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CIL14
CJL-ii-287 =

CagHz7N190S3
Exact Mass: 1159.53
: Mol. Wt.: 1160.45 .
C 4968 H 6.69; N, 22.93; O, 12.41; S, 829

h yleld 270 mg (60%)
Mass spectrum (electrospray) 1160.7 (M + H)

Taf1-11S3e7 . B T . oo
T ,nx-. ‘oqn-aeol #3pul
© - solveats DG
Teo. 335.0 C /2981 % -
Geers 1-13-87
rilet cfi-11-207
Deova-500 buxv-r Chen, Virglite. E0os

S

lclu dc!-y 1. 000 .ce -
Pulse 96.8 degrees

A0q. time 2.979 sec

width $500.2 s

336 repecitions .

orSTAVE =1, 300. 0435060 xxa
DATA FROCRSSING -

Line broedening 0.1 Es

FT size 32760 :
Total tims 17 amin, O sec
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- CIL-ii-288

OH

CssHgaN{g0gS,
Exact Mass: 1217.61
Mol. Wt.: 1218.50
C,54.21, H,6.87; N, 21.84; 0, 11.82; S, 5.26

Yield 1. 32 mg (28%)
Mass spectrum (electrospray) 1218 7(M + H)

/ .
ojil-11-138

Palee Seguences ulwx

lolmtl D20
R Toap . 3!06/2’!1!
N Csars -1-185-47
File: of1-f1-288 . ) :
DIOVA-508  *burger.chen.Virginia.xoo* . ’ i

Relax. delay 1.000 eec
Puloe 96.8 Gegrecs

Acq. time.2.979 gec
wideh $300.2: %

256 repeciticns

ORSTAVE w1, 300, ouuu aEy
DATA PROCESZING R . e
Line brosdeaing 0.1 zs TR ST oy L me
TT oixe 32748 - Lot ce] . IR

Total time 17 min, 0-sec

A ‘ l" oyt

S42
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CIL-16 -
 CILAi-289

Cs1Hg3N1g0gS3
_ Exact Mass: 1201.58
i : - Mol Wt.: 1202.53
C 5094 H,6.96; N, 22.13; 0, 11.97; S, 8.00

yleld 242 mg (52%) :
Mass spectrum (electrospray) 1202.7 M+ H)"

/'.,xum ::‘,v‘.’_,.- o - - - :

~ ﬁl“ uqunc. -mx

cexme. 0 T
- Temp, 25.0 C /7 390-.1-K )
_Usars 1-13-87 . : i
Pile: efl-ti-289 -

. DIKWVA-300 buxwor chem.¥{rgiaia.XDO" ’

Relax. Selay 3.000 sec
Pelee 96.9 dogrees

Acq. ‘time 21979 sec

wideh $500.7 ®a -

as¢ r.pcutiouu PRI -
O SIXVER ll s00. 04’519! ‘ae
DATA PROCESSING |

Line wu\.laq 9.1 ll

T etee 32760 -
Total time 17 wmin, 0 sec
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CCIL17
CIL-ii290

CsgHg1N1909S,
Exact Mass: 1251.59
Mol. Wt.: 1252.52 ,
C,5562;H,6.52; N, 21.25; 0, 11.50; S, 5.12

Yxeld 2. 49 :
Mass spectrum (electrospray) 1252 8 (M +H)"

- eflift-as0

- Tulee Sequences elpul )

" Solveat: D20 -
Teap.’ 23,0 € ¢ 2381 x
" Osers 1-15-87

Files cgi-12-290° -

INOVA-300 *burger.chea.Virginie.EZDO"

Relax. delay 1.000 sec
Pulsa:96.8 degrees

2cq. time 2.979 sec
wideh . $500.2 &x !

296 repetiticas

ORSERVE W1, 300.0473060 ¥x
DATA PROCRSSTNG .

tine broadening 0.1 s

T eixe 32762

Total time 17 min, 0 eec

UL
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CIL-18 "
CCIL-ii291

. Cs4Hg1N1gOeS;
Exact Mass: 1235.56
- Mol. Wt.: 1236.54
C, 5245, H,6.60; N, 21.52; O, 11.64; S, 7.78

Yleld 3.3mg (69%)
Mass spectrum (electrospray) 1236 7 M+ H)

/ of1-14-391 .

 Pelee Sequsocer.eZpul .

Solvents 020

Teap. 23,0 C 7 298.1°K

Osers 1-13-87

INOVA-$00 “burger.chem.Virginie.KDU®

Relex. delay 1.000 sec
Pulse 96.8 degrees

Acq. time 1.979 eac

wideh 3$500.2 Wx . C°

as¢ up.:(ue'u B

OISTRVE  E1, 300.0495060 MEx
DATA nocu-nn

Lise bmuuu 0.1 ll

T slxe 32768

Total tl- 17 ain, © e

o

1! el A % '

e —- .,,.._r_.. e et e e

10 . 9. 8 ) 6 s 4 T 2 1

S45
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L9
* CJL-i292

o el
. />_-< J/U\NH HN/w\/
N NH
HoN "
N CHa
OH
Cs7HgoN1506S;

.Exact Mass: 1224.58
Mol. Wt.: 1225.49
C, 55.86; H, 6.58; N, 20.57: O, 11.7:5; S,5.23 '

Yleld 826 g (17%) .
Mass spectrum (electrospray) 1225.7(M + H)*

’ L]
c31-12-293

Nlee Sequence; elpul

Solveat: D20 -
. Temp. 35.04C /7-290.1
CGesr:  1-13-87
Files ofl-44-292
DIOVA-300  “burger.chen. 'h’ginlc EDO* .

Relax. delay 1.000 sec
Polee 96.8 degrees

Acq. time 2.979 epc”

wideb $300.2. 8¢ . .
256 repetitions i .- i
CNSKRVE W1, 300.0493060 ¥mx
DAYA PROCKSSING

tine Mn.{nq 0.1 xs

T efse 32766

Total time 1T min, 0 sea

l’ I h” Ry

T A;-l: 3 T T ) -
10, _,_‘9_ _8_ -7 € 5 ) 4 . 3 2 1 ppm




.3
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CJL-20
CJL-ii-293

Gy, ne s \ /NJ/I‘\NHHN:: ; ~
ﬂNﬁ(N/\/l;r}_(S | V/I/mHz
H o : . .

Cs3HgoN1509S;
Exact Mass: 1208.55
Mol. Wt.: 1209.52 :
C 5263 H, 667 N, 20.84; O, 11.91; S, 7.95

Yield 4. 37 mg (93%)
Mass spectrum (electrospray) 1209.7 M + HY*

/ C S tne ).13

Fulse l.qucnco- olpul - -

Solvents DO .

Tamp . )SOCIZ’IIK

Geers 1-13-07

Filer ofl:ii-293 :

TMOVA-300 “burger.chws.vVirglola.&D0% . .

Relax. delay 1.009 sec
Pulee 96.8 Segrase -
Acq. time 2.979 eec
widrh $300.3 &z
© 236 repeticions °
OBSTRVE W3, $00:0493060 MEs
DATA PROCESSING  ~ °
Line Btudnninq 0.1-8%
T else 33760
Total time 17 a.ln 0 sec

T L UTSINI fesii
)
"

|
-
o
e mmam——

10 e 8 7 6 s 4 3 2 1 ppm

S47
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clL2t _
‘CJLA1i-294 . -
.HZN 0 N o : _
. H = . - » - . .
¥ N A e g
. ' N
CH N : NH HN
H3 H />__</ Iu\ l\) /I/NH )
H,N N s 2
o ()
OH
CeoHgsN180gS;

Exact Mass: 1266.63
Mol. Wt.: 1267.57
C 5685 H,6.84; N, 19.89; O, 11.36; S 5.06

Yield 3. 66 1 mg (74%)
- Mass. spectrum (electrospray) 1267.7 (M + H)

c3l-i4-29¢

Nlse Sequence: slpul

Solvests D20 | . . °

Temp. 23.0 C / 390, ‘l l .

Teers 1-13- 01

Filed cji- 14~ 3'4

INOVA-300  “burger.ches.Virginis.Enue

Relax. daley 1.000 sec

Pulse $6.8 degrees

Acg. time 3.97% sec

width $300.2 Wx

236 repetitions B
ossxxve  wi, 300. 0493060 wax
DATA PROCRSSING ° .. ']

tine bmdoalnq 001 l

T ostwe 33760 -
Total time 17 min, 0 sec - -*

\
e
T ——
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HoN___O

_ CseHggN130gS3
Exact Mass: 1250.60
Mol. Wt.: 125160 .
C, 53.74; H, 6.93; N, 20.14; O, 11.50; S, 7.69

- Yield 2.71 mg (56%) e
Mass spectrum (electrospray) 1251.7 (M + H)"

/ ofi-~di-298

_»hho Sequence: slpul

Solveat: DO -
Tewp. 25.0 C 7/ 398.1 K
. Deer: 1-15-87
T .- riles of1-14-298 .
INOVA-300 “*burger.chem.Virginoie.ZpOo*

- Relam, dalay 1.900 sec
- Pulee 9€.0 degress
| 2oq. -time 3.979 sec

wideh $300.2 ¥z -

236 repetitions -

OBSERVE  Ei., 300.0435194 ¥Es
DATA PROCKSSING :° . .

Line broadeaing 0.1 Bz
T efue 32768 -

Total time 17 min, 0 sec

’ (E A .
JHIEE LS A A
Ff‘ !’d; L ‘\, Vi : l ,‘:
e A VNG A W
-3 4 3 2 1 ppm

S49
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CIL-23
/ CIL-ii-296

Ce3Hg4N1504S,
Exact Mass: 1300.61
Mol. Wt.: 1301.59
C, 68.13; H, 6.50; N, 19.37; O, 11.06: S, 4.93

Yleld 884 png (17%) T
Mass spectrum (electrospray) 1301 8 (M + H)

/ajld‘i.-lﬂ

Palee Sequencas sipul

#olveat: D20

Temp. 35.0 C / 2901 K

Qaetr 1-13-87

7iles cg1-11-29¢

INOVA-300 “burger.chem.Virginia.goue

Relax. Gelay 1.000 sec
Pulee 96.9 degrecs

Aog. tise 3.979 eec

Wideh $3500.2 Eu

336 tepetitions B R
OBSERAVE W1, 300.0493060 e : Rt
DATA PROCESS IO

Line brosdening 0.1 &
T olsze 32768 X
Total time 17 min, 0 eec’ . -

o e

e S50
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ciL24
- CIL-i-297

NN j)LNH HN
T NWO HO \E( /\/':>—< /LNH NH,
2 .

Cs9HgaN150gS3
Exact Mass: 1284.58
Mol. Wt.: 1285.61
C, 55.12; H, 6.59; N, 19.61; O, 11.20; S, 7.}48

Yield 4.20 mg (83%)
Mass spectrum (electrospray) 1285 7 (M +H)"

/ o 3?2
ol 2SOy

Pules Sequence: sipul

" Solwvent: D20 .
Temp. 23.0 C /3981 K
Users  1-13-07
viles ojl-11-297 A
THOYA-S80 “burger.chem.Virginie.ZDo*

Relax. delay 1.000 sec
Pulee . 96.0 degreee

A0Q. time 1.979 eec

wideh $300.2 ®s

336 repecicions
CMEZRVE  E1; 300.0493060 une
OATA PROCESSDNG -

tine bmdnnlna 0.1 LI

T elze 32760 T .
Total tl.- 17 ais, ¢ asec

S51
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*CIL-25
CJL-ii-298

CULER . o ’ C53H77N170983‘
Lo N Exact Mass: 1191.53
e Mol. Wt.: 1192.49
“C, 53.38; H, 6.51; N, 19.97; O, 12.08; S, 8.07

Yield 4.8 mg (95%)
Mass spectrum (electrospray) 11927 M+ H)"

/an-u'-:n_ )

Pulse. Sequences sipul

Solvent: DiO

Tewp. 35.0 C / 298.1 &
Oaere 1-13-87

riles oji-1i-2%¢

DIOVA-~$04 “*Durger.chea. 'hqldn m

Relaw. delay 1.000 sec
Palee 96, 8 degrees

Aoqg. time 2. 979 aec

wigeh 5500.2 xs s

136 vepetitions
OBSARVE K1, $500.049320% wms
DATA FROCESEING

Line broadening 0.1 Es
T elne 31768
Total time 17 ain. 0 sea

* . i i l M ’ . e
’ l\ R t:' _].5‘. . . . / e R i .. ~'V£ -
: S RSt B ann st Sk SR AR RS v“'r ToTm - V*-[-? et TYTrTTTT s o s am pea . ¥ e v--.
10 .9 .8 7 § s ¢« 3 2 ' ppm

S52
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CJL-26
CJL-ii-299
Hz_N g H NHZ'
N\/\n,NHg
N’ \-N 0 C
| : CH3 H H /\);\}_(/ NH HN/I/
" . CHgHN CH30 H
o*>~
CagH77N170454
Exact Mass: 1175.50
Mol. Wt.: 1176.51
C, 50.02; H, 6.60; N, 20.24; O, 12.24; S, 10.90 '
Yield 3.52 mg (77%)

Mass spectrum (electrospray) 1 176 6(M+H)"

oj1-14-299

Palse Bequences gipal . -

Solvents 020 ° .

Temp. 29.0 €7 3944 K 1

Geers 1-13-837 .
IWOVA-300 “burger.chem. virglata.z0u

Relax. deley 1. [000 eac
Pulee 96.9 degrees
Acq. time 2.979 sec
wided $500.2 Wz
2136 repetitions .
oBSEAVE W1, 500.0493060 MAc
DATA PROCESSING °
Line brosdening 0.1 Ex
T eise 32760 - :
T total time 17 mia, 0 sec

itienn S e e——
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ciL27 -
CJL-iii-10

OH

CseHa3N1706S;

Exact Mass: 1233.57

: Mol. Wt.: 1234.57
. C,5448;H,6.78; N, 19.29; 0, 11.66;S,7.79

Yield 2.75 mg (57%)
Mass spectrum (electrospray) 1234.8 (M + H)

/ (o
]

Pulee Sequences elpul

Solveat: D20

Temp. 25.0 C 7 2%0.1 K

Osexrt  1-135-87

Tiler ojl-ii4-10

INOVA-300 “burger.chem.Virginie.RDO*

Relex. deliy 1.000 eec - i
Puloe 96.0 degrees ) H
Aog, tima 2.979 eec -

wideh $300.2 Me

336 vepetiticas

CRSERVE - 81, $00.0493060 WEx
DATA PROCESSINO

Line bBroedening 0.3 Ex

T elce 12760

Totel time 17 min, 0 eec
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ciL28
CIL-iii-11

Cs2Hg3N1704S,
Exact Mass: 1217.54
© Mol Wt.: 121859
C, 51.25; H, 6.87; N, 19.54; O 11.82; S, 10.53

Yield 3.04 mg (64%) .
Mass spectrum (electrospray) 1218.7 (M + H)

c Cefl-d44.11

Pelse Sequencer epul

Solveats- DIO

Tep. 35,6 ¢ /3501 x

Ouart  1-13-647

DA~ 309 'Nr‘ct.t‘—.!qulHQIAI-W'

Relex. dalay 1.90¢ sec -
Nlse 3€.¢ degrsas . 1
Acq. time 2.978 gec . ’ !
wideh 3306.3 3« :
183¢ vepecitions o )
OOSTXYE W1, 300.0¢33060 sHg
BDATA PROCESS NGO

Line drosdeaing 0.1 ms

T else 32760 :
Total time 1 hr, § min, ) cec

¢ ——
eTSm——

S55
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-CJL-29 :
CJL-iii-12

_H,N__O

HoN
HH 2L

\/\rr

: I /\)\HJ/U\NHHN/LNH .

CssHa1N170953
Exact Mass: 1267.56
Mol. Wt.: 1268.58
'C, 55.86; H, 6.44; N, 18.77; 0O, 11_.35; S,7.58

Yield 2.63 mg (53%)
Mass spectrum (electrospray) 1268 7 (M +H)"

y

eil-141-13

Pelee Sequences glpul

Sclvents DO

Toup. 23.0 C 7 299.1 &

Usert 1-15-67

Tiles efl-idi-12 :
TMOVA-$00 *burger.chem.¥irglale.zog~

Relan. delay 1.000 sec "
Pelae 96.8 degrees .
ASY. time 2.979 sec ’ i
wideh $500.2 ms
as¢ Tepetitions

¢ ORSERVE N1, 300.0495060 me
DATA $ROCRSS NG
Line broadening ¢.1 ms
FT elee 32764
Total time 17 min, 0 gec

S56 .
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CIL-30
© ClLiii-13

HoN . o

Q..z

: N N NH HN
CH3HN I\(

Yield 4. 45 mg (91%)
Mass spectrum (electrospray) 1252.7(M + H)*

Cs5Hg1N1709S,
Exact Mass: 1251.53
_ Mol. Wt.: 1252.60
C.52.74, H,6.52; N, 19.01; O, 11.50; S, 10.24

/-11-1&&-:)
. .

Pulse fequances slpul

Solvent: D20

Tamp. 1%.0C 7 290.1 K&

Veer: 1-13-87

Files aji-fdi-13

DMOVA-300 “burger.cbem.virglois.zoU*

Relax. delay 1.800- gec
Palse 96.0 degrese

Acq. time 3.979 sec

width 3500.2 Xa

236 gepetitions

OCUSERYE. . N1, $00.04930¢0 wux
DATA - FROCE S 1MG

Line broadening 0.1 s

T eixe 33768

Total time 17 min, 0 sec

Fh
et

T — T S e gy s e e e T -3 T —_————— 7T ——

w0 9 ] 7 6 s < 3 2 1 Ppm

857
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CJL-31
CJL-iii-14
H,N___O NH,
H =
M8 \/'\n/NHz _ o _
o) | | '
N \N T 0 S,MNJ)LNH HN/L(\
 CHaHNLY H | o ,
OH
/S\‘O
Cs1H79N1701oS3

Exact Mass: 1185.54
Mol. Wt.: 1186.48
C,51.63; H,6.71, N, 20.07; O, 13.48; S 8.11

Yield 3.11 mg (67%)
Mass spectrum (electrospray) 11186.7 (M + H)

oJl-t14-14

Pelee Sequeacer sipul

Solveat: D20

Tesp. 25.0C 7/ 2901 K

Qoar: 1-18-87

riles cd1-141-16

INOVA-$00 *burger.chem.Virgioia.EDU®

Relax, delay 1.000 gsec
Pulee 96.8 degrece
Acq. time 2.979 gec
width 3300.2 Sx
236 repetitions
OBRSTAVE &1, 300.0495341 mns
DATA FROCESSING
tine broddening 0.1 Ex
Y sise 32760
Total tisme 17 min, 0 sec

i

e
e et e
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‘CJL-32

CJL-Aii-15
H,N__O "
uH N
N _A__NH,
| | o |
NSy © CH; , .. O s\ N NH HN Y
L Ao no Ai_RY /\);H/’ V/LNH NH
H,N o N7 N S , 2
‘ CHAHN_Y 0 H |
3 N~ CH3 ' :
H . v .
B N
/S\\O

CarHyoN(7040S,
. Exact Mass: 1169.51
Mol. Wt.: 1170.50 |
C, 48.23; H, 6.80; N, 20.34; O, 13.67; S, 10.96

Yield 2.57 mg (56%)
Mass spectrum (electrospray) 1170.6 (M + H)*

g

efl-111-19

ulse Sequencer sapul

Solvent: DIO
Temp. 33.0 C 7 298.1 K
Ceer: 1-15-¢7
Piles ofi-fi1-13
© IMOVA-300 . *Burger.chem.¥irgisla.KDo"

Relax. delay 1.000 sec
Pulee 96.0 degreecs

Aog. time 2.979 sec _
wideh $500.2 us

236 repetitions

OBSEXVE E1, $00.0495060 uNs
DATA PROCRSS NG

Line broadeniog 0.1 =s - .
T sine 33760 ]
Total time 17 ain, 0 sec

S59
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CJL-33
CJL-iii-16
H,N__O
NH
H =72
H N ‘

\/\n/NHz

‘ HZNJWH 0 \tE NH NH2

CH3HN

I=

/s\\o.

Cs4HgsN17040S;3
Exact Mass: 1227.58
Mol. Wt.: 1228.56
C 5279 H, 6.97; N, 19.38; O, 13.02; S, 783

- Yield 2.58 mg (54%)
Mass spectrum (electrospray) 1228.7 (M + H)*

eji-iit-36

rulse SeqQuances alpul

Solvent: DO

Tomp. 35.0 C /7 29¢.1 K

Oesry  1-13-07

Piler ojl-i11-16

INOVA-30¢ “*burger.chea.Virginia. EDO*

felax. delay 1.000 sec
Pules 96.8 degress .
Acqg. tima 2.379 eec
wi4th $500.3 Es
236 repetiticns

T CASERVE N1, 300.0499111 Es
DATA PROCRESTNG
Line broadening 0.1 Es’
TT eise 32748
Total time 17 min. 0 eeo

Rt ante et et TR S T S S S it S L S

10 9 8 7 6 s « 3 2 1 Ppm

S60
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CJL-34
CJL-iii-17

My
\/\ﬂ/ 0
N \N CHy QO S/\>__<,NJ)LNH HN
~N N/\)*N S ’ '\)/\k/m*'z
H

CH3H o

0"~

CsoHgsN17010S4
Exact Mass: 1211.55
Mol. Wt.: 1212.58
C,49.53; H,7.07; N, 19.64; O, 13.19; S, 10.58

Yield 1.86 mg (39%)
Mass spectrum (electrospray) 1212.7 (M + H)*

c3l-111-17

Pulee Sequence: e¢lpul

Solwents DO
Temp. 33,0 C / 3901 K
Gears 1-15-47

Tiles ofi-44i1-17
INOVA-300  *burger.chem.virglnie.XDO* i

Relax. Selay 1.000 seo
Polee 96.8 Segrees
Acq. time 21.979 eec
wideh $300.3 Es
336 repetitions
CBIKAVE K1, 300.0493060 uBs
‘DATA FROCEESING
Line Broadening 0.1 &z
T else 32768
Total time 17 mia., 0 sec
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CJL-35-1
CJL-35-2
CJL-iii-18
H,N.__O NH,
Yaun N
N\/\]/NHZ
N =N Q J/“\NH HN
, />_< /I/NH NH,
2

Cs7HgaN17040S3
Exact Mass: 1261.57

o HO
CH3H:lj/“\
Mol. Wt.: 1262.58

C.54.22; H,6.63; N, 18.86; O, 12.67; S, 7.62

Yield (1) 1.29 mg (52%)
Yield (2) 1.62 mg (66%)
Mass spectrum (electrospray) 1262 7 M+H)"

'/dbl_tbu-x

Pulee Sequences eipul

Solveat: D210
Tewp. 25.0 C /7 298.1 &
Csers 1-135-87
- Files ofl-iii-18-1
INOVA-300 “burger.chen.Virginim.xD0*

Relan. delay 1.000 sec
Pulae 6.8 degrees
Aoq. time 21.979 se0
width $500.3 &
2%¢ repetiticns
OBEERYE W1, 300.0493203 Kms
| DATA FROCRSSTNG
Line Broadening 0.1 &s
e efse 12760
Total time 17 min, 0 sec
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CJL-36-1
CJL-36-2
CJL-iii-19

H,N o

Q..z

N

° o
H2N
CH3HN

Cs3Hg3N17010S,4
Exact Mass: 1245.54
Mol. Wt.: 1246.60
C,51.06; H,6.71; N, 19.10; 0O, 12.83; S, 10.29

/\)\M J)LNH HN/I/NH N

Yield (1) 1.29 mg (52%)
Yield (2) 1.72 mg (70%)
Mass spectrum (electrospray) 1246.7 (M + H)"

ejl-1ii-19-2

Palse Sequence: s2pul

Solveats D20

Tewp. 23,0 C /7 298.1 &

Osers 1-15-87

Piler cSl1-f11-19-2

INOVA-300 *burger.chem.Virginia.gpu+

Relax. delay 1.000. sec .
Pales 96.8 degreey . 1
Acq- time 1.979 sec i
wideh $300.2 ®s

384 repetitions

aBeTXVRE Hi, 3500.0495201 xmx
DATA PROCESOING

Line broadeaing 0.1 Es

T size 327¢8

Totel time 25 min, 31 sec

N i . .L. .' .l‘“

- - - ——e SR UG s e

Tt m cr—e— - - - T e e ey e e 1 T

10 9 8 7 6 5 ¢ 3 2 1 pram S63
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CIL-37°
CIL-iii-38

HiN: O

NI CHs \/’/\NH NH,
N0
HzNJYY i)LNH oy, j/Ow( oy
CHaHN ’
| N CH3 HO CH3
N N
L > 13
N . :
H
CsoH76N2004S3

Exact Mass: 1196.53
Mol. Wt.: 1197.47
C. 50.15; H, 6.40; N, 23.39; O, 12.02; S, 8.03

Yield 1.43 mg (31%) -
Mass spectrum (electrospray) 1197.7 (M + H)"

/cil-llloll

Pulse Sequences elpul

“elv‘tl o0

Ctegp. 25,0 €/ 2701 K

Qaer:s 1-13-07

riles @f1-$11-3¢

INOVA-S€?  “Durger.chem.Virglote.ZDU*

Relax. delay 1.600 sec
Palse 96.8 degreee

Aog. time 2.979 seq

wideh $30¢.2 Se

236 cwpetitione

OAFTAYE 1, $00.049%203 xig
DATA FROCKSSTNQ

Lise bdroedesing ¢.1 Zs

T else 32260

Total time 17 mis. 0 eoo

e LI i e e e e

10 s 8 7 6 s " 3 2 1 ppm
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CIL-38 | ' :
CJL-iii-40
H,N__O NH
HH =2
o
NTSN CHy T 0 \/r\NH NH,
A__0 HO NH HN
CHgHN N OHO CH '
H A
N
| >
N
Cs3HgaN2009S3

Exact Mass: 1238.57
© Mol. Wt.: 1239.55
C,561.35;H,6.67; N, 22.60;, 0, 11.62; S, 7.76

Yield 1.52 mg (32%)
Mass spectrum (electrospray) 12398 (M + H)

/‘dxqu-u

Pulee Sequence: sipsl

Solvents D20

Temp. 25.0 € 7 398,31 K

Oeert  1-13-¢7

Tiles ofl-14i-40

TWOVA-$00 “*burger.chem . Virginia. EDU®

Relax. delay 1.000 aec
Pslee #4.8 dagrees

Aog. time 2.979 sec

wideh $300.2 Ex

2136 repetitiocns :
OBSERVE  H1, 300.049310% WHs
DATA PROCESSING

tine droedening 0.1 Re

T sise 31748 .
Total time 17 win, ¢ sec-

B -i\ l“‘./ 4
—t g NN g — St S A — ! e
- — ceer L i ant e S e e i o e e
10 9 8 7 s s ‘ 3 2 1 pom
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CJL-39
CJL-iii-42

H,N O
H

a2

H,

nWNHz ‘

: h: CH3 H o | | 2 m \/r\ UHZ
NH HN
HzN NH SMNJ/(\N .‘
HO CH

' N Ph

H

CseHgoN2009S3
Exact Mass: 1272.56
Mol. Wt.: 1273.56
C, 52.81; H,6.33; N, 22.00; 0, 11.31; S, 7.55

Yield 509 pg (10%)
Mass spectrum (electrospray) 1273.7 (M + H)

" of-tit-a

Pulse Sequence: elpul

Solveat: D20
Temp. 33,0 C /7 3981 K

Tsere 1-15-47

7iles afi-114-42

INOVA-300 “burger.chea.Virginia.zpo®

Relax. delay 1.000 sec -
Pulee 2£6.8 degreas

20q. time 2.97% seo

wiath $3500.3 &«

134 repetitions

ORSXAVE N1, 300.0{93060 Mma
DATA FROCESSING

Line broadentng 9.1 £z

FT slse 32748

Total time 17 min, ¢ sec

. | | : |
S| o TR §
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CJL-40
CJL-ii-44

H,N__O

' NN CHy \/‘/\NH NH,
_HZNJ\‘)YO Hol/\/ j\)‘\NH s’>_<, J/k’>\n/NH HN

CHSHN N CH, HO CH

N

HN

Cs5H7gN1g09S3
Exact Mass: 1245.55
. Mol. Wt.: 1246.54
C, 52.99; H,6.39; N, 21.35; 0, 11.55; S, 7.72

Yield 2.07 mg (42%)
Mass spectrum (electrospray) 1246.7 (M + H)

eil-441-4¢

Pulse Sequence: slpul

Solvents: D20

Tesmp. 35.0 € 7 290.1 .

Geer:  1-18-87

riles ofl-f81-4¢ .
INOVA-$Q0 “burger.chea.Virginia .xpu* -

Relam. Selay 1.000 sec
Pulee 96.0 degraes

Acq. time 3.979 sec

width 3%0Q.2 8«

192 repetitioas-

ORSEXVE Wi, $00.0493127 Mus
DATA FROCESSING

Line broadening 0.1 Ns

Y size 32768

Total time 17 min, 0 eea

S67
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CIL-41
Cjl-ii-46

N A

CHs \)/\NH NH,

X NH HN
JY‘Y fLNH . J/OY |

CHaHN o
HOZ CH
N
CsgHgsN190gS3

Exact Mass: 1287.59
Mol. Wt.: 1288.62
C, 54.06; H, 6.65; N, 20.65; O, 11.17; S, 7.47

Yield 1.14 mg (23%)
Mass spectrum (electrospray) 1288.7 (M + H)*

/cjl-lﬂ-“ -&
Palse Sequence: s2pul
Solvent: D3O
Tep. 33.0C 7 2901 K
Ceer: 1-18-87 -

riles ocjl-445-4¢ ‘
INOYA-850¢ ‘*burger.chea.Vir uhl XD

felax. delay 1.000 sec

Pales #6.0 degrees

Acq. time 2.979 sec

wideh $300.2 S

336 repetitions
ORSEAVE W1, $00.04930€0 Mix
DATA PROCR2SING

Line broadening 0.1 s
TT eine 32760
Total time 1?7 min, ¢ eec
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CJL-42
Cjl-iii-48
H,N__O NH,
HH <=
N\/\[rNHé
N o . s o s NH NH,
Ao oo WY « X __NHHN
HoN H 3 IU\NH SN /NfN
CHGHN N HOZCH NS ©
< H o
HN
Ce1HgaN190gS3

Exact Mass: 1321.58
Mol. Wt.: 1322.63 .
C, 55.39; H, 6.33; N, 20.12; O, 10.89; S, 7.27

Yield 1.19 mg (23%)
Mass spectrum (electrospray) 1322.8 (M + H)*

ef1-1l1-¢e

Palee Sequence: sipul

S®olveats D30
Teap. 39.0 € /7 2%9¢.1 X
- Osers 1-13-67 .
riles ojl-1i4-48
DIOYA-330 “burger.chea.V¥irginias.ZDU®

Relax. deley 1.000 sec
Pulee 96.8 Qegrece

A0q. time 1.979 sec

wideh 5300.2 Ex

144 repetitions.
CBEXKVE 81, 500.049%5137 xits
DATA FROCESSING

tine broadening 0.1 «s
7T oine 33760
Total time 17 min, 0 sec

S69 ’
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CJL-43
Gjl-iii-50

, \/J/”‘NH NH,
A _o NH HN
HZNWH fLNH S/\>_</ J/AH

CH3HO CH

Cs1H76N1809S,
Exact Mass: 1212.49
Mol. Wt.: 1213.53
C, 50.48; H,6.31; N, 20.78; O, 11.87; S, 10.57

Yield 1.89 mg (40%)
Mass spectrum (electrospray) 1213.6 (M-+H)"

ojl-144-3¢

Pules Sequence: slpul

Solvenes D20 |

Temp. 33.0C 7 2981 K . _

Veari 1-185-87 )

Piles ofl-fii-so0

INOVA-$00 "Durger.chem.Virginle.ED0*

Relaxm. Selay 1.000 sec
Pulse $6.6 degrees
2eq. time 2.979 sec

- width 9300.3 =«

338 repetitiocns i
OBCLAVE W1, 300.0495060 s |
DATA PROCESS NG

Lise broadening 0.1 Ns
FT eize 32760
Total time 17 min, © esc

s
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CJL-44
Cll-iii-52

H,N.__O
H

12

H,

QWNHZ

| CH, T \/'/\NH NH,
NH HN
NH S J/A'>\[(
CH3HN ji\'\(H j:l />_</ ’ .
J |

Oz CH
Yield 1 37 mg (28%)

AL mmmnbenraan falanbannmancr) I’)(( £ng et

Cs4HgaN1509S,4
Exact Mass: 1254.54
Mol. Wt.: 1255.61
C, 51.65; H, 6.58; N, 20.08; O, 11.47; S, 10.22

efl1-111-92

Pales Sequence: elpul

Solvent: D30
Temp. 35.0C/ 31901 K
Caer: 1-135-¢7.
T rilesr ofl-1ti-32
INOVA-$00 ‘burger.chem.Virginie.XDO"

Relax. delay 1.000 aec
Pulse 96.8 Segrees
Acq. time 2.979 cec

wideh $300.2 ¥s : i
256 repetitions

OBSEIXVE K1, 3500.0493060 Mxs
DATA FPROCESSIMG

Line broedening 0.1 Ka

T eive 32760

Totel time 17 min, 0 sec

RN

1:
R "’-‘3"\1 hi A
e e - - e e— S T S
10 9 8 7 6 5 . s 3 2 1 ppm
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CJL-45
CJL-i1i-54
'HzN gn NH,
N\/‘\n/NHz'
| N' SN CHs fNH NH,
o HO 2 NH HN
HoN fLNH S/>_</ jk’>\“/
CH3HN
o CH
\ |
Cs7HgoN1509S4

Exact Mass: 1288.52
Mol. Wt.: 1289.63
C, 53.09; H, 6.25; N, 19.55; O, 11.17; S, 9.95

Yield 1.83 mg (36%)
Mass spectrum (electrospray) 1289.6 (M + H)"

of1-154-3¢

Pulee Sequence: sipul

Solveat: D30
Temp. 33.0 C 7 398.1 K
~v-¢r| 1-15-87
filer oJ1-118-5¢
INOVA-300 “burger.chea.Virginis .XDU®

Relax. delay 1.000 eec
Tulse 96.8 degress
Acq. time 2.979 seo

- Wideh 9300.2 Es
160 repetiticas
OBSERVE  H1, 300.0493137 e
DATA PROCESS NG

Line broedeaing 0.1 s
T sise 32768
Total time 17 -_Ln. © sec

l,, d H

' n'
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CIL-46
Cjl-iii-56

)%;:SA I;:(HOI:LHN . /\>_< J/CXWNH an 2

CagH78N15010S4
Exact Mass: 1206.50
Mol. Wt.: 1207.52
C,48.74; H, 6.51; N, 20.88; O, 13.25: S, 10.62

Yield 2.07 mg (44%)
Mass spectrum (electrospray) 1207.5 (M + H)"

/c’l-ill-!‘

talee Sequencs: slpul

Solveats D30

Temp. 25.0 C /7 230.1 K

Ceers 1-13-47

riles ojfl-11£-9¢

INOVA-$00 “burger.chen. Virginia.zno

Relan, Gelay 1.000 seo
Fuloe $6.0 Gegrecs

Acq. time 3.979 eec

wideh $300.2 S«

236 repetiticns

OSSTRVE K1, 500.0495201 s
DATA PROCEESING

Line broadeuning 0.1 Es

IT stse 32760

Total time 17 min, 0 eec

Db ik ek s A bl

K
F——— e -
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CJL-47
CJL-iii-58
HN. O NH,
HH =
N\/YNHZ
NI \N 0 CH3 \)/\NH NHZ
NH HN
CHAHN N HO CH3
H . .
/s\\o
Cs2HgaN13010S,

Exact Mass: 1248.55
- Mol. Wt.: 1249.60 :
C,49.98; H,6.78; N, 20.18; O, 12.80; S, 10.26

yield 1.63 mg (34%) .
Mass spectrum (electrospray) 1249.6 (M + H)

/ edl-111-30

Pulse Sequence: elpul

Solvents D10 )

Tep. 35.0C /7 290.1 x

Veex: 1-15-07

riler of1-1ii-30 .
DIOVA-3500 “"burger.chem.Virginia.zno*

—bbin

Relax. delay 1.000 gec
Palse 96.¢ Gegrece

20q. time 2.979 sec

wiath $300.2 S

156 repetitions .
CBIIRVE  E1, $300.0495060 wms
DATA PROCRSSTMNG

Line broedeaing 0.1 Ms
T size 32768
Total time 17 min, 0 sec

S74
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"CJL-48-1
CJL-48-2
CJL-111-60

N fNH NH,
' NH HN
HzN fj\NH S/\>___< j/k’>\”/

CHyHN.J HO CH

CssHgaN15010S4
Exact Mass: 1282.53
- Mol. Wt.: 1283.62
C,5146; H,6.44; N, 19.64; 0, 12.46; S, 9.99

Yield (1) 825 pg (32%)
Yield (2) 525 ug (21%) .
Mass spectrum (electrospray) 1283.6 (M + H) ‘

{ ©j1-411-690-3

Pulee Sequence: elpul

Solveats DO

Tump. 25.0 C 7 2%0.1 &

Tsex: 1-13-07

riles ofi-1ii-60-2

INOVA-300 “burger.cbhes.Virginie.gpg~

Relax. delay 1.000 sec
Polee 96.6 degrees

Acq. time 2.979 gec

wideh $300.2 &5 .

224 repetitions

CRSEXVE X1, 300.0495137 aHe
DATA FROCREITNG

Line bdroadeniog 0.1 %
7T aise 32768

Total time 17 min, 0 sec

I o
l LJ L’ Uy “ULJJJ}JL-J; ——

- , T T—T—"!—ﬁ—v‘"ﬁ_v*‘r‘r'ﬁ T e e
10 6 S 4 2 1
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CJL-49
CJL-iii-78
H,N___O NH, A ,
HH D
N A NH,
e SUNYR S,
§ o , Ne s NH HN
NN Moy =N | |
HN'/ O HO AN N/\)*Ns O
CHgHN N7 CHy ‘
N
OH
LD
N
H
Cs5H78N2009S;

Exact Mass: 1258.54
Mol. Wt.: 1259.54
C,52.45,H,624;N,22.24; 0, 11.43; S, 7.64

. yield 2.49 mg (51%)
Mass spectrum (electrospray) 1259.7 (M + H)*

. es1-142-78
.

Palee Gequences sipul

Solvents D20

Teowp. 25.0 € 7/ 298.1 K

Osers 1-15-07

Tile; ci1-1ii-79

DROVA-$00 'bluvor.cb-"lxvlnic.‘IW'

Relax. delay 1.000 sea ~ -
Pulee 96.0 degrees
Aoq. time 2.973 eeq
" wideh $500.3 ms
236 repetitiocas
OBSXAVE N1, $00.0495060 sEe
BATA PROCESSDNO
Lioe Droedeaing 0.1 ®u
T slse 32760
Total time 17 min. 0 eec

|
i

.jﬁ‘i‘_ﬁ)’if |

T e S T S ST PP -y R SR
T 7 i Foo T e — T B A s B e S e e i ST e R St S TN

1

10 9. 8 7 6 s 4 3 2 1 ppm
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CJL-50
¢jl-ii-80

H,N__O

| \/‘/\NH NH,
NH HN
NN o 9H3HHO /\):>_<J/K/>\n/

-] :
HZNJ\’)\(O OHO N N
H fo) H
CH3HN
N
N
' OH
| >

CsgHggN200S3
Exact Mass: 1300.59
- Mol. Wt.: 1301.61
C, 53.52; H, 6.50; N, 21.52; 0, 11.06; S, 7.39

yield 1.76 mg (35%)
Mass spectrum (electrospray) 1301.7 (M + H)*

-

cji-1iL-e0

Polee Sequences spul

Solveot: D20
Temp. 35.0 ¢ 7 2901 &

Ueer: 1-13-87

Tile: af1-1if-80 -
IMOVA-30¢  “burger.chem.Virgiaia.¥D0"

Relax. delay 1.000 sec
Pulse 9€.0 degrees

Acq. time 3.979 eec

wideh $300.2 Ns

336 repetitions

OB EFXRVE K1, $00.049%201% MHs
DATA FROCXSSTNG

Line Broadening ¢.1 Re

7T sise 32768

Total time 17 min, 0 eec

———e
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CJL-51
cJ L-iii-82

. o \/,/\NH NH,
NN 0 CHy yy O MJ/QNNHHN |
CHzHN

|\> | OH

Ce1Ha2aN2009S;
Exact Mass: 1334.57
- Mol. Wt.: 1335.63
C 54.85; H, 6.19; N, 20.97; O, 10.78; S, 7.20

Yield 2.24 mg (43%)
Mass spectrum (electrospray) 1335.6 (M + H)"

l cg1-111-03

Pulse Sequence: edpul

$olvent: D20

Temp. 25.0 C / 290.1 K

Osexs 1-13-87

files ojl-114-02

INOVA-$00 “burger.chea.Virginias.xpg*

Selex. delay 1.000 sec- _
Pulse $6.0 degrece

ADQ. time 3.97% eec
wideh $500.2 Kz

216 zepatitions

ORSEXRVE K1, 300.0473040 MEs
DATA PROCRSSING
Line droedening 0.1 X -
T sise 32768
Total tise 17 min, 0 eec
\
I 'i l
| |
i o
| . l | ‘\ I \M |
H 1 t
1 l . l |
1 S LAY I L S
et S , R , ,
10 9 8 7 [ 1 4 3 2 1 pom

S78




© 2003 American Chemical Society, J. Am. Chem. Soc., Leitheiser ja021388w Supporting Info Page 79

CJL-52
Cjl-iii-84

HoN o

/\/de HO ' \E'E:,L\)\ j/l\

I
HN

NH NH,
NH HN (L
‘ \

CeoHg1N19OgS;
Exact Mass: 1307.56
Mol. Wt.: 1308.61
C, 5507 H, 6.24; N, 20.34; 0, 11.00; S, 7.35

Yield 2.22 mg (44%)
Mass spectrum (electros_pray) 1308.7(M + H)*

. efl-dil-04

Pulee Sequecces elpel

€olveste DO
Tewp. 5.4 C 7 2901 K

Teere 1-13-47

lles cIl-151-04 .
DIOVA-$88  “burgec.chen.¥irginle. K00

Relax, Selay 1.000 se0

Puloe 96.8 degrece

Acqg. time 2.97% seo

wideh $300.3 e

192 repetitions
owsERYR ®i, $00.0495060 JHu
DATA FROCRSSING

Line broadening 0.1 Ex

e sise 32744
Total time 1T amin, ¢ sea

10 9. s 7
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CJL-53
Cjl-iii-86
\/\H/NHZ s () NH NH,
o N :—\>\“/NH HN (L
N H 0 SN\ / N
Z°H adl 5
N N/\)\N S
CH3HN 0
OH
Ce3Hg7N190S;

* Exact Mass: 1349.61
Mol. Wt.: 1350.69
C, 56.02; H, 6.49; N, 19.70; O, 10.66; S, 7.12

Yield 2.43 mg (46%)
Mass spectrum (electrospray) 1250.6 (M +H)*

/ afl-111-9¢

Pulse Sequance: sipul

Solveat: 020

Temp. 23.0 C 7 290.1 K

Osers  1-13-¢7

Tiles oji-1ii-u¢

TMOVA-$00  “Durger.chea.Virglnia.xpoe

Relax. Selay 1.000 eec
Pulee 96.8 Gagrees - i
Acqg. time 2.979 gec i
wWideh $300.2 me

336 repetiticoe

ORSXRVR W1, 500.0493060 s
DATA PRAOCESIING . =
Line broadening 0.1 Ex
T sice 32740

Total time 17 min, 0 gec




