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A: SHA-68 (1) Racemate

Peak results :

Index | Name Time | Quantity | Height Area | Area %
[Min] | [% Area] | [mAU] | [mAU.Min] [%]
1__|UNKNOWN| 3.07 005| 164 18] 0052
2 _|UNKNOWN| 4.69 0.04] 116 13| 0038
3 |UNKNOWN| 4,93 011] 345 36| 0.106
4 |UNKNOWN] 8.17 1.00| 1708 343 1.002
5 |UNKNOWN [11.47] 5014[32737| 1717.4] 50140
6 |UNKNOWN |14.77 | 48.66 | 2398.1 1666.8 | 48.662
Total 100.00[5905.2]  3425.3|100.000
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C: 32; (R)-(+) Enantiomer; Peak 2
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Figure 5: HPLC Chromatograms of SHA-68 (1) (A), 31 (S)-(—) Enantiomer; Peak 1 (B), and 32 (R)-(+)
Enantiomer; Peak 2 (C) on chiral column (NP; Chiralpak IA, [PA/hexanes 1/9) recorded at 204 nm)

100

80 i
60!

40 =

20 AE E

0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19-420

S3



A: RTI-118 (2) Racemate

Peak results :

Index | Name Time | Quantity | Height Area| Area %
{Min] | [% Area] | [mAU] | [mAU.Min] [%%]
1 UNKNOWN | 0.12 0.00 0.0 0.0 0.004
2 _|UNKNOWN | 3.07 0.20 1.3 0.1 0.202
3 JUNKNOWN| 3.23 0.25 14 0.2 0.248
4 JUNKNOWN | 3.36 0.30 15 0.2 0.298
5 UNKNOWN | 4.24 0.90 51 0.6 0.899
6 [ UNKNOWN | 4.81 1.56 74 1.0 1.557
7 _|UNKNOWN | 4.96 0.85 2.4 0.6 0.846
8 UNKNOWN | 8.64 0.35 0.8 0.2 0.350
9 UNKNOWN | 8.91 0.09 0.4 0.1 0.087
10 JUNKNOWN | 10.45 46.67 | 309 30.5 | 46.667
11 UNKNOWN | 12.67 48.84 28.7 31.9| 48.843
Total 100.00 80.0 65.4 ] 100.000
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C: 34; (R)-(+) Enantiomer; Peak 2
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Figure 6: HPLC Chromatograms of RTI-118 (2) (A), 33 (S)-(—) Enantiomer; Peak 1 (B), and 34 (R)-(+)

0

Enantiomer; Peak 2 (C) on chiral column (NP; Chiralpak IA, hexanes/IPA/DEA 9/1/0.1) recorded at 258

nm)
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A: 37, Racemate

Peak results :

Index { Name Time | Quantity | Height Area | Area %
[Min] | [% Atea] | [mAU] | [mAU.Min] [%]
1 UNKNOWN [ 3.16 0.75 9.3 0.8 0.753
2 UNKNOWN | 3.29 0.05 0.5 0.1 0.047
3 UNKNOWN | 3.89 2.19 17.7 2.4 2.194
4 UNKNOWN | 5.41 48.52) 277.9 53.1] 48521
5 UNKNOWN | 6.23 48.48 | 248.1 53.1] 48485
Total 100.00| 553.5 109.5 [ 100.000
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B: 38, (S)-(—) Enantiomer; Peak 1
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C: 39; (R)-(+) Enantiomer; Peak 2
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Figure 7: HPLC Chromatograms of 37 (A), 38 (S)-(—) Enantiomer; Peak 1 (B), and 39 (R)-(+)
Enantiomer; Peak 2 (C) on chiral column (NP; Chiralpak 1A, MTBE/ ethanol/DEA 2/8/0.1) recorded at

258 nm)
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Table S1 ESI MS data of NPS antagonists 1 to 30

Molecular Mass

Compound
Found Calculated
1 468.17 [M+H]™ 468.48
2 449.25 [M+H]™ 449.58
6 450.18 [M+Na]™® 450.50
7 429.2 [M+H]™® 429.50
8 429.0 [M+H]™, 429.50
9 429.3 [M+H]™; 429.50
10 443 4 [M+H]™, 443.53
11 443.5 [M+H]™, 443.53
12 443.5 [M+H]™, 443.53
13 565.3 [M+Na]™. 565.24
14 443.5 [M+H]™® 44321
15 458.3 [M+H]™® 457.55
16 388.16 [M+Na]™ 388.16
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17

18

19

20

21

22

23

24

25

26

27

28

29

30

402.18 [M+Na] ™.

402.18 [M+Na] ™.

416.19 [M+Na] ™.

430.21 [M+Na]™

444.22 [M+Na]™

395.21 [M+H]™

409.22 [M+H]"™

445.22 [M+Na] ™

434.0 [M+H]™®

4352 [M+H]™®

507.1 [M+H]"™

407.6 [M+H]™

507.2 [M+H]™

407.4 [M+H]™®

402.18

402.18

416.20

430.21

421.24

395.21

409.23

445.22

434.56

435.55

507.61

407.50

507.61

407.50

Found values determined by a) ESI HRMS; b) ESI MS
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"H NMR spectra: SHA-68, 1

Acquisition Time (sec} 26543 [ Comment 13848-25 Dare 25 Mar 2013 10:55:08

Dare Stamp 25 Mar 2013 10:56:08 File Narme Dy and My Documents\NMRL 1 3548-251 0fd
| Freguency (MHz) 300.13 Nucleus 1H MNumber of i 128 [ origin spect

Original Points Counr 16384 Owmer nmellSER Poings Count 18334 [ Putse zg

Receiver Gain 114040 SWicyclical) {Hz) B17284 Solvent CHLOROFORM-d

Spectrum Offser{Hz)  1841.7683 Type STANDARD Sweep Width (Hz} 817248 I {degree C} 27.000

'H NMR (300 MHz. CHLOROFORM ) & ppm 2.17 (dd, /=13.19, 11.30 Hz. 1 H). 2.83 - 3.00 (m. 1 H}, 3.01 - 3.16 (m. 1 H). 3.63 (dd. /~13.00.
1.70Hz. 1 H). 3.86 (dd. /=13.00, 245Hz 1 H). 4.03 (dd. /=13.19.226 Hz 1 H). 426 - 449 (m_. 3 H). 4.69- 481 (m. 1 H). 6.95-7.09 (m. 1 H).

7.21-745 (m, 11 H). 7.47-7.56 (m. 2
1364&25:’0@155‘!!' ( 0 MO2{dd) MDE{m)
MOT(m) MOSIm) MO1(dd) MD3igd)  M4m) MOB{dd)
2 ﬂ;%%@gaz‘sﬁgs%%gﬁﬂ&s geez
r o b e
il e 2 Sy B Bl L

Chemical Formula: C_H_FN O
= 24 b S )

Molecular Weight 445,43
r
il |
L8 |
I Il |
A
T LB By R o e R s L e e B e T T T T
75 T 85 (:11] 55 50 £5 40 35 30 25 di ] 15 10 05 ] 0.
Chemical Shift ippm}
RTI-118, 2
11/15f2012 2:17:03 PM
13557-135 heated HV
Acquisition Time (sec) 26542 | comment 13557-135 heated HV ~ | Date 15 Nov 2012 13:12:16
Date Stamp 15 Nov 2012 13.12:16 File Name ~ CD and Seftings\chassleriMy Docu IMR\13557-135 heated HVA10Mid
Frequency (MHz) 300.13 Nucleus 1H Number of 128 | Origin spect
Original Points Count 16384 Owner _ nmwUSER Points Count 16384 | Puise 29 N
Receiver Gain 144820  SWcycical) (H: 617284 | sotvent DMSO-d6 Offset (Hz)  1853.0359
Spectrum Type STANDARD  Sweep Widlth (H 617246 Temperature (degree C) 27 000

13557-135 heated HV.010.esp

HC\D ‘
N |
j‘N N—\(NH/_

o ~ ls}

Chemical Formula: C,;H,,CIN,O,
Molecular Weight: 485.02

‘; | I .
ol | L
; A — JU u'L . ;MJLM L‘“' v W u-iwu«l UMW

088 182677091 1.00 1.881.10361 657136 1.14 471 1.19

A L e e AR R R L T L T D T T T T T R LR I (R T T
105 10.0 95 a0 85 80 75 7.0 65 6.0 55 5.0 4‘,5 4.0 35 30 25 20 1.5 1.0 05 1] -0.5
Chemical Shift (ppm)
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Compound 6

11511-65-1.121 8ep Etyl acetatd INTERNATIONAL
NMA Labosatary

BeRRBHRER # IYERNEEENPERERER 29450 Date Stamp 21 Nov 2007 20:18-08
S TIXIITIIrygesendy gag odghn zpect
| Fuise Sequence 2
1 Salvent CHLOROFORM-1
2 Number of Translents 16
}“N /‘W Sweep WKin(Hz) 517245
[a] N H\/@ Acquisition Time jsec) 26542
g Recser Gain 32280
a Temgerature (gegree C}27.000

O Nuckeus 1H
) Fraquency (MHZ) 30013

Spectrum Offset (Hz)  1847.4115
Cherical Formula: CogHashyOs Onghal Painte Count 16384
Exact Mass: 427.19

| Einyl acelat]

r—
g 8 4=
o | g
T T T T T T T T T T T T T T T T T T T
11 10 e 8 =} g 3 2 1 o
Chemical Shift (ppm,

)
{H NMR (300 MHz, CHLOROFORM-d) 8 ppm 2.10 - 2.22 (1 H.m) 2.81 - 295 (1H. m) 3.00- 3.12 (1 K m) 3.59 - 3.70 (1 KL
m) 3.82 (1FL dd. /=13.0.3.2 Hiz) 4.03 (1 IL dt. /=133, 1.8 Fiz) 431 - 449 (3TL, m) 489 (1 H. br. 5) 724 - 742 (13 H. m)
747-754(2H m)

Compound 7

. PIRTI

13645.29- 1= 010.25p BLEINGESES33R 5§ SIBUSSIILEBILOIRF SRR (NTERNATIONAL
B e e g T B s o § PR T TR SR INMR Labaratary
Date Stamp 11 Mar 2013 17:41:20
origh spact
Pulse Sequence z9
Solvent CHLOROFORM-0
Numper of Transients 128
Swaep Widtm (Hz) §172.46
Acquisition Time (sec) 2.5542
Recelver Gain 182550
Temgeratime (d=gres C27.000
Nucieus 1H
Chemical Formula: C_H_N O s i ko A
35 ae 48 Spectrum Offset (Hz) 13415800

Crighal Poirts Count 16334

st W 32812

I 1
4 j I}
n = T = <
-4 s 2
] o i =
T T T T T T TR T T R T T T T T T T T T T PR T T e T T O T T T T I ST T T T T
1 10 9 8 T g 5 4 3 2 1 0

1H NMR (300 MHz, CHL OROFORM-d) 5 ppm 2 21 (("BM#3! 325P°T) 3 Hz) 2 96 (1 H dd, /=13.6. 3.8 Hz) 3.10 (1 H_ dd.
JF132.38Hz)3.78-393 (2H m) 404 (1 H dd, /134,24 Hz) 444 (1 H dd, F11.3,38 Hz) 448-4.68 (2 H m) 5.95 -
6.00 (1 H m) 721 (1H, dd, /=72, 53 Hz) 727- 744 (9H. m) 749 - 760 2 H. m) 7.67 (1 H,td, J~7.6, 1. THz) 852 (1 H, d,
J=49 Hz)
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Compound 8

12646-28-1
13648-26-1.010.e3p #2n EESHFKNNE ! BYLUIRBB22BREIRNAED INTERNATIONAL
me ¥ YT o 03 e o O o O e
TLP TRTRRTIETS AL S SRR ALE MM NMR Laboratory
i Date Stamp 11 Mar 2013 15:24:48
Qrigin specl
Pulse Sequence zg
Solvent CHLOROFORM-d
Number of Transients 128
(o] Sweep Widih (Hz) 617246
)\\N/\I N Acquisition Time (sec) 26542
o | Receiver Gain 1625.50
N __NH ¥ Temperature (degree C) 27.000

Nucleus 1H

O O o Frequency (MHz) 30013

Spectrum Offset (Hz) ~ 1841.5770
Original Points Counl 16384

Chemical Formula: C,H,,N,O,

Exact Mass: 425.18

l g ik Woh a2

e e P Em Lot e i FaRTEatr T e
11 10 9 8 & 6 5 4 3 2 1 0
Chemical Shift (ppm)

'"H NMR (300 MHz, CHLOROFORM-d) § ppm 2.19 (1 H, dd, J=13.6, 11.3 Hz) 2.95 (1 H, dd, /=13.0, 3.2 Hz) 3.03 - 3.15 (1

H,m)3.61-3.70 (1H, m)3.82-3.93 (1 H, m) 3.95 - 4.05 (1 H, m) 4.34 -4.51 (2 H, m) 4.83 (1 H. br. 5.) 7.22- 7.43 (10 H,
m) 7.48 - 7.55 (2H, m) 7.64 (1 H, d, /=7.2 Hz) 8.51 - 8.57 (1 H, m)

Compound 9

13646-27-2
13646-27-2.010 e5p UBRBBIRLBALER 598395985888 °-2588 IS/ INTERNATIONAL
o 0 I I e e I R 1 w ¥
o i ek i ETIXTIFFEIneoooag Sone NMR Laboratory
(is\ Date Stamp 11 Mar 2013 14:52:4€
Origin spect
=
o N/\ ‘ N Pulse Sequence 29
N.__NH = Salvent CHLOROFORM-d

Number of Transients 128

O 2 Sweep Width (Hz) 617246
26542

Acquisition Time (sec)

Receiver Gain 81270

Chemical Formula: C,4H,,N,0, Lanl:scatm (degree C) i;uou
ucleus

Exact Mass: 42618 Frequency (MHz) 300.13

Spectrum Offset (Hz) 18418622
Original Points Count 16384

300 ==

R AR R RN R AR S

1 10 9

T T T T T T Eans!

Chemical Shift (ppm)
"HNMR (300 MHz, CHLOROFORM-d) & ppm 2.20 (1 H, dd, J=13.6, 11.3 Hz) 2.89 - 3.02 (1 H, m) 3.03 - 3.18 (1 H, m) 3.62

-3.75(1 H, m) 3.82 - 3.94 (1 H, m) 4.02 (1 H, ddd, /=13.4, 3.6, 1.5 Hz) 4.31 - 4.51 (3 H, m) 5.01 (1 H. br. s.) 7.13 - 7.23 (2
H, m)724-744 (8 H, m) 7.47 - 7.58 (2 H, m) 8.49 - 8.64 (2 H, m) 8.50 - 8.51 (1 H, m)
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Compound 10

13646-10-2
13645-10-2.010.26p TICT HERAAEREREERE SrBLhES8naR835888 ke INTERNATIONAL
BEEF TELLI LT EEP TIFIPTCITLLLLTS Toow AR iy
! Date Samp 18 Fab 2013 16:2000
ongn speet
a Pulse Sequence g
E)LN/\I = Satvent CHLOROFORN-I
H | Nusmoer of Transkents 128
M. N N/ Swaep Wit {Hz) 617246
g Acquishion Time fsac) 2.5542
i Q Receiver Gan 256.00
o Temperature (gegres C)27.000
Nusleus 1H
Frequency (MHz) 300.13

Spectrum Offset (Hz)  1842.5044
Original Points Count 16384

3

Chemical Shift {ppm)
1H NMR (300 MHz, CHLOROFORM-) Sppm 217 (1 H. dd. =132, 113 Hz) 284 (1 H.td. ~128 3.4Hz) 293 -3.11 (3
Hm)355-366 CHm372-387 2 H m)389-400(1 Hom) 439 (1 H.dd, /=11.1,36Hz) 630 (1 H.t. =49 Hz)
T12-721(2H m)723-7T42(8H m) 746-755 2 H m) 763 (1 H. td. ~7.7.19Hz) 843 (1 H. dt. J~46 1.53Hz)

Compound 11

13646-11-2
13645-11-2.011.88p 993 FESTAREREN STERATRERIGYEEERs e INTERNATIONAL
B T e e ) e o o
5 p 2.8 Sl il Rl il iy NMR Labaratery
Date Stamp 18 Feb 2013 16:54:08
orgin spect
Pulse Sequence zg
Solvent CHLOROFORM-1

Numaer of Transients 128
Sweep Wilin [Hz) 617246
Acquisttion Time (sec) 26542

Recever Gain 256.00
Temperatwre (degres C)27.000
Rucieus 1H

Chemical Formula: C H N O
o

Frequency [Mrz) 300.13
Spectrum Offset (Hz)  1843.2217
Origihal Paints Count 16334

Exat i £42 30

- Chemical Shift {(ppm}
H NMR. (300 MHz, CHLOROFORM-d) S ppm 2.14 (1 H. dd. =132 113Hz)2.78-295 3 H m) 302 (1 H. td. ~12.7. 3.6
Hz)334-353(2H m)360(1H d. ~128Hz)381 (1H dd. <128 26Hz) 394 (1H dd /=132 34Hz) 4359 (1 H dd.
J=113.38Hz) 7.17- 744 (9 H, m) 7.46 - 7.56 (3 H. m) 835 - 8.50 2 H, m)
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Compound 12

o BRTI
12546132020 9 3T883RLARAREES S9ERIBYRST9H3E3HRRNS INTERNATIONAL
5 1~ . < AL SIS ORI TR pininegen
o ! Date Stamp 19 Feb 2013 14:05:3¢
)\\ Origin spect
o N Pulse Sequence zg9
N NH Soivent CHLOROFORM-d
A Number of Transients 64
O 0 J =N Sweep Width (Hz) B6172.46
Q Acquisition Time (sec)  2.6542
' Recelver Gain 16130
, Temperature {degree C) 27.000
Chemical Formula: C,;H,N,O, Muckeus 1H
] ‘ Frequency (MHz) 30013
il Spectrum Offset (Hz) ~ 1845.7279
" ‘ Original Paints Count 16384
|
i |
(] !
[ I
1oy b
i
1 l M\ i
| I [ \
\‘ I\ | l} IJ I ﬁ. | \
- i | & G L/ /£ S N
3 3 58883882 3
o 8 BACNSTAS
- T T T T T ] e e I R T e .
" 10 9 8 7 6 5 4 3 2 1 0
. Chemical Shift (ppm)
HNMR (300 MHz, CHLOROFORM-d) & ppm 2.08 - 2.22 (1 H, m) 2.78 - 2.91 (3 H, m) 3.01 (1 H, td, J=12.7, 3.2 Hz) 3.37 -
3.58 (21, m) 3.58-3.73 (2 H, m) 3.78 (1 H, d, J=13.2 Hz) 3.96 (1 H, dd, /~13.4, 2.8 Hz) 4.39 (1 H, dd, J=11.1, 3.6 Hz) 7.02
-7.15(2H, m) 7.19- 7.44 (7 H, m) 7.44 - 7.53 (2 H, m) 8.36 - 8.46 (2 H, m)
Compound 13
Acquisition Time (sec) 25542 [ comment 5 mm QNP _1HM3C/31PMEF 732460237 [ Dare 30 Jul 2008 10:17-38
Date Stamp 30 Jul 2000 10:17-28 [
File Namne ciD and Satti lertiy Documents\NMRISPR NMR data raw files\SPR archive data 200502010 nmeinmrJul30-2008-srun\20fid
| Erequency (M Hz) 300.13 Hueleus 1H Number of Transiems 18 Origin spect
Oviginal Points Coune 16384 Owrer nmeUSER Points Count 16384 Pulse Sequence g
Receiver Gain 256.00 SWieyclical) (Hz) A172 84 Solvenr CHLOROFORM-d | Sp Offser (Hz) 13472328
| Spectrum Type STANDARD Sweep Width (Hz) a172.46 Temperature {degree C) 27.000

{H NMR. (300 MHz, CHLOROFORM-4) 8 ppm 1.50 (s. 9 H), 2.14 (dd. J=13.37. 11.11 Hz, 1 H). 2.73 - 2.89 (m. 1 H), 2.93 - 3.09 (m. 1 H), 3.66 -
3.85 (m. 2 H).3.91-4.02 (m, 1H). 4.29 (d. J=5.65 Hz. 1 H). 434 - 448 (m. 2 H). 5.44 (s. 1 H), 7.04 (dd. J=7.54, 113 Hz. 1 H). 7.21 - 7.42 (m. 10

H)744-7534(m.2H), 770 (d. =791 Hz. 1 H), 815 (s. 1 H)

Ju0-2008-srun D20 ésp R
é MOS[dd)  MOE(s)

M13(d) M11{m} MQZ(m) MO(m) - -
13(d) M11im K4m), MOdfm] Ethyl Acstate
M14(s) M{Z(m) MiDigd) Mt(s) MO3(d)  MSim)
I RYSHEERERE G 3 TIA5ERY gxog g
$ TELLRSEIIC G F FILITIT Rfis T
|
|
[ o
| O)L“N/\|
| N\n/NH
= o NHBoc
"
Ethyl Acetats)
Chemical Formula:C_H N O_ £
Exact Mass: 542.25
I
I
vl
\ ']
I
|
I_ J
088 |
[=] ==
R atm s AR Raa A s ek
a5 B0 75 7.0 6.5 8.0 55 50 45 4.0 35

Chremical Shit (pom)
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Compound 14

Acqguisition Time (se¢) 28542 [ Commen: 5 mm QNP 1H13CE1PAOF Z3248/0230 [ Dare 30 Jul 2009 14:50:40 ]
Date Sramp 30 Jul 2009 14:50:40 [

File Name C:\Documents and ichasslerMy DocumentsINMRISPR NMR data raw files\SPR archive data 200502010 nmrinmeul20-2000-sruntS0ifid

Frequency (MHz) 300.13 Nucleus 1H Number of Transients 18 Oriqir spect

Original Points Count 16354 Owner nmelSER Points Count 16384 Puise Sequence

Receiver Gain 143.70 SWiecyelicall {Hz) 8172 84 Saolvent CHLOROFORM-d | Spectrum Offser {Hz) 1847 0571

Spectrum Type STANDARD Sweep Width (Hz) 617246 Temperature (degree Cj 27.000

TH NMR (300 MHz. CHLOROFORM-d) 8 ppm 2.07 - 221 (m. 1 H), 2.79 (td. /=12.81,3.77H=z 1 H), 2.92 - 3.13 (m. 1 H}. 3.61 - 3.81 (m. 3 H)
393 (dd, ~13.19.301 Hz 3H), 425-450(m. 4 H). 5.06 (br.s.. 1 H), 6.61 - 6.72 (m. 2 H). 6.99

5. 1H)L6. 72 (mL 2 H). 6.99 - 7.14 (m. 2 H). 7.23 - 7.40 (m. 8 H). 7.44 - 7.52
(m, 2H .
Jui30-2009-srun 050 esp Mﬂu‘_’f's'-‘ MO2{m)
M10im) Methylen= Cricrid MO4(m) MOS(m)
MTi[m) MO2m) MIZHm) M dd) MoGitd) MOTim}
$55BIIAANE SBEGY 8 ITSRASA33E5RNLESEER IR Srezee
A L X g 7 Luuqunirmrmwtle.ywmv Goicigigigl

60 b@
= If NH:
N 4

Chemical Formula: CagHagMN Dy
ExactMass: 44220

307 ._5 I 7

......|...-.....,...-.....,...-.....,...-...
0 25 20 15

T
] -0

QEIHME' Shift -mml

26542 [ Comment ROG030-284 Diaze 02 May 7013 14:31:38
02 May 2013 14:31:28 File Hame C\Documents and Settingsichassleribly Documents'NMRIR03038-284 CDOCIIL M
300.13 Mucleus tH Number of Transienzs 128 Orrigin spect
16384 Owner nmrJSER Poinzs Count 18354 | Puise Sequence Eir]
SWicyelical) (Hz] 517264 Solvent CHLOROFORM-d
Specrum Type STANDARD 5 Wiidth BITZ46 Ti TRTLE 27.000

IH NMR. (300 MHz, CHLOROFORMd) 8 ppm 2.24 (dd. /=13.56. 11 30 Hz. 1 H). 2.88 (s, 3 H), 2.91 - 3.05 (m. 1 H), 3.05 - 3.23 (m. 1 H). 3.67 (d.
J=1243Hz 2H),3.85(dd, /=13.00,283Hz 1 H). 423-432 (m 1H} 438 -446(m 1H). 447-461(m 3 H). 6.71 - 686 (m. 2 H). 696 (d

J=640 H 7.11-7.21 1H).727-742 8§H) 747-756 (m. 2 H
HCBEISQQSM%'@;E]) e pal (m E'L'g.;mju Lk

MOZ{m)
M1Z{m) M1Dim) MOT{m) MD5(d) MOgim)

M13fm} M1i(d)

— -Im:l
3388883538288 BoZxZggIesNaszagen
SRR ddg-pa TYFIYYIIF YOO eT T

C'MQID' ?I pocNH

| Chemical Formula: CaHogM, 04
Malecutar Weight: 456.54
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Compound 16

Dec13-07-un.030.269

o
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Chemical Formula: CayHadN-0q
Exact Mass; 265,17

M. _.CHy

et

¥

ny

INTERNATIONAL

NMR Labaratary
Date Siamp 13 Dec 2007 13:46:15
ongn spect
Pulse Sequence zg
Saolveni CHLOROFORM-O

Humber of Translents 16
! Sweep WK {Hz) 172,46
Acquistion Time (sec) 2.5542

Recevar Gain 228.10
Temperature (gegres C}27.000
Nuckus 1H

Frequency (MHz) 30013

Spectrum Offset (Hz)  1849.1913
Orighal Paints Count 15354

o

Chemical Shift {ppm)

3

TH NMR (300 MEz, CHLOROFORM.d) 3 ppm 1.13 3, t, /=72 Hz) 2.07-2.20 (1 . m) 2.81 - 206 (1 . m) 3.07 (1 HL td.
J=12.7.3.6 Hz) 3.19- 335 (2 H. m) 3.58 - 3.60 (1 H. m) 3.84 (1 H. dd. J=13.0, 2.4 Hz) 4.00 (1 H. ddd, ~133.35,1.3 Hz)
442 (1 H dd 113, 34Hz)450- 458 (1 H m) 7.25- 742 (S H, m) 747 -7.54 2 H, m)

Compound 17

413072013 5:06:08 PM

ROG038-161
Acquisition Time (sec) 2 8542 |Cnmmem ROG033-161 Dare 30 Apr 2013 180312
Date Stamp 30 Apr 2013 16:03:12 File Name [t and SettingslchassleriMy Documents INMRIRDB03E- 16111 0%d
Frequency (MHzl 300.13 Nucleus 1H Number of Transi 128 [ Origin spect
Original Points Coun: 16384 Owner nmrlSER Points Count 10384 | FPuise =
Receiver Gain 20320 SWicyelical) (Hz) 817284 Solvent CHLOROFCRM-S
Offset (Hz) 18437798 Type STANDARD | Sweep Width {Hz) 817246 [ (degree C) 27000

H NMR (300 MHz, CHLOROFORM ) 5 ppm 1.10 - 1.21 (m. 6 H). 2.02 - 2.18 (m. 1 H). 2.70 - 2.05 (m. 1 H). 3.07 (td. J=12.62. 330 Hz 1 H),
3.50 (dt, J=13.10, 1,70 Hz, 1 H). 3.78 - 4.1 (m. 3 H). 4.33 (d, J=7.16 Hz. 1 H), 4.42 (dd, /~11.30,3.77 Hz, 1 H), 7.25 - 744 (m, 8 H), 746 - 7.56

‘m_ 2
Smuagﬁg)!n,l&n;p MO8igd) Ma2im)
Mﬂ'ﬂm: Mglj;d} M06{m m'_:i{‘dt) M'Dich MU':'-‘(H‘}
2258389858 I998IREEEREERRLEEERARE 2zoan
P P P B B f e P P T - T s £ oy L RR v i T v
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Chemical Formula: CzzHzsMNa0s
Exact Mass: 378,19
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Compound 18

Acquisition Time [sec] 28547 [ Date 13 Dec 2007 18:08:32 [ Date Stamp 13 Dec 2007 16:08:32
File Name cAD and Seti lery O NMRISPR NMR dats raw fles\SPR Archive data nm© 2005662008 \Dect 3-07-runt10%d
| Erequency (MHz] 300,13 MNucleus H Number of Transients 18 Origin spect
Original Points Counr 15384 Owner nmrlSER Points Count 18384 Pulse S =g
Receiver Gain 256.00 SW{eyclical) (Hz) 517284 Solvent CHLOROFORM-d | Specirum Offset (Hz) 15480663
Type STANDARD Sweep Width (Hz) 617245 [degree CJ 27.000

IH NMR (300 MHz. CHLOROFORMd) & ppm 0.91 (t. J=7.54 Hz. 3 H), 1.46 - 1.59 (m, 2 H). 2.07 -

220 (m. 1 H),2.83-295(m._ 1 H). 3.07 (td,

J=12.62,3.39 Hz. 1 H). 3.18 (rdd. J=7.25. 7.25. 5.46, 1.88 Hz. 2 H), 3.63 (dt. /~13.19. 1.88 Hz. 1 H). 3.84 (dd. J=12.81. 2.64 Hz, 1 H). 4.01 (ddd.
J=1328,367,1.51Hz, 1 H). 442 (dd. 7~11.30.339H=z 1 H). 455 (t, /546 Hz, 1 H). 7.23-7.44 (m. 8H), 7.47-7.56 (m. 2 H)
Dect307-nun.010.esp MOE{dd)
MoRiadd Mozl MASIt) MO3m)  MO2m) (Sl Aos
MiZim) Mig{ad) (e 4r &

M13(m) M1 ?— M)
2888553855 $39982888285 5° 5 5 2
PR R e TYYTETOOCGOSD Boid ol i S o
e e E e [ )

3
o XA
I \../‘\‘:H5

O

Chemical Formula: C,.HasM40
Exact Mass: 379.19

il il
024100 1.031.02 104
=]
70 65 B0 5.5 50 458 40 a5 an 25 20 15 10 as o
Chemical Shift (ppm)
Compound 19
[ Dare 14 Dec 2007 17:44:32 |ﬂm5raw 14 Dec 2007 17:44:20

Wy Documents\WMRSPR NMR data raw files\SPR Archive data

200502008 \Dec4-07-runt ! 0'fid

Nugleus 1H MNumber of Transients 18 Origin spect
Owner nmrlJSER Poinzs Count 15364 Pulse Sequence

SWicyclical) {Hz) 6172.84 Solvent CHLOROFORM-d Offser 18502657
Sweap Width {Hz) 817248 Temperature {degree C} 27.000

1H NMR. (300 MHz. CHLOROFORM-d) & ppm 0.87 - 0.97 (m. 3 H). 1.30- 140 (m 2 H), 1.41-154 (m 2H),2.07-2.19 (m, | H), 2.81 -
2.94 (m, 1 H), 3.07 (td, ~12.62. 339 Hz. 1 H), 3.16- 327 (m, 2 H), 3.59 - 3.69 (m, 1 H). 3.83 (dd. /~13.00.2.83Hz. 1H).3.95-4.05(m. 1
H).4.41{dd, ~11.11.358Hz 1 H). 461 (t. /~=527Hz 1 H). 7.23 - 744 (m, 8 H). 747 -7.57 (m, 2 H)
M10¢m) MO{m)

Dec14-07-rn 010 esp

M13im)
Mfﬂm]

Chemical Formula: CaqHa7N.05
Exact Mass: 363.21

MO3(m}
—h

= Msidd) = MR4{m) MA2(m)  MD1im)
i }
HE Ethyl Acetat Pl
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Compound 20

Acquisition Time [secl 25542 [ Comment RO&038-180 Dare 30 Apr 2013 1707:12

Date Szamp 30 Apr 2013 17:07:12 File Name C:\Documents and Seftings\.chascleriMy DocumentsiNMRIRDBO3D- 12001 0d
Frequency (MHz} 300.13 HNucleus 1H Number of Transients 133 Origin spact

Oviginal Points Count 16384 Owner nmrlISER. Points Cownt 18384 | Pulse Fiv ]

Receiver Gain 181.00 SWicyclical) (Hz) B172.84 Solvent CHLOROFORM-d

Spectrum Offser (Hz)  1843.2730 Specirum Type STANDARD Sweep Width {Hz} B8172.48 Temperature (degree ) 27.000

IH NMR (300 MHz, CHLOROFORM-d) 3 ppm 0.81 - 0.98 (m. 3 H). 1.18 - 1.41 (m. 4 H), 1.49 (quin, J=7.25 Hz. 2 H). 2.13 (dd. /~13.19. 11.30 Hz,

1H),2.79-2.97 (m, 1 H), 3.07 (td, /~12.62,3.77Hz, 1 H),3.14-331 (m, 2 H). 3.56 - 3.72 (m, 1 H), 3.83 (dd. J~13.19, 2.64 Hz, 1 H), 4.01 (ddd,
ﬁrmégﬁaﬁéﬁs 1.13 Hz. 1 H). 441 (dd. J=11.30.3.77Hz 1 H). 457 (. J—546Hz 1H). ﬂll?"a‘:méﬁé(nLBH} 7.47-7.61(m. 2H)

Mi3{m) M]_U‘:Id} M08im) MOTim} MI2im)

M1dim) mM12it) MOgicid) WD) MOlidd) MO2(qun)  MDSim)
CEEEEER R 9539932388858455R288BEC002095 058388 528
l\-\r-r-r‘-r\-r\l-l\—hl\-rl\- m‘_‘IT t:ﬂﬂnnirm :c:Nwrv-—-rlur.:; ————————— TeP

o
‘.
"N
o M. _NH

Chemical Formula: CuH NjO
Exact Mass: 40722

[Ramazsmasypmanseasy) T T
85 8 80

Chemical Stift (ppm}
Compound 21

Acguisition Tinve (sec) 28542 [ Comment 181117 Dare 105 Sep 007 19:50:24

Dare Stam, 05 2007 10:50:24 File Name EE) i hang archive data 2008nemn11811-1T40d
| Frequency (MHz) 300.13 Nucleus 1H Number of i 18 [ Origin spect

Original Points Counr 16384 Owner omrSER Paints Count 16384 | Pulse Sequence 20

Receiver Gain 161.20 SW(cyclical) {Hz) 617284 Soivenr CHLOROFORM-d

5 Offset 1840.5303 Spectrum Type STAMDARD: | Sweep Width B1T2 46 Temperarure ree C) 27.000

IH NMR (300 MHz, CHLOROFORM-d) & ppm 0.84 - 0.92 (m. 3 H). 1.25- 1.33 (m. 6 H). 1.43 - 1.53 (m. 2 H). 2.06 - 2.15 (m, 1 H), 2.89 (dd.

JF=13.00. 358 Hz 1 H). 305 (dd, /=12.62. 358 Hz. 1 H). 3.16-3.24 (m. 2H). 3.60 - 3.69 (m, 1 H), 3.60 - 3.68 (m, 1 H), 3.83 (dd. /=13.00,2.83
Hz 1 H). 401 (ddd, /=1338,3.58. 1.13 Hz. 1 H). 441 (dd. /<1130, 377Hz. 1H). 459 (s, 1 H). 7.26 - 742 (m, 8 H), 747 -7.55 (m, 2 H)

11811-17.040.esp Ml?él_‘dd)
M'ﬁ‘m: MUZ[S] Mﬂﬁl’m} MC"Q{‘GG:: ME_'.{IH:I
M];!_rx"- Mﬂoldﬁ) MO4( ddd]MQ]-mJ MQ'E‘{!H '_‘(!di M!gi!ﬂl M'I5"|1] M]i:"nl
EHERABASES £3997% RREI2528355R258858 28 F¥YEEERES
Lol [ L] R R ] LR TR o~ o o
ol s e 5o L i b e B i A S S TI5 s 228

Chemical Formula: C;gHq N3Oy
Exact Mass; 421.24

-E&U—ﬂ 20.820.07

[

B B B s LN s R Ay AR L .....,....... T
s} = ] 45 40 3.5

Chemical Shift {ppm)
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Compound 22

Acquisition Time {sec) 28542 [ Dare 24 Jun 2008 18:42:08 [ Dare Stamp 24 Jun 2008 18:42:08
File Name CiDocuments and Settings\chasslerihy Documents\NMEVSPR NMR data raw fles\SPR Archive data nmi 200502008 . Jun24-08-nm 10064

Frequency (MHz) 300.13 Nucleus 1H Number of Transients 18 Origin spect

Original Points Count 16354 Owner nmrdSER Points Count 18384 Pulse Sequence Fii]

Receiver Gain 362.00 SWieyclicall (Hz) B172.54 Solwent CHLOROFORM-d | Spectrum Offser (Hz) 1848 8284

Specirum Type STANDARD 5 Widh 8172.48 Temperature {degree Cj 27.000

TH NME. (300 MHz. CHLOR.OFORM-d) S]Jplrl 1.87 (br.s.. 1 H), 2.14 (dd, /~13.19. 1130 Hz. 1 H). 241 (5. 3 H), 2.73 (. =365 Hz. 2 H).
286 (td, /~12.81,3.77Hz, 1 H), 3.08 (td, /=12.72. 358 Hz 1 H). 323 -338 (m: 2 H), 3.67-3.75 (m. 1 H). 3:84 (dd, /~13.19,2.64 Hz. 1 H).
402 (ddd, F=13.37.358. 1.13Hz 1 H). 441 (dd, /~11.30,3.77Hz_1 H]] 326-534(m. 1 H). 7.25-742 (m, 8 H), 748-7.58 (m. 2 H)
Jun24-08-nn 010 ecp Witig{]

pr— e 5 e o
M12m) MOE[gd)  MIEm) MOitd) M) H (i)
M13im) M-'!im\ M1E['duj MIJT'I'rr.i MEEI’m" MEII]-:IJ MGZis'I Midibr s}
AReaESR8ER HE8 IYSR2EE SRR BEEEREENRR SRS
P fm P P P P o e P d Ty o rﬂrt‘)"‘)l“)n 3 63 cd o o 0l 0d od o o ol ol ol e
e e e — "E_‘ T_[LL gl = el

Chemical Formula: C,oHogN,04
Exact Mass: 384,20

75 0 &5 50 55 50 y 25
(Chemical Shift (ppm)
Compound 23

Acquisition Time (sec) 28542 [ comment 11511-149-2 | Dage 27 Mar 2008 22:40:36

Dare Samp 27 Mar 2008 22:40:38 File Name E:\ rimentats¥zhang archive data 2008nm>i11811-140-350'd
| Frequency (MHz) 300.13 Nucleus 1H Number of i 1 Crigin spect

Original Points Counr 16384 Owner nmrUSER Poinzs Count 18384 | Puise zn

Receiver Gain 81270 Swicyclical) (Hz) 617264 Solvent CHLCROFORM-d

Spectrum Offset (Hz] 1847 2197 Type STANDARD | Sweep Width (Hz) 817246 T e (deqree Cj 27 000

TH NMR (300 MHz. CHLOROFORM-d) & ppm 1.62 - 1.67 (m. 3 H). 2.15 (dd. J/=13.37. 11.11 Hz. 1 H). 2.37 (s, 3 H). 2.70- 2.78 (m. 2 H). 2.84

(dd, /=13.19,3.39 Hz 1 H). 3.07 (td. /~12.62. 3.77Hz. 1 H). 3.28-3 41 (m 2 H). 3.67-3.77 (m. 1 H), 3.83 (dd. /~13.37.2.83Hz. 1 H).3.90 -
398 (m. 1 H). 441 (dd. ~11.30.3.77Hz. 1 H). 6.92 (d. =400 Hz 1 H). 7.26 - 7.44 (m. 8 H). 7.48 - 7.56 (m. 2 H)

11811-142-3.060 esp MO {m}
MiZ{m) MAZHm) Mg MOgigd)

Mitjm) M10id) MDi{dd)  MO3dd)  MDSm) MOB(m) M13(s) Migm)
AEGHRAATNS B 2987 83858, 88955888sRARE20NC5Y
P-r\-.r\-r\-l\l—-.‘l\1l-\rhr-r\-\r~\.r...;l)_s‘) va'rz r>~‘:c—\m ﬁoﬂﬂ)ﬂl&r‘.ynwwr\lmymmmw?&—\)—

o

Chemical Formula: CoqHzgMN,04
Exact Mass: 406.22

116482 Do
]

R B L A R AR LN LN LR RN UL ERARS LR R
75

35
Chamical Shift {ppm)
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Compound 24

H), 728-7.44 (m. 8 H), 7.48 - 7.55 (m. 2 H)
11811-147-B0&0esp
M‘!'ﬁ:‘r. s}
M!21m|
hddddddde

_n_.l_:\“.,_...,..a..l—-l

O

M
MD1jed)

e
SAREERRS

TH NMR (300 MHz. CHLOROFORM-) & ppm 1.61 - 1.68 (m. 3 H). 2.14 - 2.21 (m. 6 H). 2.37
1H).328-336(m. 2H),3.62-3.73 (m. 1 H), 3.83 (dd, /~1281 264 Hz 1H).3.89 (br.s..

Acquisition Time (sec) 28542 [ Comment 11B11-147-3 | Dare 25 Mar ‘IIIB 18:25:36
Dare Stamp 25 Mar 2003 16:25:38 File Name hang archive data 200Bnm0i1 1811-147-2404d
| Frequency (MHz) 300.13 Mucieus H Number of i ‘a [ Origin spect
Original Points Counz 16364 Owner nmriJSER Points Count 18384 [ Puise i |
Receiver Gain 512.00 SWicyclicall (Hz) 617284 Solvent CHLOROFORM-d
Specirum Offset (Hz) 18483533 Type STANDARD | Sweep Width {Hz} 617248 T {degree Cj 27.000
37-245(m. 2 H). 2.79 - 2.87 (m. 1 H), 3.00 - 3.08 (m.

1H). 440(dd, J=11.11.358Hz 1H). 716 (br.s._1

MO4{m)
02ibr. 5.} MiDE{m) MOB(m}
MOZga)  MIS(m)  MOT(m) MO%m) M10im)

a0 388!:"""‘_‘ _:’_;“’_9“"’3%@%

I_I-Ijilwmﬂﬂmﬂstﬂﬂmmﬁ BRI L ety

SOANN

Chemical Formula: C;4HagN,O
Exact Mass: 422.23

s
e

218 085088 221 727 7%
[
e e At e L e s E A e
i 25 20
anlca]"‘mtv,pm!
Compound 25
Acquisition Time (sec) 26542 | comment 13646-24-2 | Date 27 Mar 2013 13:42:24 -
Date Stamp 27 Mar 2013 13:42:24 File Name C:\Documents and Setiings\chasslerMy Documents\NMR\13646-24-2110Vid
Frequency (MHz) 300.13 Mucleus 1H Number of Transients 128 Origin spect
Original Points Count 16384 Owner nmrUSER Points Count 16384 |Pnlses_e(msm:e zg
Receiver Gain 512,00 | SWieyelical) (Hz) 617284 Solvent CHLOROFORM-d
Offset (Hz)  1842.1953 Spectrum Type STANDARD | Sweep Width (Hz) 6172.46 [ Temperature (degree C) 27.000

'"H NMR (300 MHz, CHLOROFORM-d) & ppm 1.97 - 2.20 (m, 5 H), 2.75 - 2.92 (m, 6 H), 3.05 (1d, J=12.62, 3.39 Hz, 1 H), 3.58 (d, J~12.06 Hz,

H), 3.76 - 4.05 (m, 4 H), 4.38 (dd, J=11.11, 3.58 Hz, 1 H), 6.52 (br. s., 1 H), 7.20 - 7.44 (m, 8 H), 7.46 - 7.58 (m, 2 H), 10.63 - 10.68 (m, 0 H),

11.56 (br. s., 1 H)

13646-24-2.010.esp

Mﬂ‘mj

Mo2(m) MOs{m)
MOi(dd) M) MO3(d) MOB(rm)

M) MOSIm)  MO7(or.s)
8 229899558 o SEh88588NEE88500 R asy
= Ry g EER R L

1

o)L N
N _NH
G,
O ~c:FacozHGH

Chemical Formula: C,H,,F,N,O;

Exact Mass: 548.22

L M11(m)
S n
p—l
0.00 0.00 0.00 0.00 0.00 000 000000 000000 0.00
e LIN SSM——— R e T poes T Sl Lasin o prvr e e
B0 75 70 B85 60 55 50 45 40 35 30 25 20 15

k1

1.5 110 1[)5 100 95 9.0

Chemical Shift (ppm}

S20



Compound 26

1HNMR. (300 MHz. CHLOROFORM-d) 8 ppm 1.42 - 1.48 (m. 9 H), 1.60 - 1.92 (m. 1 H). 2.02 - 2.24 (m. 2 H), 2.87 (br. .. 1 H), 3.02-3.25 (m. 2 H). 3.34 -
3,66 (m 6H). 3.71-3.90 (m, 2 H), 409421 (m. 1 H), 4.5 (ddd. /-1083.6.88, 339 Hz 1 H), 7.08-7.44 (m.

13645151 MRS MOTim; M
q | M4im) MOSim a5y
M) MO3{dlcd} MADim) MOSIm D6/ Moaibr 5. MO%im) Mdm
NemEREn oo 5 :
HEARBRARER 2
TR i e o

Chemical Formula; C2RH34N405

Malecular Weight: 5106 50

Acquisiion Time (sec) 26542 [ comment 13645-17-1 | Dame 20 Feb 2013 14:34:48

Date S1amp 20 Feb 2013 142445 File Nama Co\Documents and Setings\shassieriy DocUmeniEWMT! 13645-17-11100

Frequency MHz 300.13 | Mucreus H Number of Transients 64 ongm srsct Oriqnal Pomes Count 15384
owner nmUSER | Poinzs Count 15365 Duise Sequence 2g Recsiver Gain 256.00 SWieyelical) (Hz) 17264
Sotvant CHLOROFORNM-A Specrum Offser (Hz)  1843.3255 5 m STANDARD | Sweep Width (Hz) 17245
Tem perarure (deqres C) 27.000

H). 7.50-7.57 (m. 2H)

083340 a9.58 0.4 093 248 @9z D42 116
= = |

L B L L L L L L L L L B L L L L L R B L R R NRR R IR un R n ]
75 74 6.5 ED 55 50 45 4 35 0 25 20 15 13 45 o a5

Compound 27

13646-21-1

13645-21-1.010.esp

TN R > © © A#J
o |
}\\N/\
0]
NT& NH;
O Q 0 CF3CO2H |
|
Chemical Formula: CsHz7F3N,O5
Exact Mass: 520.19
. |
Chemical Formula: C23H26N403
1
Molecular Weight: 406.48
|
|
|
1
i 1 |
Al i
—— e L B R L—JIU
¥ g8 3 8
B E% g 3
i s maE T T
1 9 8 7 6 5 4

i Chemical Shift (ppm)
H NMR (300 MHz, DMSO-d) & ppm 1.82 - 1.95 (1 H, m) 2.06 - 2.20 (2 H, m) 2.65 - 2.78 (1 H, m) 3.05 - 3.21 (1 H, m) 3.27

(1 H, dt, J=11.6, 4.0 Hz) 3.33 - 3.70 (6 H, m) 3.75 (1 H. d, J=4.5 Hz) 4.64 (1 H, ddd, J=10.8, 6.3, 3.6 Iz) 7.29 - 7.48 (8 H, m)

7.58 (2 H,d, /~7.5Hz) 8.12 (3 H, br. 5.)

Fnaminat KA nom

INTERNATIONAL
NMR Laboratory

Dale Stamp 04 Apr 2012 13:21.04
Qrigin spect
Pulse Sequence zg

Solvent DMSO-d6
Number of Transients 128
Sweep Width (Hz) 617248
‘Acquisition Time (sec) 2.6542
Receiver Gain 256.00
Temperature (degree C) 27.000
Nucleus 1H
Frequency (MHz) 300.13
Spectrum Offset {(Hz)  1853.6180
Original Points Count 16384

S21



Compound 28

A it Tirme 26542 ment 14646-31-1-1 | Date 13 Mar 2013 i
| DateStamp  13Mar201310:5600 ' D and Settings'chassie’My DocumentsiNMRYI 3646-31-1-110d
| Frequeney (MHz) 30013 | MNucteus 1H 128 [ spect
| Original Points Count 16384 Owoer  omdJSER 16384 | Pulse Sequence g
| Ruceiver Galn _1290.20 | SWcyclical) (Hz) 617284 CHLOROFORM-d
| Spectrum Offset (Hz) 18416641 | Spoctrum Type STANDARD 724 | Temperature (degree C) 27.000

'H NMR (300 MHz, CHLOROFORM-d) 5 ppm 1. 39-152(m,9m 2.08 - 2.23 (m, 2 H), 2.85 - 3.01 {m, 1 H), 3.02 - 3.16 (m, 2 H), 3.41 (br. 5., 2
H). 3.61 (d, J=5.65 Hz, 2 H), 3.84 (br. 5., 1 H), 3.94 - 4,07 (m, 1 H), 4.27 - 4.38 (m, | H), 4.38 - 4.49 (m, 2 H), 7.27 - 7.46 (m, § H), 7.47 - 7.57 (m,
2 H)

19646-31- MREIGsp MO4(mpMOS(m)  MOT(d)
M1 {m) MOS{m)  MOG(be, 3. )MOB(bY. 3.} Mii(m) mz(gn)
30 - fu. noe od oo B
dgpizhaans 3335 FRE 3 Sas P
Qo
o “/\
T&! "o
Chemical Formula: C28H34N405
Molecular Weight: 506.59
[ Mioim)
Mo3(m) \
Wy J
LY, I JlSIU,_.lL_r'\J‘-ﬂ‘_}" f/\u_u_/“‘tu.l'»‘_ —_—— ___J‘ I Jl_ ks
196801 196101 114103208 181 176108 168 200
T T T e T T e e _— s
75 10 65 B0 55 50 45 40 35 a0 25 20 15 10 [ o 08
Chemical Shift (ppm)
Compound 29
| comment 13646-32-1 Date 18 Mar 2013 15:08:52 1
: File Name CAD« and Setfings\chasslerMy Documents\NMR\13646-32-1110\id
Nucleus H | Number of Transients 128 |Origin __ spect | Original Points Count 16384
Points Count 16384 | Puise Sequence 29 Receiver Gain 724.10 SW(cyclical) (Hz) 617284
CHLOROFORM-d ‘ Spectrum Offset (Hz) 18415530 Spectrum Type STANDARD | Sweep Width (Hz) 6172.46
ee C) 27.000

'I-{NMR(300MHZ CHLOROFORM-d) & ppm 2.05 - 2.21 (m, 2 H), 2.35 (d, J=7.16 Hz, 1 H), 2.71 - 2.92 (m, 1 H), 3.03 (t, /=12.24 Hz, 1 H), 3.17- 3.6

4 H), 3.84 (t, J=13.00 Hz, 2 H), 3.95 - 4.12 (m, | H), 4.40 (ddd, J=11.02, 7.4, 3.77 Hz, 1 H), 4.60 (br. 5., 1 H), 7.28 - 7.43 (m, 8 H), 7.45 - 7.58 (m, 2
878 (or 5. 11,984 (.5, TH)

13646-32-1.010 es N11(m) MOg(r.s) MOZ(r)  MOS(m)  MO3(m) MO1(d)

h'ﬂ‘(hr. s} Mj_@‘a) Mﬂm) Moggdu) '_(l) Mﬂ MO '_g.rn!

3 s $928838a8 Y39RRBEEER38RIRIBIRKIREIC

c'n ? INI\I\VLI“:NNV\F- Mﬁvvvnnnnnnnﬂmﬂﬂwuwﬂwu

BALAAIALLLLL GRS

Q

0)‘1»:/\'“ q

O T "'CNH
) °

CF3CO2H

Chemical Formula: C25H27F3N405

Exact Mass: 520.19

I ey
’| A M i I ﬁ,'l
v A 'l,' A
VA l / \;‘ | \/ ’ 1. ’% A L L
0.87 0.90 1970%70@ 1.151.07 102192 394 1.041.00 0.972.00
sl d 1 L - i
95 990 85 80 5 70 65 60 55 50 40 15 30 25 20 15 10 05 0
Chemiraishm(ppm]
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Compound 30

[ comment 13646-34-2__| Date

02 Apr 2013 17:15:44
02 Apr 2013 17:15:44 File Name
Nucleus 1H Number of Transients 128 I Origin
Owner nmrUSER Points Count 16384 Pulse ience
| SW(cyciical) (Hz) 517284 Solvent CHLOROFORM-d
STANDARD | Sweep Width (Hz) 617246 Temperature

Offset(Hz) 18421055 | Spectrum Type

spect

CADocuments and Settings'chassleriMy Documents\NMR\13646-34-2410'id B

C) 27.000

'H NMR (300 Mz, CHLOROFORM-d) & ppm 1.32 - 1.53 (m, 1 H), 2.04 {(t, /=13.00 Hz, 2 H), 2.48 - 2.96 (i, 5 H), 2.96 - 3.19 (m, 3 H), 3.19 -

3.81 (m, 7H), 3.92 (d, J~10.17 Hz, 1 H), 4.37 (t, J=7.72 Hz,

13846-34-2.010.esp

M10(br. 5.) MOS(m) Mﬂt} Mﬂd) MOS(m) MO7(1)
& BYETB8ABREY BohehIgRLabARRLTRB2IoR EBRE
& FEN G ¥
T el p it

CF;C0H

H I I ‘ [
o Al |
! W (4 1Y Wl L
[r‘ ::\j _Nll ] ‘ i "

VAR S

DB
298

NPy

1H), 4.48 - 4.69 1.H), 7:07+ 7 , 10 H), 8.77 (br.s., | H
8- 469 (m, LI, 7.17- 770 m, 108D, 877 (.5, 1 1)

LM / |
AL \-L _,,J';.A
164 1270 1.061.28 1.20 701 00425? 547 L254 1.42
L — L] — Y o J
T T T ARARSRASEANS TS, Rua LnLE T BRas e e T : T T
85 80 75 7.0 E5 6.0 55 50 45 40 35 30 25 20 15 10 05 ]
Chemical Shift (ppm)
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RP Analytical HPLC chromatograms:

Compound 1 (SHA-68)

Chromatogram : 13646-25 fr 32 auto B 5t095 20minhold52_26_2013 6_31_12 PM

System : autosampler Prostar 410-210-335-ELSD Acquired : 2/26/2013 6:32:22 PM
Method ¢ auto B 5 to 95 over 20 min Processed : 2/27/2012 12:30:01 PM
User: Carla Printed : ¥25/2013 5:08:48 PM

1364625 fr 32 auto B 5t095 20minhold52_26_2013 6_31_12 PM1.DATA - Prostar 335 Absorbance Anglog Channel 1 EL0605907
9,000 =

8,000

7,000 |

6,000 l

o 5,000 |

T 4,000 h

3,000

2,000 ]

1,000 }

T S |

|
l

0 1 2 3 4 5 6 7 8 g 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25
. Min

1 | UNK] 18.47) 100. . 1

[ Totat 10000186936 128031 100.000]

Compound 2 (RTI-118)

Chromatogram : 13646-8-1 repur auto B 5t095 20minhold52_21_2013 1_50_41 PI

Systemn : autosampler Prostar 410-210-335-ELSD Acquired : 2/21/2013 1:51:51 PM
Method : auto B 5 to 95 over 20 min . Processed @ 2/21/2013 2:30:21 PM
User : Carla Printed : 9/25/2013 1:27:14 PM

13646-8-1 repur auto B 5to95 20minholds2_21_2013 1_50_41 PM1 DATA - Prostar,235 Absorbance Analog Channel 1 ELO605907
3,000 |T

2,500 ||\

2,000 ‘\

|

5

2 1,500

£
1,000

0§ T - .

G 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25
Min

o— e e e P e ol — e

1 |UNKNOWN | 1495] 9824 |7963.2 844.9) 99.238
2 |UNKNOWN | 18.11 Q78] 837 65| 0762

Total 100.00 | 3026.9 8514 ]
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Compound 6

Chromatogram : r06039-152 12-16-08_channel2

System : NOT DEFINED
Mathad : NOT DEFINED
User : Tyler Graf

Acquired = 1271772008 3:14:30 AM
Processed - 12713/2013 3:19:38 PM
Printed = 12172013 3:10:48 PM

rO6033-152 12-16-08.DATA» 220.00 nm (Channel 1)

1.5
1.4
1.3
1.3
1.1

0.5
0.5
0.7]
0.5
0.5

0.4 |
0.3 |
0.2
0.1

Al

o

o

1687

T C T R e T

Peak results :

4 & g 10 12

Min

14 20 22 24

Ind=x Name

Time

Quartiy
[Min [3 Area)

Widith 5%
[hein]

Height %=
[%]

Hesght
By

Area  Arsa %t
[AU.Sec] [l

1

LIMKROWN

12213

08.71

BB.65T.

1.4

113

98712

2

UIMKRCWN

16.587

125

0.12

0.0

01

1.288

Total

100.00

100000

115

100,000

Compound 7

Chromatogram ; 13646-29-1 auto B 5t095 20minhold53_4_2013 4_33_04 PM1_ch

System : autosampler Prostar 41 0:21 0-335-ELSD
Method : auto B 5 to 95 over 20 min

User : Garla

13846-29-1 auto B 51095 20minhold53_4_2013 4_33_04 PM1.DATA - Prostar 335 Absorbance Analog Channel 1 ELO6059071
1100

1,000

Acquired ; 2/4/2013 4:34:14 PM
Processed : 3/4/2013 5:42:41 PM
Printed : 9/25/2013 5:11:56 PM

I
|
\

|
:' !
E 400 ii
3 5 ||
2001 . S |I
100 - oA _ il -
-100 i 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25
Min
1 UNKNOWN | 13.87 715 7.1 4.055 |
2 |UNKNOWN | 1461 | 956.01  136.01 95.045
I 100.0011027.5 123,1] 100.000
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Compound 8

Chromatogram : 13646-28-1 auto B 5t095 20minhold53_1_2013 4_06_01 PM1_ch

System : autosampler Prostar 41 0-210-335-ELSD Acquired : 3/1/2013 4:07:08 PM
Method : auto B 5 to 95 over 20 min Processed : 3/1/2013 4:53:57 PM
User ; Garla Printed ; 12/27/2013 3:38:07 PM

13646-28-1 auto B 51095 20minhold53_1_2013 4_06_01 PM1.DATA - Prostarg335 Absorbance Analog Channel 1 ELO5059071
! =
5,500' ¥
5,000 '\
4,500
4,000
3,500 \
> 3,00
< 2,500
20
1,50
1,000
500

==10.81

| 2

D D SN

-50
9 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25

Min
1 MNOWN | 14.20 9508154623 1483.1 | 95979
2 [UNKNOWN [ 19,81 s02| 612.0] 6241|4021
T 10000 |60743] 15452 100,000
Compound 9

Chromatogram : 13646-27-2 auto B 5t095 20minhold53_1_2013 3_33_45 PM1_ch

System : autosampler Frostar 410-210-335-ELSD Acquired : 3172013 3:34:54 PM
Method : auto B 5 to 95 over 20 min Processed : 3/1/2013 4:54:42 PM

User : Carla Printed : 12/27/2013 3:38:14 PM

13646-27-2 auto B 5to95 20minhold53_1_2013 3_33_45 PM1.DATA - Prostag 335 Absorbance Analog Channel 1 ELOB059071
5,500 2

Al e —. ~ =iy =

5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25
Min

1 |UNKNOWN | 1404 100.00|5 [ 13018]

T 100,00 | 5182.4]  1301.8|100.0
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Compound 10

Chromatogram : 13545-10-2auto B 5t095 20minhold52_18_2013 7_32_47 PM1_cl

Syslem : autasampler Prostar 41 0-210-335-ELSD
Mathed : auto B 5 to 95 over 20 min

User:

Carla

Acquired : 2(18/2013 7:33:58 PM
Processed : 2/19/2013 11:02:43 AM
Printed : 8/25/2013 5:15:45 PM

13545-10-2auto B 5t095 20minhold52_18_20137_32_47 PM1.DATA - Prostar 335 Absorbance Analog Channel 1 EL06059071

1,600

2

g

L.

1,400
1,200
1,000

-200

800
600
4004
200

ob—-

B IL/" i

@«

o

L 1282

[4]

1

2

3 4 5 6 7

8 9 10 11 12 13 14 15 168 17 18 18 20 21 22 23 24 25

Min

243

53.5

UNKNOWN

5.1 1

 UNKNGWN

14.76

97 1502.3

235.7| o7.869]

Total

100.00

000

240.811

Compound 11

Chromatogram : 13646-11-2auto B 5t095 20minhold52_1 8_20137_00_31 PM1_ct

System : autosampler Prostar 410-210-335-ELSD
Method * auto B 5 to 95 over 20 min
User : Carla

13646-1 1-22331{?0 B 5ta85 20minhold52_18_2013 7_00_31 PM1.DATA - Prostar 335 Absorbance Analog Channel 1 ELO6058071

Acquired ; 2/18/2013 7:.01:40 PM
Processed : 2M15/2013 11:03:54 AM
Printed : 8/25/2013 5:16:54 PM

3

1381

| S R
i 2 3 4 5 6 7 8

1 UNKNOWN | 13.91 70.4 6.7 2077

2 |UNKNOWN [14.50( ©97.92 | 19642 318.0] 07.923

Total 100.00 | 2034 .7 324.7 [ 100.000 |

9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25

Min
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Compound 12

Chromatogram : 13646-13-2auto B 5t095 20minhold52_19_2013 1_52_01 PM1_ct

System : autosampler Prostar 410-210-335-ELSD Acnuired : 211972013 1:53:09 PM
Methaod ; auto B 5 to 95 over 20 min Processed : 2/19/2013 2:32:114 PM
User : Carla Printed : 12/27/2013 3:40:35 P

13646-13-2auto B 5t085 20minhold52_19_2013 1_52_01 PM1.DATA - Prostar 335 Absorbance Analog Channel 1 EL06059071
3,000 :

2,500
2,000

0 N e e e e

01 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25
Min

1 |UNKNOWN | 14.55] 100,00 | 2806.6 488.4 | 100,000

Compound 13

Chromatogram : R06039-282 auto B 5t095 20minhold512_17_2013 12_56_09 PM

System ! autosampler Prostar 410-210-335-ELBD Acquired : 12/117/2013 12:67:17 PM
Methed : auto B 5 to 85 over 20 min Processed : 12/20/2013 3:07:35 PM
User : Carla Printed : 12/23/2013 11:45.16 AM.

ROB038.282 auto B 5tng5 20minhold512_17_2013 12_56_09 PM1.DATA - Prostar 335 Absorbance Analog Chapnel 1 EL0605807
6,000 -

5,000
4,000
ﬁ 3,000
2,000
1,000

0'_.—-—4"\,.,7#— . — -

1
0 1 2 38 4 5 8 7 8 & 10 11 12 13 14 15 16 17 18 198 20 21 22 23 24 25
Min

Total 100,00 | 65781 721.81100.000 |
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Compound 14

Chromatogram : R06039-283 auto B 5t095 20minhold51 2_19_2013 3_45_58 PMH1

System : autosampler Prostar 410-210-335-ELSD

Method : auto B 5 (o 95 over 20 min

User: Carla

Acquirad : 121972013 3:47.08 PM
Processed : 12/19/2013 4:18:53 PM
Printed : 1223/2013 11:44:458 AM

ROB039-283 auto B 5t095 20minhold512_1¢_2013 3_45_58 PM1.DATA - Prostar 33§}Absorbance Analog Channe! 1 EL08059071

250
200

150

maU

100
50

o

-

i

e

-

i

i

|
|

0o 1

1 [ UNKNOWN

2 3 4

100.00

1077

5 6 7 8 9

209

10 11

1

197.7

100.000

Compound 15

12 13 14 15 16 17 18 19 20 21 22 23 24 25
Min

Chromatogram : R06039-284 auto B 5t095 20minhold812_19_2013 5_55_00 PM1_

System : autosampler Prostar 410-210-335-ELSD

Method @ auto B 5 to
User : Carla

95 over 20 min

Acguired : 121192013 5:56:09 PM
Processed : 12/20/2013 9:18:58 AM
Printad : 12/23/2013 11:44:23 AM

ROB036.284 aulo B 5t095 20minhoki512_19_2013 5_55_00 PM1.DATA - Prostar 335 Apsorbance Analog Channel 1 EL06059071
220 e o

200,
180
160
140
120|
g 100)
80
GO
40
20
o
-20)

o

o

it

o 1

1| UNKNOWN

16.17] 10000

146.0

154

100.000

100.00

146.0

154

100000

2 3 4 5 6 T 8 6 10 11 12 13 14 15 16 17 18 19 20 21 22
Min

23 24 25

S29



Compound 16

Chromatogram :

System : NOT DEFINED
Mathod : NOT DEFINED
User : Tyler Graf

r06039-164 12-17-08_channel2

D TR2ATI2008 5:48:11 AM
Proceased - 1271372013 32237 PM
Printed : 127132013 3:22:44 PM

I06038-164 12:17-08.0ATA - 220.00 nm {Channel 1)

1.3
o
1.1
1
0
0.4
0.7
o 0.5
L4
0.5
0.4
0. |
| . = B
| o [ = g
02 | § g g b
& i
0.1 K_’_/_J L_,_,\___——f‘———'__“‘_—_—'——
o
2 3 [ [ 10 12 14 16 18 20
Min
Peak results :
Tndex Marme Time Casantay |Widin 50% Height % Height]  Area Arsa %
g {¥ Aren] Jsal Jati) Jadirer] EDS
1 _JUNKNOWN] BBe0] o608 012] beera] 11 B5] D5oad
2 LUINKNOWI | 10,427 120 012 1.332 0.0 o1 1.288
5 [UNKNOWN[14347 | 1.3 D12 1M13] 0.0 01 1.385
4 UNENOWN | 18,667 0.09 0.07 0.183 0.0 0.0 0.086
s [unknown|ztesa] oz poo| ogzoal o0 00| poso
Total 100.00 100.000 1.1 8.9 | 100.000
Compound 17
Chromatogram : r06039-161 12-17-08_channel2
System - NOT DEFINED Acquired : 1211 7/2008 5:18:16 AM
Mathod - NOT DEFINED Processed - 121372013 =38 PM
User : Tyler Graf Printed : 121132013 3:2154 PM
ro6039-161 12-17-08 DATA - 220.00 nm (Channel 1)
4
1.
1.6
1.4
1.4
=2
< 1
0.8
0.6 5
4 | I 8 8 3
0.4 LE; 2 || @ EE: g
N R A J
i 3 I 3 ] 70 2 T3 5 18 0 5 24
Min
Peak results :
Index  Name Time Ouantiy |Width 50% Height % | Haight Araa  Arsa %
__[Man] [% Area [Min] %) | [AU] (AU Beo] [
1 KNOWN | 4.087 0.10 .07 0.175 00 X 0.099
2 NN | 3 DBG 0.15 A 0.188 [1]4] I 0145
3 KNOWN | 10.240 96.93 .13 95612 20 164 96.933
4 KNOWN | 15.307 1.48 12 1.630 0.0 & 1.478
5 UNKNCWE | 18 853 0.04 0.08]| [£X1] 0.0 0.043
& LINKNOWN | 19 200 07 018 0570 00 01 D717
7 UNKNOWN | 20.007 0.12 010 0.175 0.0 0.0 0.123
8 UNKNCWHN | 21.107 0.48 0.10 0.535 00 0.1 0.451
Total 100.00 100.000 20 17 5 | 100.000
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Compound 18

Chromatogram : r06039-165 12-17-08_channel2

Systemn :NOT DEFINED Acquired : 12717/2008 6:20:05 AM
Method : NOT DEFINED Processed - 12/13/2013 3:23:37 PM
User : Tyler Graf Printed : 12132013 3:30:13 PM

r06033-165 12-17-06.DATA - 220.00 nm {Channel 1)
fud

1.1 =1
1
0.9
0.9
0.7
_ 04
<04
0.4
0.3 -|
0.4 | h R L g
by L A
0.1 .
o
0 2 3 [ B 0 2 14 16 18 20 22 %4
Min
Peak results :
Index. Name Time Quantty |Width 50% Height % | Hesght|  Atea Area %
_ Area [, ]| WAUj|AUSs] [
1 LINEMOW N 437 B8.32 . 0B.063 1.0 | 98330
2 LINEMNCWN 440 1.35 5 1.438 0.0 .1 1.362
3 LINKMNOW| LGBD 0.09 . 0.200 0.0 L0 0.090
4 UMEKROWH [15.847 030 08 0.250 0.0 i} 0198
Todal 100.00 100,000 10 8.2 100,000

Compound 19

Chromatogram : r06039-166 12-17-08_channel2

System : NOT DEFINED Acquired : 12117/2008 6:50:50 AM
Method : NOT DEFINED Frocessed 3/2013 3:31:12 PM
User : Tyler Grat Printed : 121%2013 3:31:22 FM

r06039-166 12-17-08.0ATA - 220.00 nm (Channel 1)

1.3 ;
3
1.3 i
1.1
1
0.9
0.8
— 07
< 0.g
0.5
0.4
03 |. g g g
0.4 K E da 5
0.1 L_/rl’/ b
ot
3 i 3 ] 10 2 14 6 18 70 77 ]
Min
Peak results :
Index  Mame Time Cuantity |Width 50%  Height % | Height Area  Area %
[Mer] [% Area] [Mr] [%]] (AU} | jAUSec] [
1 LIMKNOW 8T 0.37 A 0.450 0.0 .0 0367
2 LINKNOWN | 12147 05.34 . 05.640 12 .7 | 96.337
3 LIMKNCWN | 16 653 133 A 1.397 0.0 1 1.331
4 LIMKNOWMN | 18.403 0.52 A 0.654 0.0 .1 0518
E | UNKNOWN | 13087 068 010 0802 00 01 0880
£ LINKNOWEN | 21 467 073 009 1.048 00 01 0786
Total 100.00 100.000 1.2 10.0 | 100.000
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Compound 20

Chromatogram : r06039-180 12-17-08_channel2

System : MOT DEFINED:
Method : NOT DEFINED

Uzer : Tyler Graf

Acquired : 12717/2008 3:25:35 AM
Processed : 1213/2013 3:34:13 PM
Printed : 12132013 3:40:41 FM

06039180 12-17-08.0ATA - 220.00 nm (Channel 1)

0.9 g
0.8 I
0.7
0.6
- 0.5
<
0.4]
0.3
0.2 | “ i
5 T ]
0.1 K_/_/,,/_,_J e
o
0 3 P [ ) 0 12 4 16 18 20 22 24
Min
Peak results :
Index Name Time Cuarntity | Width 509 Height %% | Hedght Area  Area %
[Min] [% Area] [Mn] [oe]] (AU |jAU.Sac] [
1 UNKMNOWN | 8907 0.48 010 0.560 0.0 00 0.458
2 | UNKNCWN | 13.BB0 0B.54 0.12 08.549 08 6.4 | 98542
3 | UNKNCWN |17 B40 1.00 0.14 0.883 0.0 o1 1.000
Total 100,00 100,000 0g B85 1100000

Compound 21

Chromatogram : r06039-132 12-16-08_channel2

System : NOT DEFINED
Method : NOT DEFINED

User : Tyler Graf

Acquirsd - 1271 8/2008 11:06:56 PM
Processed : 12/13/2013 3:08:40 PM
Printed : 127132013 3:12:57 PM

r06039-132 12-16-08.DATA - 220.00 nm {Channel 1)

1.5
1.2 y
1.1
1
0.9
0.8
0.7]
£
< 0.5
0.5
0.4 ‘ 8
o
0.3 | N ‘ g &
0.2 | 1 E 3
o =
0.1 & !L_f;__ﬂJ L
K b =
o
1] 2 4 [ a 10 12 14 16 18 20 22 24
Min
Peak results :
Index Name Time Quantiy |Width 50% Height % | Height Area Area %
[t Area] Min] fAL | (AU Seg) [l
1 UNENOW] 253 0.19 .09 0.270 0.0 .0 0.189
2 UMNENOW| . TBT 0.58 13 0.566 0.0 L1 0.581
3 UMKMNOWM [ 11.647 1.00 12 1.012 0.0 .1 1.018
4 URKMOWNM | 15437 02.08 A1 02.805 11 L4 | 02061
S UMKNOWN 118803 1.28 013 1088 0.0 01 12801
& | UMKNOWN] 13133 202 o1 2850 00 03 38
T | UNKMOWN | 24053 1.05 0.08 1.303 0.0 0.1 1.064
Total 100.00 100.000 12 9.0 | 100.000
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Compound 22

Chromatogram : r06039-215_channel2

System : NOT DEFINED Acguired : 12/19/2008 5:53:02 AM
Method : NOT DEFINED Processed : 1213/2013 3:44:42 PM
User : Tyler Graf Printed : 121122013 3:44:48 PM

r06035-2i5. DATA - 220.00 nm (Channel 1)
-

o

1.4
1.3
1.2
1.1

0.5
0.8
0.7
0.6

Al

0.4 ‘
0.3

0. |
0'{1,,_.__| \ \

a3aq7

Min

Peak results :
Index- Mame Time Quanbty |Widih 50% Height 9 | Hesgl
45 Ares %]
1 UMKNGWN [ 12307 0082 019 90.641
2 UNKMNCWN | 33 807 018 0.09 0.350

£y

Area Area %o
AU S=c] I
15.8| 99.816
0.0 0.184

ofE

e [+
o [

Total 100.00 100.000 1.3 15.8 | 100,000

Compound 23

Chromatogram : r06039-197_channel2

Systemn : NOT DEFINED Acquired : 1211572008 3:50:13AM
Method : NOT DEFINED Processed - 12132013 343:18 PM
User : Tyler Graf Printed - 121132013 3:43:25 PM

r06032-197 .DATA - 220.00 nm (Channel 1)

1.3
1.9 A
1.1
1
0.4
0.8
5 07
< 0.
0.5
0.4
0.3 | | |
0.4 5 .
o] |\ = 3
rig =
; K R
e
5 10 15 70 Z5 30
Min
Peak results :
Index  Mame Time Cuantity | Width 50%  Height % | Height Area  Araa ¥
[Wir] [% Arsa] [Nin] ] puAUSs [
1 LINKNOWN | 12160 186 .13 2514 0.0 . 1.958
2 UMKNOWN G8T 9667 1% | 0587 1.2 14 96.672
3 LINKRNOWN | 18.027 0.38 13 0.514 0.0 k 0.361
4 LINENOWN BET 0.7 1T 0.825 0.0 . 0.768
5 [UNKNOWNI] 20 053 025 013 0.368 0.0 0o 0.245
Totat 100.00 100.000 1.3 15.3 [ 100.000
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Compound 24

Chromatogram : r06039-196_channel2

System : NOT DEFINED Acquired : 1211972008 3:08:19 AM
Methaod : NOT DEFINED Processed : 12132013 34220 PM
User : Tyler Graf Printed : 12132013 3:42:34 PM

M06033-156.0ATA - 220.00 nm (Channel 1)
1.4 =

1.3 r
1.2}
1.1
1
0.5
0.4
0.7}
0.6
0.5
0.4
0.3
0.2 ’
01 .

o S
(1] 5 10 15 20 25 30
Min

Al

17 260
18 853
19.573
208M

Peak results :

Index  Mame Time Crsnbiy
[% Area]

1 MEMNCWN [ 12 467 03.7e
2 | UMKNCWHN | 12 807 3.89
3 UMKMOWN | 17 060 036
4 | UNKNOWN | 18.653 D82
£ JUMNKNOWRN 110573 018
[ LINKNCWN | 20 BO0 (iK::]
Todal 100.00

Compound 25

Chromatogram : 13646-24 fr55 auto B 5t095 20minhold52_26_2013 5_58_ 57 PM1

: Prostar 410-210-335-ELSD Acquired | 2/26/2013 8:00:05 PM
ety o 55 owar 20 i Processed : 2/27/2013 12:29:25 PM
User : Carla Printed : 9262013 5:20:38 PM
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13646-24 fr55 auto B 51095 20minhold52_26_2013 5_58_57 PM1.DATA - Prostag 335 Absorbance Analog Channel 1 ELOBD59071

1,600 |
1,400 |
1,200 |
2 1,000

800

600

400 i
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Compound 26

Chromatogram : 13646-11-1 auto B 5to95 20minhold52_20_2013 4_15_35 PM1_c

Systern : autosampler Prostar 410-210-335-ELSD

IMethod : auto B 5 to 85 over 20 min
User : Carla

15646-11-1 auto B 5t095 20minhold52_20_20134_15_35 PM1.DATA - Prostar 335 Absorbance Analag Channei 1 ELOB059071

Acquired ; 2/20/2013 4:16:43 PM
Processed : 12/27/2013 3:42:46 PM
Printed ; 12/27/2013 3:43:00 PM

5,000,
4,500
4,000
3,500
3,000

32 2,500
E 2,000
1,500
1,000
500

0 .

.82

i ST

-50
%

1| UNKNOWN [19.45

_95.35

4731.5

1 2 3 4 5 6 7 8

Min

2| UNKNOWN }19.82

4.65

354 5

2061 4

g 10 11 12 13 14 15 16 17 18 189

20 21 22 23 24 25
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§36.1

100,000 |

Compound 27

Chromatogram : 13646-21 fr 23 auto B 5t095 20minhold52_22 2013 1_44_35 PM'

Syslem : autosampler Prostar 410-210-335-ELSD

Method : aute B 5 to 95 over 20 min
User : Carla

Acquired ; 2/22/2013 1:45:43 PM
Processed : 2/22/2013 2:27:55 PM
Printed : $/25/2013 5:22:06 PM

13646-21 fr 23 auto B 5t085 20minhoid52_22_2013 1_44_35 PM1.DATA - Progtar 335 Absorbance Analog Channel 1 EL0B059071
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Compound 28

Chromatogram : 13646-31-1-1 auto B 5t0o95 20minholdS3_11_2013 4_24 58 PM1.

System ; autosampler Prostar £10-21 0-335-ELSD
Method : auto B 5 to 95 over 20 min
User : Carla

Acquired : 3/11/2013 4:26:08 PM
Processed : 3/11/2013 5:03:36 PM
Printed ; 12/27/2013 3:44:01 PM

13646-31-1-1 auto B 5to85 20minhold53_11_2013 4_24_58 PW1.DATA - Prostar 335 Absorbance Analog Channel 1 EL08058071
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Compound 29

Chromatogram : 13646-32 fr 50 auto B 5t095 20minhold53_14_2013 6_29_28 PM'

System ; autosampler Prostar 410-210-335-ELSD
Method : auto B 5 to 95 over 20 min
User : Carla

Acquired : 3/14/2013 6:30:38 PM
Processed : 3/15/2013 10:02:21 AM
Printed ; 9/252013 5:23:52 PM

136846-32 fr 50 auto B 5t095 20minhold53_14_2013 6_29_28 PM1.DATA - Progtar 335 Absorbance Analog Channel 1 EL08059071
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1 UNKNOWN | 13.97] 1 2442 8 467.3 |1
100,00 24428|  457.3]100,000]
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Compound 30

Chromatogram : 13646-34PREPFR69 auto B 5t095 20minhold53_28_2013 1_49_1

Syster : autosarmpler Prostar 440-210-335-ELSD

Mathod @ auto B 5 to 95 over 20 min

User : Caria

Acquired : 3/28/2013 1:50:22 PM
Processed : 3/28/2013 3:43:32 PM
Printed : 9/25/2013 5:25:32 PM

346-34PREPFRE9 auto B 5t095 20minhold53_28 2013 1_45_14 PM1.DATA - Prostar335 Absorbance Analog Channel 1 ELO8059
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