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’ Structures of the dithiazoles i
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Structures of the tetrathiazoles i
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10/30/2009 11:48:47 1 /2

. Sample Information
Date Acquired : 10/22/2009 4:11:48 PM
Sample Name 1 1777-8
Sample ID :TI8
Vial # 196
Injection Volume 5
Data File 1 1777-8 T18.lcd
Method File * Amin & OR IMin ClasndISA N OO § [om
18\1777-8 T18.lcd
mV
1000T— Se @ DetA Chl
] ~
b I\
500-] 7R H
] N H \r/
oh S
I e
0 8 9 10
min
my
F CqgH 2aNs S o Det.A ChJ
1 Exact Mass: 372.14 3
250~
0_
s e e T e e e s e T A e o e B R e e
1 2 3 4 5 8 9 10
min
I Det.AChl/214nm
2 Det.A Ch2/254nm
PeakTablc PeakTable
Detector A Chl 214nm Detector A Ch2 254nm
Peak#| Ret. Time|  Area Height | Area % | Height % Peak# | Ret. Time| Area Height | Area% | Height %
1 6.475| 3490452 | 387072| 100.000] 100.000 i 6.476| 3451526 383999 | 100.000| 100.000
Tota 3490452 | 387072] 100.000|  100.000 Total 3451526 | 383999 100.000] 100.000
MS Chromatogram
1777-8 U:\Scrgey\1777-8 Fractions\1777-8 T18.lcd
Scgment#1 (x10,000,000)
575,442,449 2
6.00~; =
4.00=
2.00+ TIC@1*1.00
E . 372.85@1%2.05
R B e e
1 2 3 4 5 6 7 8 9 10 11
min
MS Spectrum Graph
Peaki:1 Ret.Time:Averaged 6.513-6.520(Scand: 1955-1957)
BG Mode:Calc 6.260<->8.037(1879<->2412)
Mass Peaks:84 Basc Peak: 187.20(25470988) MS Stage: Polarity:Pos Scgment!1 - Event] Precursor:----- Cutoff: fonization Mode:?
100 &
373
504
228
180 | 25 o 304 a6 || s 435454 : : 783
B i N O O A L Uy U L Sy B Sy S ey s s ey I S
200 250 300 350 400 450 500 550 600 650 700 750
nwz

U:\Sergey\1777-8 Fractions\1777-8 T18.Icd

b



10/30/2009 12:01:101/2

Sample Information

Date Acquired < 10/22/2009 4:54:34 PM
Sample Name 1 17779
Sample ID : T4
Vial # : 99
Injection Volume -5
Data File : 17779 Td.led
Method File : 6min 5-95,1Min Clean(254)_(214) COLI.lem
Chromatogram
1777-9 U:\Sergey\1777-9 Fractions\1777-9 T4.led
mV
I o Det.A Ch]
» ~
R r~
500 5f
o
] v S
0 NN N _N 6 7 8 9 10
H min
S/
mV —
] § Det.A Ch2|
] ~
500+
] CazHagN,S,
] Exact Mass: 424.18
250+
4 <
] g
1 ]
"1....,‘...,..‘.,.‘..,....,....,....,....,.,,.,....,.‘.
0 1 2 3 4 5 6 7 8 9 10
min
I Det.A Chl/214nm
2 Det.A Ch2/254nm
PeakTable PeakTable
Detector A Chl 214nm Detector A Ch2 254nm
eaki] Ret. Time|  Area Height | Area % [ Height % Pealdf | Rel. Time|  Area Height | Area % _[ Height %
1 7499] 7750370 779023| 100.000] 100.000 1 7499 6705539 | 677755|  99.782]  99.734
Total 7750370 | 779023 | 100.000| 100.000 2 8.634 14621 1468 0.218 0.216
Total 6720160 679223 100.000] 100.000
MS Chromatogram
1777-9 UASergey\1777-9 Fractions\1777-9 T4.led
Segmem#[ (x100,000,000)
120,081,447
1.00+
] TIC@I*1.00
] 42520@1%2.25
B R e e — —_——
0 1 2 3 4 5 6 10 11
min
MS Spectrum Graph
Pealk#:1 Rel.Time:Averaged 7.547-7.553(Scan#:2265-2267)
BG Mode:Calc 7.313<->8.207(2195<->2463)
Mass Peaks:201 Base Peak:425.20(30399953) MS Stage: Polarity:Pos Segment] - Event! Precursor:-—— Cutoff: Ionization Mode:?
100 3 a5
50
347
254 a47
179 " [, 288 l | '369 1 l | . 477 s08 |5(;5 597 I557 715 : 711 | 825 | | 931 ?54
200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
mz

U:\Sergey\1777-9 Fractions\1777-9 T4.lcd ~



10/30/2009 12:32:01 1/ 1

Sample Information
Date Acquired : 10/22/2009 5:44:44 PM
Sample Name 1 1763-28
Sample ID 1 T36
Vial # <103
Injection Volume :5
Data File : 1763-28 T36.lcd
Method File : 6min 5-95,1Min Clean(254)_(214) COLI.lcm
s\1763-28 T36.led
mV 5
I — p
1000
0
i 2
e //’\ N N I T S S
N lf}ll Y ’ min
S/
mVy o
] I Det.A Ch2j
750+ oo
: el
500
] Ca7H3oN,S,
1 Exact Mass: 476.21
250 - . o
: 23 g
1 N =N 2
....,....,....,....,....,....,....,....,....,....,....
0 1 2 3 4 5 6 7 8 9 10
min
I Det.A Chl/214nm
2 Det.A Ch2/254nm
PeakTable PeakTable
Detector A Chl 214nm Detector A Ch2 254nm
eak# Ret. Time|  Area Height | Area% [ Height % Peak# | Ret. Time| Area Height | Area% | Height %
1 8.818] 15947484 | 1045796 90.295] 89.635 1 8.823|10067473 | 787345] 93370] 92315
2 9.780] 642757 54242 3.639 4.649 2 9.141| 335236 32163 3.109 3.77
3 10414] 569634 4157 3.225 3.785 3 9.821| 318461 25697 2.954 3.013
4] 10.745| 501613 22531 2.840 1.931 4] 10750 61205 7685 0.568 0.901
Total) 17661489 | 1166727 | 100.000( 100.000 Total] 10782374 | 852890 100.000] 100.000
MS Chromatogram
1763-28 U:\Sergey\1763-28 Fractions\1763-28 T36.lcd
Segment#1 (x100,000,000)
132,138,255 3
1.00
1 TIC@1*1.00
] . 477.30@1*1.70
0.00 I R i U T e e = ———
(] 1 2 3 4 5 6 7 8 9 10 11
min
MS Spectrum Graph
Peakif:] Ret. Time:Averaged 8.840-8.847(Scan#:2653-2655)
BG Mode:Calc 8.163<->10.403(2450<->3122)
Mass Peaks:309 Base Peak:477.30(36574308) MS Stage: Polarity:Pos Segment] - Event! Precursor:----- Cutoff: Ionization Mode:?
100 Fii
239
50
260
3 585
182 R 293 I 408 463 | s13 Sl 643 665 691 727 769 815 87 890_908]
"I'"‘I'"’l"“l““l""I"“I""!‘"‘l"“l"“l“"l"" U S
200 250 300 350 400 450 500 550 600 650 700 750 800 850 900
m/z
MS Peak Table TIC
Peak#| Rel.Time | Peak Siart | Peak End Area Area% Height Height% AH Mark Name ID#|  Eveni#
1 8.844 8.163 10403 | 3864727545 100.00| 122596051 00.00 31.52] S i-1
Total 3864727545 100.00| 122596051 00.00

U:\Sergey\1763-28 Fractions\1763-28 T36.Icd

<
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DMSO, H-1, NUMEGA 10-27-09

1777-9,

0905TPIM. 9958

5f
Exact Mass: 2224. 18
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12/6/2009 19:20:07 1/ 2

Date Acquired 2 12/3/2

Sample Name PT-1F

Sample ID :T4 PT-1
Vial # 013

Injection Volume :5

Data File CPT-1F

Method File : 6min ¢ —

_</

2 H N .
mV ~<\/ N\/\N N—< \ fied

750_; - e e N H S . ————
NS

500 - Y
3 )\/ C
250 <. T TT——
o C4gH50NgS,
: Exact Mass: 770.30 i
fo . . ‘ e e — e e
0 1 2 3 4 5 6 7 8 9 10
min
my o _ e — I e .
g Det.A CIiZ,
; ) ;
.o i
25- :
H ; o
: oA N
] i Q
! &~ D
X </_//_,/’/7 - i
; e
0 [ P
0 1 2 3 4 5 6 7 8 9 0
min
1 Det.AChl/214nm
2 Det.ACh2/254nm
PeakTable PeakTable
Detector A Chl 214nm Detector A Ch2 254nm L —
|_Peak# | Ret. Time. Area __ Height ' Area% | Height % ;
16675, 187937 22166 89.187, 9l.122,
2| 7036 22785 " 2160° 10813, 8878,

Total 210722724326 100.000| 100000,
[ Toal | 210722 —-—£2920 100.000: 100.000;

MS Chromatogram
PT-1 Run2 LALCMS2 - Instrument Data\Shared\Sergey\PT\PT-1 Fractions\PT-1 Run2 T4.lcd

176,680

TIC@1#1.00

| 77130@1%3.74

MS Spectrum Graph

Peak#:1 Ret.Time:Averaged 6,677—6_683(Scan#:2004-2006)
BG Mode:Calc 6.527<->6.950(1959<->2086)

Mass Peaks:57 Base Peak:386.45(12208541) MS Stage: Polarity:Pos Segment! - Eventl Precursor: Cutoff: Ionization Mode:S$lonizationMode$
100~ - B iaEatts T T e

50 -
771
LA R Y S R T L N N1 S 1 S T R R 833

e D

200 250 300 350 400 450 500 550 600 650 700 750 800
m/z

LALCMS2 - Instrument Data\Shared\Sergey\PT\PT—1 Fractions\PT-1 Run2 T4.lcd

B



12/4/2009 17:51:33 1/ 1

Sample Information

Date Acquired . 12/4/2009 12:40:31 PM
Sample Name :PT-2
Sample ID : Pure MW 787 pooled002
Injection Volume :5
Data File : PT-2 pure MW 787 pooled.lcd PT-2
Method File : 6 min 5-95 D2only, 2Min Clean_05NOV09.lcm .
Chromatogram
PT-2 T:\Sergey\PT PURE\PT-2 pure MW 78" OH

mAU . e i o . ==

: '8 Ny S

; N N N

100 i H )\ S
. : . N v S
50 - i —_—
0h
0 C4oH50NgOS,

Exact Mass: 786.30
1 PDA Multi 1/254nm 4nm

PeakTable
PDACh1254mmd4om S
Peakd  Ret.Time . — Aren | Height .  Area% Height %
5499 ) 161306 _100.000°
T _ 9374407 161306 _100.000°

MS Chromatogram
PT-2 T:\Sergey\PT PURE\PT-2 pure MW 787 pooled.led
Segmenr#l (x10,000,000)

51 387,338 T T 'lg\ﬁﬂﬂ”\mv "
4.00§ =
| ,:
3.00»;
2.00 ?
3 TIC@1*1.00
1.00-
787.05@1%3.44
8 9 10 11
min
MS Spectrum Graph
Peakif:1 Ret.Time:Averaged 5.567-5.573(Scan#:1671- 1673)
BG Mode:Calc 5.240<->6.180(1573<->1855)
Mass Peaks:502 Base Peak:394. 35(30725563) MS Stage: Polarity:Pos Segment] - Eventl Precursor: Cutoff: Iomzatmn Mode:
100-—- - — . TRy T T T eee———— — T e e e -
50 -
787
197 #6263 31337 L0 477 M7 31576 635 673 699 719 . BL 895 940 977994.
200 300 400 500 600 700 800 900 ‘
m/z
o N _— . e . MS Peak Table TIC ] R
[Peakit Ret.Time . Peak Stat PeakEnd ~ ~ Area Arca% Height __ Height% ~ A/H  Mak ~~ Name IDF  Event#
Lol 85T 5240 6180 566144061 10000 " 47507950"""100.00 R ) S i
Total ... 5661440617 100.00" . A47507950°_  100.00:

T:\Sergey\PT PURE\PT-2 pure MW 787 pooled.lcd
‘ iy



12/2/2009 18:16:1121/2

Sample Information

Date Acquired 1 12/2/2009 5:54:51 PM
Sample Name : Sergey
Sample ID : PT-3Runl TO
Injection Volume 5
Data File : PT-3 Runl TO.led
Method File : 6 min 5-95 D2only, 2Min Clean_05NOV09.lcm
Chromatogram
Sergey T:\Sergey\PT-3 Runl T0.lcd
mAU
] ) PDA Multi 1
] <
] =
100
50
1 o
—— T T T T
PT-3 7 3 9 10 1
min
mAU
9s = S] PDA Multi 2
(=3
N& S =
7N h H N :
N N—
SN ~TON
H N S
-25 N - S
)Q/ ~ g
0 AN
. ,I.H.,.,..,....,....é....lb....1,1.‘,
5 6 7 8
C40H50N884 min
1 PDAMulti 1/ Exact Mass: 770.30

2 PDA Multi 2/ 1v>nm 4nm

MS Chromatogram
. Sergey T\Sergey\PT-3 Runl TO.lcd
Segment#1 (x10,000,000)

5.00-{52,485,196 g
4,004 °
3.00
2.00
1 . TIC@1*1.00
1.00 & !
3 e 771.05@1%2.76
E AN 4
O-OO—W‘.,..Iﬁ...i...(,....,.',’...,.j"—"‘ s e
i] 1 2 3 4 5 6 9 10 11
min
MS Spectrum Graph
Peak#:2 ReLTimeiAveraged 7.083-7.090(Scan#:2126-2128)
BG Mode:Calc 6.573<—>7‘583(1973<—>2276)
Mass Peaks:417 Base Peak:386.30(27995246) MS Stage: Polarity:Pos Segmentl - Event] Precursor: Cutoff: Ionization Mode:
IOO*F %
50+
1
1 03
178 231 271 320 367 427 488504 Sd1 591 657 699 734 i b 833 892 914 975_994
P R R B S A U Y U A A
200 300 400 500 600 700 800 900

m/z



12/4/2009 17:49:45 1 /1

Sample Information
Date Acquired < 12/472009 12:53:04 PM
Sample Name :PT-4
Sample ID : Pure MW 737 pooled(03
Injection Volume 05 .
Data File : PT-4 pure MW 737 pooled(03.lcd
Method File : 6 min 5-95 D2only, 2Min Clean_05NOV09.lcm
Chromatogram
TT 7T y\PT PURE\PT-4 pure MW 737 pooled003.1cd
PT-4 . PDA Multi |

6.657

- H N

s NNy N—¢ |

N _ -
H /k o e, - - -
= B 5 6 7 8 9 10 n
N S mir
)\/ PeakTable
_Area | Height | "Awa% | Height %
504738 ; 79873 100.000 100.000
C37H52N884 504738 ; 79873 100.000 100.000
Exact Mass: 736.32
MS Chromatogram
PT-4 T:\Sergey\PT PURE\PT-4 pure MW 737 pooled003.lcd
Segment#] (x10,000000) e i o
145,929,181 W E !
00 [ i
i i :
i H i
300 o :
200:
| TIC@I#1.00
|, 13700017278
3 4 5 6 7 8 9 10 1
min
MS Spectrum Graph
Peakd:| Ret.Time:Averaged 6.737-6.743(Scan#:2022-2024)
BG Mode:Calc 6.440<->7.240(1933<->2173)
Mass Peaks:446 Base Peak:369.30(25806461) MS Stage: Polarity:Pos Segmentl - Eventl Precursor: Cutoff: Tonization Mode:
100~ e e Ty e T e———
: !
50 - :
) ’ 737
B L - 1 I 255‘,r,_._3£,ﬂ,f§*ﬁﬁ_ U R T N TR R 923 986
200 300 400 500 600 700 800 900
m/z
- MSPeakTableTIC
d . Area *  Area% Height | Height% . AH

94329917 100.00° _ 40725889
494329917, 100.00_ _ 40725889 ]

T:\Sergey\PT PURE\PT-4 pure MW 737 pooled003.lcd
i6



12/15/2009 17:42:04 1 / 1

Sample Information

Date Acquired < 12/15/2009 2:13:54 PM
Sample Name : PT-5 repure
Sample ID MW 821 T9
Vial # : 94
Injection Volume :5
Data File : PT-5 repure MW 821 T9.led
Method File :6min 5-95,1Min Clean(254) (205) COL1.lem
Chromatogram
PT-5 repure U:\Sergey\PT\PT-5 Fractions\PT-5 repure MW 821 T9.Icd
mv o
PT-5 8 Det.ATChI
LN i
N S
/ 'N \l/ ’ e
N N :
SN NN N
H s ]
/,\ 6 7 8 9 10
N .
min
mV R e
§ he
HO [y
!
2 C43H48N808 i —
Exact Mass: 820.28 I — -
1 P e T 5
10- : [—
! o
: o :
07 e -
i A 7o R N R S e Sl T e s T
0 1 2 3 4 5 6 7 8 9 10
min
I Det.A Chl/205nm
2 Det.ACi2/254nm
PeakTable PeakTable
Detector A Chl 205mn e o Detector A Ch2 254nm
Peak# Ret. Tnne Area . Height : Area% , He eight % . Peak# : Ret. Time. _ Area Height ; Area% ' Height % :
IL 5. 733 j 8 100.000 ; R . T 5.745- 198366 21872 100.0001 100.000 |
._]'p_tali B H 688: 100.000: 100.000 - . _Total 198366 _..21872; 100.000: 100.000 ;
MS Chromatogram
PT-5 repure U:\Sergey\PT\PT-5 Fractions\PT-5 repure MW 821 T9.Icd
- - o T
i !
i
200§ i TIC@1*1.00
f821.40@1%7.66
0.00 o= o — . , e
0 1 2 3 4 5 6 7 8 9 10 11
min
MS Spectrum Graph
Peak#:1 Ret.Time:Averaged 5.743-5.750(Scan#:1724-1726)
BG Mode:Calc 5.607<->6.253(1683<->1877)
Mass Peaks 42 Base Peak 411, 55(3153607) MS Stage Polarity:Pos Segmeml - Eventl Precursor ----- Cutoff: lonization Mode:?
100 - T T T T S — - -
50 -
. H 821
ST 27 275 297 3% 392 G 461477 e 9B 6S26635 707 S
250 300 350 400 450 500 550 600 650 700 750 800
m/z
... ____ ______ MSPeakTable TIC R
[Peakit| RetTime . PeakStart _ PeakEnd .~ Area  — “Area%  Height | Heig A ]
B lf 5746, 5607, 6.253 7{62&559 - 100.00 P 7937463 | ]QQQO :
. Total: i : 76234559 100.00§ 'Z9_37§§}‘ 100.00 : ! t ‘f




12/6/2009 19:06:21 1/ 2

Sample Information

Date Acquired - 12/4/2009 4:12:04 PM
Sample Name :PT-6 PURE
Sample ID - MW 787 pooled002
Vial # 112
Injection Volume :5
Data File : PT-6 Pure MW 787 pooled.lcd
Method File : 6min 5-95,1Min Clean(254)_(214) COL1.lcm
Chromatogram
PT-6 PURE L:\LCMS? - Instrument Data\Shared\Sergey\PT\PT PURE\PT-6 Pure MW 787 pooled.lcd
mv PT-
6 e Det.A Cht!
f\o Pt
~w
\\ _
—_— —. — N Q
Ny S '“ |
74 /II\|I\ = H N \ - :
S”ON TN :
H Y S
~ e G |
N S 6 7 8 9 10
—_ min
mV . - _— e
| HO ,,.“ @ Det.A CIIZ:Z
iy I
C4oH50NgOS, s :
10 Exact Mass: 786.30 [ |
: I
50- i \ :
; i :
i [ - =
4 B -
LU e ——— — :
T - T B S e e e T — N T
0 1 2 3 4 5 6 7 8 9 10
min
1 Det.A Chl/214nm
2 Det.A Ch2/254nm
PeakTable PeakTable
Detector A Chl 214nm____ Detector A Ch2 254nm
# Ret . Area “Height ~ Area % ' Height % Peak# [Ret. Time' Area  Height  Area% ' Height % :
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Sample Information

Date Acquired : 12/4/2009 3:12:05 PM
Sample Name . PT-7 PURE
Sample ID : MW 753 pooled
Vial # 210
Injection Volume :5
Data File : PT-7 Pure MW 753 pooled.lcd
Method File : 6min 5-95,1Min Clean(254) (214) COL1.icin
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