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Spectrum 1: 'H NMR (400 MHz, CDCl;) of 2a
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Spectrum 2: '"H NMR (400 MHz, CDCl;) of 2b
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Spectrum 3: '"H NMR (400 MHz, CDCL;) of 2¢
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Spectrum 4: *C NMR (100 MHz, CDCl;) of 2a
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Spectrum 5: APT NMR (50 MHz, CDCl;) of 2b
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Spectrum 6: *C NMR (100 MHz, CDCl) of 2¢
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 5/22/2012 4:28:50 PM
Analysis Name D:\Data\Usuarios\Vera Patrocinio\ER202_Pos_22-05-12.d
Method Tune_pos_50-3000_Lab-Mass.m Operator BIE)AL@DE
Sample Name ER202_Pos_22-05-12 Instrument / Ser# micrOTOF 10368
Comment =
Acquisition Parameter .
Sm?rco Type ESI lon Polarity Positive Set Nebulizer 04 B.ar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500V Set D_ry Gas 4.0 Umin
Scan End 3000 m/z Set End Plate Offset -500V Set Divert Valve Waste
Intens. +MS, 0.5-0.6min #(32-33)|
x1
4 \ NO,
4 339.2095 2a
+NHBn,
2]
Chemical Formula: C,,H,,N,0,"
L Exact Mass: 339,2067
0 + l 4 T T T T T
” 500 1000 1500 2000 2500 miz
Meas. m/z # Formula Score miz err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3392095 1 C26H27 100.00 338.2107 13 37 8.1 135 even ok
2 C21H27N202 17.49 339.2067 -2.8 -8.1 354 95 even ok

Spectrum 7: HRMS of 2a

Mass Spectrum SmartFormula Report

Analysis Info
Analysis Name

D:\Data\Usuarios\Vera Patrocinio\ER204_Pos_22-05-12.d

Acquisition Date 5/22/2012 4:15:39 PM

Method Tune_pos_50-3000_Lab-Mass.m Operator BDAL@DE
Sample Name ER204_Pos_22-05-12 Instrument / Ser# micrOTOF 10368
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Gas 4.0 Umin
Scan End 3000 m/z Set End Plate Offset -500 V Set Divert Valve Waste
Intens. - i -
fors +MS, 0.2-1.3min #(14-76
259 o _No:
2.0
373.1925 2b
1.5 +NHBn,
1.04
Chemical Formula: C,4H,sN,0,"
95 Exact Mass: 373,1911
0.0 = T T
500 1000 1500 2000 2500 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3731925 1 C29H25 39.01 373.1951 26 7.0 127 ok
2 C24H25N202 10000 373.1911 -1.4 =37 128 ok

Bruker Compass DataAnalysis 4.0

Spectrum 8: HRMS of 2b

printed: 5/24/2012 10:47:16 AM

Page 1 of 1
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Spectrum 9: 'H NMR (400 MHz, CDCl3) of 7b.
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Spectrum 10: *C NMR (100 MHz, CDCL) of 7b
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Mass Spectrum SmartFormula Report

Analysis Info
Analysis Name

D:\Data\Usuarios\Vera Patrocinio\ PHENO2_Pos_22-05-12.d

Acquisition Date 5/22/2012 2:12:16 PM

Method Tune_pos_50-3000_Lab-Mass.m Operator BDAL@DE
Sample Name PHENO2_Pos_22-05-12 Instrument / Ser# micrOTOF 10368
Comment
Acquisition Parameter 7
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180°C
Scan Begin 50 miz Set Capillary 4500V Set Dry Gas 4.0 l/min
Scan End 3000 m/z Set End Plate Offset -500 vV Set Divert Vaive Waste
Intens, +MS, 0.4-2.0min #(22-117),
x108
NO,
3
1 375.2074
5 +NHBn, 7D
- . +
1 Chemical Formula: C,4H,;N,0,
Exact Mass: 375,2067
500 1000 1500 2000 2500 miz
Meas. m/z # Formula Score miz err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3752074 1 C29H27 28.17 3752107 3.3 8.8 131 165 even ok
2 C24H27N202 10000 3752067 -0.7 -20 425 125 even ok
3 C20H23NB8 8.26 375.2040 -34 9.1 556 13.5 even ok
4 C14H23N120 1.82 375.2112 3.8 10.1 852 9.5 even ok
5 C13H27N8OS 3.71 375.2099 25 6.5 99.1 45 even ok
6 C12H31N409 533 375.2086 1.1 3.0 1113 -05 even ok
7 C9H23N1403 8.14 375.2072 -0.2 08 119 55 even ok
Bruker Compass DataAnalysis 4.0 printed: 5/22/2012 2:40:00 PM Page 1 of 1

Spectrum 11: HRMS of 7b
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Spectrum 13: “C NMR (100 MHz, CDCl;) (APT) of 9b
o - ~Mass Spectrum SmartFormula Report - -
Analysis Info Acquisition Date 6/13/2012 11:03:45 AM
Analysis Name D:\Data\Usuarios\Vera Patrocinio\Vera-09_pos_13-06-12.d
Method NaFormate_pos_100-1000_Lab-Mass.m Operator BDAL@DE
Sample Name Vera-09_pos_13-06-12 Instrument / Ser# micrOTOF 10368
Comment Vera-09
FM:C35 H28 N2 03
Massa neutra monoisotopica:404.209993
M+H:405.217269
Acquisition ﬁémrﬁeter -
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180°C
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Gas 4.0 Umin
Scan End 1500 m/z Set End Plate Offset -500 V Set Divert Valve Waste
Intens +MS, 0.2-0.5min #(12-31)
x106 Me\
(0]
34 9b
* NO,
405.2174 Ph
2
4+ NHBn,
4
Chemical Formula: C,5H,gN,05"
5 186.9954 268.9967 350 L1669 Exact Mass: 405,2173
200 400 600 800 1000 1200 1400 mz
Meas.m/z # Formula Score miz err[mDa] err[ppm] mSigma rdb e Conf N-Rule
4052174 1 C25H29N203 100.00 4052173 0.2 0.4 71 125 even ok

Spectrum 14: HRMS of 9b
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Spectrum 15: "H NMR (400 MHz, CDCL;) of 12a
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Spectrum 16: *C NMR (100 MHz, CDCl;) of 12a
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Specrtrum 17: IR of 12a
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Spectrum 19: *C NMR-APT (100 MHz, CDCL) of 14b

Analysis Info Acquisition Date 6/19/2012 1:34:01 PM
Analysis Name D:\Data\Usuarios\Vera Patrocinio\Vera11_pos_19-06-12.d

Method NaFormate_pos_160-1000_Lab-Mass.m Operator BDAL@DE

Sample Name Vera11_pos_19-06-12 Instrument / Ser# micrOTOF 10368
Comment Veral1

FM:C25 H30 N2 O

Massa neutra monoisotopica:374.235814
M+H:375.243090

2M+H:749.478304
M+CH30H+H:407.269305

Acquisition Parameter

Source Type ESI lon Polarity Paositive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 1500 miz Set End Plate Offset -500 V Set Divert Valve Waste
Intens.{— - - +MS. 0.3-1.3min #
x10°8 \O
1.04
] *
0.8 NH,
375.2442 Ph
e 14b
— | +NHBn,
B . +
024 Chemical Formula: C,sH3;N,O
l Exact Mass: 375,2431
0.0+— sy ey ek i : . - ' ey e T e ——— v
200 400 500 800 1000 1200 1400
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
3752442 1 C25H31N20 100.00 375.2431 -1 -3.0 78 115 even ok

Spectrum 20: HRMS of 14b
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Spectrum 27: 3C NMR (50 MHz, CDCl;) of 11a (Mixture of tautomers)

Mass Spectrum SmartFormula Report

Analysis Info Acquision Date 132012 12530 PM
Analysis Name D \DatalUsuariosiVera Patrocinio\Vera-10_pos_13.05.12.d
Method NaFcrmate_pos_100-1000_Lab-Mass. m Operator BOALGOE
Sample Name Vera-10_pos_13.05.12 Inatrumont / Sect micrOTOF 103068
Commaont Vora-10
FMC22 HIZN20
Massa noutrs mondisolopica 340 251464
M+H:341 258740
Acquisition Paramotar o
Sowrce Type ES Ion Polarty Possve Set Neoulzor 04 Bar
Foous Net actve Set Dry Hoater wc
Scan Begn 0 i Set Capitary S0V Set Ory Gas 4.0 ¥ein
Scan Eng 1500 miz Set g Puane Offvet 0V Set Dvent Vahe Waste
p— NS T 5 Gl 011
08 Mu\o
i 341,257 - NH,
1]
1
! 14
1 a
o3 & e
1
3 \
ool 4 — —
20 400 &0 00 1000 1200 400 mz
Moas miz 8 Formuls Scor miz o fmDs) errlppm] mSigma b ¢ Conf N.-Rule
M12567 Y C22HIIN20 10000 341.2587 1] 27 62 75 ewe ok

Spectrum 28: HRMS of 14a
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Spectrum 29: *C NMR of 14a (400 MHz, CD;0D)
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Spectrum 30: IR of 14b
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Spectrum 31: '"H NMR (400 MHz, CDCls) of 8a
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Spectrum 32: *C NMR (50 MHz, CDCl;) of 8a
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Spectrum 33: *C NMR (50 MHz, CDCL) of 8b
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Spectrum 34: '"H NMR (400 MHz, CDCls) of 8b.
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Spectrum 35: '"H NMR (200 MHz, CDCL) of 10b.
Ny
£3

N02 :: \ .

sz ES ;

? NBn2 |== iz s ?f‘ - ‘

[ 10b -I 3 \ '
o J“ e - Mu - ‘_] 3
........ ! 110 IOD'..'Qb A.'nynw’.-r'u.'..].u' .'s'o---‘c'o...‘n.o'-'op-
| |

Spectrum 36: °C NMR-APT (200 MHz, CDCL) of 10b.
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