WO 2010/039851 PCT/US2009/059058

1/15 -
W TIC of +TOF MS: from Sample 1: 8152-40C 75% RH-6 mih-LCM... ’ Max.i.ée&cp_s
1:2084- TIC: (718152/G10/6months/40 C/75% RHY |~
£ 1.0004- ; - '
g 24,64
£ 8000.00
8
g |
E sooo.oo,HJ
4000.00 . _
2 4 6 8 10 12 14 16 18 20 22 24 25 28 80 32 34 26 38 40
] Time, min L.

| W XWC of DAD Speclral Data: 279.0 tc 281.0 nm from Sampie 17 T Max. 389.2 mAU
5 6.0 UV Chromatagram {280 nm)
E
g 40
g RRT 0,60
£ 2.0 ;
5 J\,\M
< 0.0 A

0 2 4 6 B8 10 12 14 16 18 20 22 24 25 28 30 32 34 35 38 40

Time, min ) -
‘r +TOF MS: 0.356 1o 9.433 min from Samole 1 -40C 75% ... Max. §7.0 counts}
o7 372.1808
- 80 _ MS Spectrum of RRT 0.60 Peak
= . :
3
3 60+
£ 40!
[ =
[
E 20k
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
m'z, amu .
| W DAD Speciral Data: 9.107 (0 9.173 min from Sample 1 ] ] Max. 6.1 mAU
6.0~ _ 311,8681
- UV Spectrum of RAT 0.60 Peak
< .
E 4.0
[1+]
£ _203.9981
T 20
7]
£
Lo
0.0 . — . . . — : — \
200 220 240 260 280 300 320 340 7_360 380 400

WaveLength, nm

FIGURE 1




WO 2010/039851

2/15

PCT/US2009/059058

x

Inlensity, cps

TIC of +TOF MS: from Sample & T Max. 1483 cﬁs

2 4 6 8 10 12 14 16 18 20 22 24 25 28 30 32. 34 36 88 40

,

- . . Time, min ) . A
| W XWC of DAD Spaciral Data: 279,0 10 281,0 nm from Sampie 51 ; 7 ; T Max. 64.4 mAU
et .
- UV Chromatogram (280 nm)
£
40 4
g . 1,92
&
£ 20
Q
wn
=1
< N
0""—" - -
0 2 4 6 8 10 12 14 16 18 20 22 24 26 28 80 %2 84 35 388 40
’ Time, min - -
_l +TOF MS: 8.167 to 8.200 min from Sampla 5 . Tt Max, 438.6 counts
a=3.568436889850524100-004, t0=4.014350C, . ..._.. . :
372.1785
- o MS Spectrum of RRT 0.60 Peak
2 .
=3 300
g
= 200
2
£ w0 ’
- T T III. L T T L T T T T T ~ T .
200 300 400 500 600 700 800 800 1000 1100 1200 1300 1400 1500
mfz, amu
| W DAD Speciral Data: 8.640 to 8.787 min from Sample 5 ) Max. 194.2 mAU
104 _ 311.8619
UV Spectrum of RRT 0.60 Peak
=z 1504
£
£ 100] 2039139
o
£
2 50
=

200 220 240 260 280 300 320 340 360 380
WaveLength. nm

FIGURE 2



WO 2010/039851 PCT/US2009/059058
315
Concentration or m xeaction with H,0O,
at Different pH
100 5 SRS
80 e
60 — —e—pH4.5
RS —a—pH6
40 1 pH7.3
20 & 3¢ PHB
04 —x— pH9.1
0O 200 400 600 800 1000 1200 (—*—PHSS
Time, min
Concentration of RRT 0.6 in Reaction of '
with H,O, at Different pH
100
80 —e—pH4.5
0 —m—pHB
R
40 3¢ PHB
20 —%— pHS. 1
0 —o—pH9.6

Time, min

FIGURE 3




WO 2010/039851 PCT/US2009/059058

4/15
"W XWG of DAD Speciral Data: 279.0 o 281.0 nm from Sampia T~~~ =~ =" ““Max, 565.2 mAU
8,04
5 : uv Chromatogram (280 nm) of
z .04 : (718152/G10/6 months/40 G/75% RH) -
g . 40 :
5 .
£ a0g
B
= 0.0 -
0:z&ée‘;1'01'21‘41'515202224262&303234363340
Time min .
"W XWC of DAD Spectral Data: 279.0 o 281 .G nm from Sample 6 ( ; . Max. 378. 7mAU
8.0 o :
5 . RRT 0.60 UV Chromatogram (280.nm) of, .-~ .- 3T 0.60
e 6.0+ - (718152/G10/6 months/20C/75% BH)+L.35030-198
8 4.0 : ‘
=
8
S 2.0
= 0.0 LA
uéiéé1'01'21'41'6132022242328303234363840
‘Time, min
_.l +TQF Product (372.: 2) Porlod 1, 9.331 tc 9.665 mih from Sample 2y -~~~ Max, 2.8 counis
a=3.568438830238182300-004, 10=4.025392614242495906+001, ¢ : .
197.1
o S M S Spectrum of M/Z 372 {RRT 0.60 of 718152)
E 20 - ‘
o
et 1.5
=3 98.1 . o
g ° ' gr22
< -
o 2871 -
= 05 55.1 g6.1. 1121 . :
0.0‘ II| lI| I .Hll! mlillﬂ“ll i |||r||| [ IlF 1 11
40 60 8D 100 120 140 160 1BO 200 280 240 260 280 300 820 aap aso 380
m/z, amu
‘l +TOF Product (372.2): 8.866 10 9.306 oHn from Sample 4 T Max. 124.3 counts
a=3.568438830239182300-004, 10=4.0253926142424956 : :
124 197.1

MS/MS Spectrum of M/Z 372 (RRT 0.60 of L35030:198) |.

m 100

= -

2 213.1

S 241.1

£ 50

oS . :

E _dbsl4 (259.1 L dee
O :H.NJJ L | L: 3262" 35‘“2“' . | ,‘

40 60 A0 100 120 140 160 1B0 200 220 240 260 280 :-JDD 320 340 360 380 -
. . m/z, amu .

FIGURE 4



WO 2010/039851 PCT/US2009/055058
5/15

:H—2—9-354'|'|—29-326

FIGURE 5



WO 2010/039851 PCT/US2009/039058
6/15

L I | Y SN 11

DD
=m0

I }

T

7.5 7.0 65 6.0 5.5 50 45 4.0 3.5 3.0 2.6 2.0 1.5 1.6 0.5  oppm

FIGURE 6



WO 2010/039851

715

Ll | N

PCT/US2009/059058

ppm

[ - —

20

40

60

80

100

120

140

i

7.5 70 6.5 60 55 50 45 40 35 30 25 20 15 1.0 6.5 0.0

FIGURE 7

160

ppm



WO 2010/039851 PCT/US2009/059058
815

1IJ 1'2 1'1 lln ; Ippm
AMS RARRALERA RAARAARLS T RARRARELS e [ MARAAELIS RARRARZLS RAARRAZAE RARAAEZAS | ARAARALA | AARRARAAS AAARSERA T
13 12 11 10 9 8 7 & ) 4 3 2 1 ppm

FIGURE 8



WO 2010/039851 PCT/YS2009/059058
9/15
l lll | | LA man ppm
; |
q L ¢
20
]
T 40
% L] ¥ ] | L e
0 #
60
] bl 9
LI ] .0. ] ‘ -~ 8
80
100
. ] ] z
120
[ ] o Yo 0 l:
by L I 14¢
% .
I 160
75 7.0 65 6.0 55 5.0 45 4.0 3.5 3.0 25 240 15 1.0 0.5 0.0 | ppm

FIGURE 9



WO 2010/039851 PCT/US2009/059058
10/15

' \ é’ﬁjg

; - -1

! 0 i : F 1o

0 : g 8 B 4

) { Q 2

o o :

L | L ':QE 3

t { & éi L o |

L |

Ui :4

— ¢ ,w”w i o |o

— | M#ﬂ" 5 E 5
i

—4 | Qd 56
3 ﬁ?&' | b 57

] ‘@ae, ne g

.5 7.0 65 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm

FIGURE 10



WO 2010/039851 PCT/US2009/039058
1115

| IR S L I — T
220 200 180 160 140 120 100 80 60 40 20 ppm

FIGURE 11



WO 2010/039851 PCTUS2009/059058
1215

Intensily (counts)

10000

8000 —

8000 ~

2000 = J

m_
a
&
B
5
8
8

2Theta [7)

FIGURE 12



WO 2010/039851 PCT/US2009/059058

13A5
+TOF MS: 1,467 to 1.567 min from L41237-23~Jan {racal}.wifl Max, 2588.3 counls.
a=3.56B64860763438630e-004, 10-1.90408957552735530e+001 R;, sublracted {0.867 to 1.067 min and 1.8..,
2888 F72.1810
2800
26004
2400
L41237-23
2200 : Measured Accurate Mass, M+H: 372.1810 amu
Elemental Compasition; C21H26NOS
Error; 0.5 mDa
2000
1800+

1600+

Intensity, counts

12004

1000 1

600

204,167l 430.1508

(-]

13 L }. -
200 300 400 800 600 700 800 800 1000 1100 1200 1300 1400 1500
m'z. amu

FIGURE 13



WO 2010/039831 PCT/US2009/059058
14115

T T T T T T T T T T T T T T T
75 76 65 60 55 50 45 40 35 30 25 20 15 190 ppra

B 8 B REEW e HWw

FIGURE 14




WO 2010/039851
16/15

o L LT I

PCT/US2009/059058

Convert ADS To FDS_1_Simple Sum|” "7 “°" e

22500+

L Ll

2500

Position [*2Theta) (Copper (Cu))

FIGURE 15




