 2.95; N, 19.83; O, 13.32; S, 8.01

Yield 1.02 mg (22%)
Mass spectrum (electrospray) 1200.6 (M + H)*

'/11-‘11-”

Pulee Segquences slpal

Solwent: D20
Temp. 35.0 € /7 2901 K
. Usexs 1-15-07
Piles ofl-1ii-59
TNOVA-30¢ “burger.chem.virginie.xpO*

Relax: dalay 1.000 eéo -
Pulee 96.8 degrees
Aog. time 3.97% eed
wideh 3300.2 Ss
33€ yepetiticas
OBSIRVE ¥1l, $300.0493231 MEs
DATA FROCESSINO
Lise brcadening 0.1 Ex
re else 3760
"Total time 17 min, O seo

'l[ ‘\.)‘t ‘l LLJUUJ\JU\ -

4
4
-
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CJL-84-1
CJL-84-2
CJL-ii-61
H->N o)
2N H NH,

HzN ' / j)\NH HN/\l\/
CH;,HN HO CH NH NH,

CsoHgoCiN{7010S3
Exact Mass: 1233.51
Mol. Wt.: 1234.95
C, 5057 H, 6.53; Cl, 2.87; N, 19.28; O 12.96; S, 779

Yield (1) 998 pg (41%)
Yield (2) 612 pg (25%)
Mass spectrum (electrospray) 1234.5 (M + H)"

I afl-444-61-1

Pulse Sequencet elpul

- Solvent: DIC
Temp. 25.0C 7 3981 K
.Osexres 1-15-87
- 7iles afi-1£1-61-1
INOVA-300 *Prurger.chem.Virginie.RDU*

Relax. Selay 1.000 sec
Pulse $6.8 degrees

A0g. time 2.979 seo

wideh 3300.2 ;s

236 repetitions

CREXRVE X1, $00.04935127 ums
DATA PFROCRSSTNG

Line broadening 0.1 &s

T aize 32768
Total time 17 min, 0 eec

VN

10 - 9 8 r A 1
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‘CIL-85
CILAiii-79

Cs2H76CIN1g0OgS,
Exact Mass: 1209.52
Mol. Wt.: 1210.87
C, 51.58; H, 6.33; Cl, 2.93; N, 21.98; O, 11.89; S 5.30

Yield 2.21 mg (47%) .
Mass spectrum (electrospray) 1210.6 (M + H)

oJl-114-79

Pulse Sequences s2pul

", solveats tao
Temp. 35.0 € 7 2%0.1 K
Oser: 1-1s5-e7
Piles ofl-144-79 -
INOVA-300 “barger.chea.¥irginie.xDO*

Relan. delay 1.000 ¢ec
Palee 96.8 degrees

Aoq. time 1.879 sec

width $500.2 ms

234 repetitions

CBSEXVE N1, $00.049513¢ KHs
DATA PROCRISTNG

Line broedening 0.1 Ee

T olse 32768

Total time 17 min, 0 ses

~——

Il

_ lUA/JJ ‘U ;.__, -

10 9 8 ) s s < 3 2 1 prm
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CJL-86
cjl-iii-81

H,N._O
H
W N

.nz

H;

\/YNHZ '
I

Cs5HgaCIN1gO4S,
Exact Mass: 1251.57
Mol. Wt.: 1252.95
C, 52.72; H, 6.60; CI, 2.83; N, 21.24; O, 11.49; S, 5.12

4 J/ILNH HN
NH NH;

yield 1.89 mg (39%)
Mass spectrum (electrospray) 1252.7 (M + H)"

e31-114-01

Polee Sequences slpal

Solventas P20 -

Temp. 35.0 C 7/ 296.1 X

Usax: 31-15-87

riler eji-fifi-01

THOVA-300 “burger.chen.Virgicie. x00*

“"Relaxn. Selay 1.000 sec
Pules 96.8 dagress

Aoqg. time 1.979 sec

width 3300.3 €

236 repetitions

oBgEEVE &1, $300.049323¢ MmEx
DATA PROCRSSTIG

Line dxvedening 0.1 Ex

7T size 31768

Total time 17 min, 0 seo

e ——]

. "A..— — [
L. . —_ T T T T T T T
10 9 s 7 6 5 ‘ 3 2 * v
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CJL-87 -
CJL-iii-83

H,N.__O
H

ﬁ\/\n/NHz | | ) 'o

N / "NH HN (
By T
CH3HN\EE j;\( | -

CsgHgoCIN{gOgS,
Exact Mass: 1285.55
Mol. Wt.: 1286.96
C,54.13; H,6.27; Cl, 2.75; N, 20.68; O, 11.19; S, 4.98

Yield 2.88 mg (42%)
Mass spectrum (electrospray) 1286.6 (M + H)"

ejr-141-03

Pules Sequences slpul

Solveat: D10

Tewp. 280 C 7 198.1 K

Oears  1-13-97

riles ad-111-93

INOVA-300 *burger.chem.Virginie ED0

selax. delay 1.000 sec
Pulse 96.8 Segrese

Aoq. time 1.979 seo

wideh $300.2 HEa

236 repetitions )
CBSEXVE w1, $00.0495060 sds
DATA FROCESSDR

Line broadening 0.1 Hu

T size 32768

Total time 17 ain, 0 seo
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"CJL-88
Gjl-iii-85
H,N o H,
A_NH
\/\n/ 2 CI O
Nl ) V NH HN/\‘\/(\‘
HzN)YK‘( I\( k/' L_NH NH,
CH3HN
HN
Cs7H79CIN:g0,S,

Exact Mass: 1268.54
Mol. Wt.: 1259.94
C,54.34, H,6.32; CI, 2.81; N, 20.01; Q, 11.43; S, 5.09

Yield 3.46 mg (70%)
Mass spectrum (electrospray) 1259.7 (M + H)*

) / eJ1-141-43

Pulee Sequencet s2pul

Solvents D3O . R

Temp. 25.0 € 7 2901 K.

Osers  1-33-87

rilee eS)-tit-es i
THOVA-380  “Durger.chem.Virginta, sog

Relax, Selay 1.000 sec

Pulse 96.0 deogress

Aog. thime 2.97% eeo

wideh $380.3 S«

236 sepetiticans

OBSEXYR X1, 300.0495060 XEs

DATA PROCKSSTNO

Line broeleaing 6.1 W

7Y elne 32740 l

Total time 17 ain, ¢ sec ' ll
1

e

J ! Ug L —
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“CJL-89
Cjl-iii-87

¥
. Cl O
X g '
)W NI~ s NH  NH,
CHzHN o _H -
OH
CooHasCIN10gS;

Exact Mass: 1300.59
Mol. Wt.: 1302.02
C, 55.35; H, 6.58; Cl, 2.72; N, 19.3_6; 0O, 11.06; S, 4.93

Yield 1.41 mg (28%)
Mass spectrum (electrospray) 1301.6 (M + H)

: / c31-148-67

Pelee Sequence:r slpul

Solvents 030

Tep. 35.0 C 7 2981 K

Osers 1-15-87

Piler cil-iti-07

IMOVA-300 "burger.chem.Virginia.xv0®

Belax. delay 1.900 sec
Pulse 96.0 dogress

A03. time 2.979 seo

widch $300.2 s |

236 zvepetitione

ORSEIXVE 1, $00.04935060 II
DATA PROCRASING

Lise broadening 0.1 Rs

T aise 12748

Total time 17 min, 0 eeca

] _;J .

e i B e I T A L A
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CJL-90
CJL-iii-89
HoN.__O
NH
H =2
H N =

\/\n/NHz

N\N

th

\%\\)\ J/“\NH HN/I/NH NHZ.

i
| CsaHasc'NwaSz
Exact Mass: 1334.57

0 HO
CH3HN; ! )'\
Mol. Wt.: 1336.03

C, 56.64; H, 6.26; Cl, 2.65; N, 18.87; 0, 10.78; S, 4.80

Yield 2.80 mg (54%)
Mass spectrum (electrospray) 1335.6 M + H)"

I ojl-114-¢9

~.ales Sequaace: elpul

Solveats D10

Tomp. 25.0 C 4 2901 X

Usext 3-15-27 T

riler ofl-1l4-08

INOVA-300 “burger.chea. Vlrvinl- 0"

Jelax. delay 1.000 sea
Pulse 96.0 degreas

Acq. time 2.97% sec

width 3500.2 ®s

160 repetitions

CBSEKRVE B1, 500.0495344 WHs
DATA PROCESITIG

tine brosdening 0.1 s

TT eize 32760 .
Total time 17 min, 0 eeo

T 10 9 8 7 [3 s ‘- 3 2 1
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: CJL-91
CJL-iii-91

OH

Cs53H76CIN{704S
E)’&aclt Mass: 117 2295.219
ol. Wt.: 1226.93 :
C.51.88, H, 6.24, C|, 2.89; N, 19.41; O, 11.74; S, 7.84

Yield 2.48 mg (52%)
Mass spectrum (electrospray) 1226.5 (M + H)*

/ o31-154-92

fulse Sequence: o2pul

Solvents D20

Toemp. 25.0 C.7 2901 K

Usere 1-13-87

7iles 0J1-414-91 °
INOVA-500 “burger.chea.Virginis.X00®

Relax. Sdelay 1.000 wec
Pulee 96.8 degress

Acq. time 3.97% sec

wideh $500.3 2z

236 zepetitions

OBFEXVE X1, $00.0495060 WNs
DATA PROCESS DO

Line broadening 0.1 =

T sise )2768

Total time 17 min, O sec

S118 : .




© 2003 American Chemical Society, J. Am. Chem. Soc., Leitheiser ja021388w Suppbrting Info Page 119

CIL-92
Cjl-iii-93
rg
_ Cl o :
B H Y cyr ™ HN/LI/\
)\/K( N N/\)\N S- L NH NH,
CH3HN 0 H ,
OH

Exact Mass: 1267.53
Mol. Wt.: 1269.01
C. 53.00; H, 6.51; CI, 2.79; N, 18.76: 0, 11.35; S, 7.58

 yield 243 mg (49%)
Mass spectrum (electrospray) 1268.6 (M +H)*

afl-14L-93

Pulee Sequencet elpul

Solveat: D0

Temp. 13.0 C /7 398.1 K

Ceex1 1-18-87°

Files of1-154-93

DIOVA-500 “burger.chesm. Vlrvhlﬂ DU

Relax., Gelay 1.000 sec
ralee 94.8 degrees

Acq. time 2.97% sea

width $30¢.2 us

2356 gepetitions

CBSTAVE w1, 300.0495060 Mn
DATA FROCRSSING

Line brosdening 0.1 &s

7T alse 32760

Total time 17 min, O eec

i A i o= 2

»/i"_jl,,‘,| B e e Sy o o B S B M AL SRS B
SEPYS 9 8 7 § . H 4 3 2 1 PP
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:CIL-93
CIL-iii-95

OH

Cs9HgoCIN;1704S;
Eﬁct Mass: 1301.52
ol. Wt.: 1303.03
C, 54.38, H, 6.19; Cl, 2.72; N, 18.27; O, 11.05; S, 7.38

Yield 2.21 mg (44%)
Mass spectrum (electrospray) 1302.6 (M + H)"

" afi-114-9%

Pulee Sequences elpul

Solvents DO ..

Temp. 25.0 C / 3981 K °

Osert 1-15-07

riler o31-141-95

IMOVA-$00 'mt.ﬁ-.‘lrvhll.m'

2elax. delay 1.000 seo
Pulse 96.8 degrees

Mog. time 2.979 sea

widch $300.3 ¥s

176 sepetitions

casExvR Ei, 500.0493060 xiw
DATA FROCESSING

Line broadenisg 0.1 Ev
T slne 32768
fotal time 17 min, 0 eec




