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Spectroscopic data. Compound 3a 'H NMR

OH

3a

COOMe

(enol form only)

B (m)
1.24
F (s) E|(s) D (m) Al(s)
12.13 3|76 234 0lo1
[l [ H
C (m)
1.89
Ju JA__H'\ )\.J\L
12.5 15 10.5 95 85 75 7.0 6.5 55 45 35 25 15 05 0.5
1 (ppm)



Spectroscopic data. Compound 3a”C NMR
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Spectroscopic data. Compound 3a HRMS
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Spectroscopic data. Compound 3b 'H NMR
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Spectroscopic data. Compound 3b "C NMR
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Spectroscopic data. Compound 3b HRMS
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Spectroscopic data. Compound 3¢ 'H NMR 500 MHz
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Spectroscopic data. Compound 3¢ '"H NMR 500 MHz, expanded
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Spectroscopic data. Compound 3c APT NMR
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Spectroscopic data. Compound 3¢ APT NMR expanded
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Spectroscopic data. Compound 3c HRMS
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Spectroscopic data. Compound 3d 'H NMR
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Spectroscopic data. Compound 3d 'H NMR expanded
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Spectroscopic data. Compound 3d “C NMR
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Spectroscopic data. Compound 3e '"H NMR
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Spectroscopic data. Compound 3e '"H NMR expanded
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Spectroscopic data. Compound 3e “C NMR
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Spectroscopic data. Compound 3f '"H NMR
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Spectroscopic data.

0

Compound 3f 'H NMR expanded
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Spectroscopic data. Compound 3f °C NMR
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Spectroscopic data. Compound 3f HRMS
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Spectroscopic data. Compound 3g 'H NMR
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Spectroscopic data. Compound 3g 'H NMR expanded
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Spectroscopic data. Compound 3g "C NMR
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Spectroscopic data. Compound 3g HRMS
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Spectroscopic data. Compound 3h 'H NMR 500 MHz
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Spectroscopic data. Compound 3h 'H NMR 500 MHZ expanded
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Spectroscopic data. Compound 3h APT 500 MHz
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Spectroscopic data. Compound 3h HRMS

Sample Name: 6b Sample Location: P1-E6 Sample Id: Operator: Milka
Data File Name: D:\PE Sciex Data\Projects\Roglic\Data\MDI_6b_MK70V_pos1.wiff Acq Time: July 18 2012, 03:43:31 PM
Method: d:\TOF Software\d: thods\Night_Seq_Comp_ident1.anm\efc.xml
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N

T
da s a AN

(90 10)

3h -

Merged XIC, Period# : 1 Experiment# : 1
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N
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N
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B of7ad
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5 0w
P zed.2777
2
il |
= vl H
B
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Lol be e ol § : : , ‘
=50 256 556 =60 560 TE60 ERr EECT) 7506 Zdoo
/e nenu
TS T S 05 5 15 0 708 T FET M 6E NI 70V RasT Wit AGTSFT AR A TOSE EE T
__zes 1038
¢ 8. O=a
g rowa
. 004
5004
a.0ea 2822777
2 oaa ]
»ea 1o7a a0 1761
2. 00ap i
1004
ool i L N W W | I -
585 T 576 mvs ova 5¥e 5FA 580 SAS  SAa  SAG AR 5h0 265 364 255 564 500 802 664 506 s08  sio

[ Formula [ Compound name | Mass | Peak RT (min) [ Peak area | Description |

| C16H2603 | - [ 266.18819 | 0.40 | 4.14250 F6 | -
Species | Abundance (counts) | lon Mass | Measured Mass | Error (mDa) | Error (ppm) | Ret. Time Error (min)
[M+H]+ 161613.71 | 267.19547 267.19375 -1.72015 -6.44 -
[M+Naj+ 23761.16 | 289.17742 289.17613 -1.28847 -4.46 --
[M+K]}+ 4355.29 | 305.15135 305.15090 -0.45474 -1.49 -
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Spectroscopic data. Compound 3i 'H NMR
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Spectroscopic data. COMPOUND 3i "C NMR
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Spectroscopic data. Compound 3i HRMS

O OH
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Sample Name: MDI_MS_005 Sample Location: P1-E1 Sample Id: Operator: Milka

Data File Name: D:\PE Sciex Data\Projects\Roglic\Data\MDI_MS_005_MK70V_pos1.wiff Acg Time: April

Method: D:\TOF_Data\damethods\Night_Seq_Comp_ident].anmiefc.xml

26 2012, 03:34:09 PM

Ninx 1954 ops
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o't o'z o'z ola EES o'e 7 o'a a’s E:) EREl a2 als 14 s

Time, min

Merged XIC, Period#:1 Experiment#: 1

Max 2 165 counts.

W T OT WS 0 305 10 0. 661 min from MBI RIS D05 _MIK7 OV, pos T witf AGNant

2 1es —100.0759

2.0e5
1 8es
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g 10254 117 000

2o0eamil, |
F
] i . I
oo I OO L .
850 556 TZoo 400 “5oa

200 2400 G600
m/z amu

1800 2000 2700 2400

Mox. 3166 counts.

WTITOT WS 0 305 16 0661 min frem MDI_MS. 005 MR70V. posT Wit Agient
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5000 - ‘

asoo ] “

5000 4 M

4500

g PrEEE 1"

E 3500 4 ‘\
|
2500
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15003

va00 ] g\

| W

P N A
Tabs i85 6 7855 T840 Tan

Mz amu

B 185 5.5 186.0

Tess 187 0 187 5

Formula | Compound name Mass Peak RT (min) | Peak area | Description
C11H1802 | - 182.13068 0.39 | 1.59884 E5

[ species | Abundance (counts) | lon Mass | Measured Mass | Error (mDa) | Error (ppm)

Ret. Time Error (min)

| M+HI | 7349.92 | 183.13796 183.13735 -0.60202 3.29
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Spectroscopic data.
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Spectroscopic data. Compound 2a 'H NMR expanded
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Spectroscopic data. Compound 2a °C NMR
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Spectroscopic data. Compound 2b 'H NMR

2b

Ph

>LO)KL)N JAOK

—r—
12.5

11.5

—r—
10.5

9.5

. . ——
8.5 75 7.0

f1 (ppm)
38

—r— .
6.0 5.0

4.0



Spectroscopic data. Compound 2b 'H NMR expanded
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Spectroscopic data. Compound 2b "C NMR
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Spectroscopic data. Compound 2b HMRS

Sample Name: MD
Data File Name: D:

H J)k W rerged XIC at - 122 088, 182.628, 363.240, 364 248, 381.275, 386.230, 402.204, 727 .489 Max 2 26 cps

os1.wiff Acq Time: April 26 2012, 03:28:48 PM
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e
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& o7 o's
Time, min

Merged XIC, Period# : 1 Experiment# : 1

NMox 1 366 counts

W TGRS 0477 10 0. 743 min Trom MBI _MS_005_MK70V_pos 1. Wil Agient Added + T OF MS.

1 z7es . s64.2a85
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8 00es5
7.00es

6.00e5

oy s,
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3.00e5

L
2400
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1800 2000 2200

/z amo

1200 1400 1600

NMax 1.3566 counts

TTOF MS 0 A77 16 0,744 min Tom MD1_MS_003._MK70V_pos 1. will Agillent, Added +1TOF RS
4 27e6 364.2485
1.20e6 -

i
1 10061
1 00e6
5 005 -
& 00es |
7.00e5 1‘
6.00e5
]
5 0008
4.00es

3.00e5

2.00e5
1.00es
o.00 T -
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Mz amu

s

ses.251a
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0

| Formula Compound name| Mass Peak RT {min) [ Peak area | Description
[ C21H33NO4 | - | 363.24096 0.39 | 2.48771E7 | -

| Species ] Abundance (counts) | lon Mass | Measured Mass | Error {(mDa) | Error (ppm) | Ret. Time Error (min)
[M+H]+ | i 4 | 364.24824 | 364.24845 | 0.21657 0.59 -
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Spectroscopic data. Compound 2¢ 'H NMR
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Spectroscopic data. Compound 2¢ 'H NMR expanded
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Spectroscopic data. Compound 2¢ 'C NMR
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Spectroscopic data. Compound 2e

'H NMR
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Spectroscopic data. Compound 2e 'H NMR expanded
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Spectroscopic data. Compound 2e “C NMR
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Spectroscopic data

Clw s

Bn

MeO, CO,Me

2e

. Compound 2e HRMS

‘4 Sample Id: Operator: Milka

Sample Name: 18a Sample Location: P1
Data File Name:
Method: d:\TOF Softwareldamethods\Night_Seq_Comp_ident1.anm\efc.xml

E Sciex Data\Proj is\Roglic\Data\MDI 18a_MK140V_pos1.wiff Acq Time: July 18 2012, 04:37:00 PM

W iSTaed XIC et ©8. 728, 147 566, 2635 162, 564 170 371 157, 318 1565 532 156, 567 355

o.34a

Tia= 5 A5G Sps

Merged XIC, Period# : 1 Experiment# : 1

W TGRS 0 300 (6 0. 355 rain from M T8 a MK TA0V_pos1 Witf Agiant
294 1691
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50e5
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5005 |
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s0es
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coes 214 0873
soes !
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comt il . |

=
CAANNDUADOUODONNGOD OO S 4

Max. 1 166 counts

=60 “60 560 E:E) 1060 1260 1400 1600
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WS T SR MBS 0 300 1o 0 335 mun from MDI_ 1 Ba_MK1A0V_pos1 Wit Agient
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T e

\
;

\ {
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P 2o
c
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@

Wiax 1 186 counts.

N
EEEwS Zeh o Zoh s 2850 2955 295 0 295 5 257 0 297 5 2686
m/z_amu

ZoB 5 295 0

Formula Compound name Mass Peak RT (min) | Peak area | Description

C16H23NO4 | - 293.16271 0.34 | 3.08524 E7 | --

lon Mass

Measured Mass

Error (mDa)

Error (ppm)

Ret. Time Error (min)

Species | Abundance (counts)
[M+H]+ 112 ‘

294.16998

294.16908

-0.90965

-3.09
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Spectroscopic data. Compound 2f 'H NMR
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Spectroscopic data. Compound 2f 'H NMR
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Spectroscopic data. Compound 2f °C NMR
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Spectroscopic data. Compound 2f HRMS

Et0,C
2 CO,Et

Bn
2f

Sample Name: MDI_002_1 Sample Location: P1-E3 Sample Id: Operator: Milka

Data File Name: D:\PE Sciex Data\Projects\Roglic\Data\MDI_002_1_MK140V_pos1.wiff Acq Time: August 26 2011, 12:08:52 PM

Method: D:\TOF_Data\damethods\Night Seq_Comp_ident1.anmiefc.xml
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[ Formula |Compoundname

I Mass ] Peak RT (min) l Peak area I Description |

[ C16H23NO4 [ - [293.16271 | 0.42 | 1.14600 €8 |
Species | Abundance (counts) | lon Mass | Measured Mass | Error (mDa) | Error {ppm) | Ret. Time Error (min)
[M+H]+ 1621508.70 | 294.16998 294.17447 4.48819 15.26 -
{M+Na]+ 65982.77 | 316.15193 316.15251 0.57856 1.83 -
[M+K]+ 17201.46 | 332.12587 332.12637 0.50015 1.51 -
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Spectroscopic data. Compound 2g 'H NMR
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Spectroscopic data. Compound 2g 'H NMR expanded
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Spectroscopic data. Compound 2g “C NMR
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Spectroscopic data. Compound 3j 'H NMR
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Spectroscopic data. Compound 3j 'H NMR expanded
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Spectroscopic data. Compound 3j “C NMR
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Spectroscopic data. Compound 3j HRMS
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Sample Name: 20a Sample Location: E
Data File Name: D:\PE Sciex Data\Projects\Roglic\Data\MDI_20a_MK70V_pos1.wiff Acq Time: July 18 2

F

Method: d:\TQF Software\damethods\Night_Seq_Comp_ident1.anm\efc.xml
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Formula

Compound name Mass

Peak RT (min)

Peak area

Description

C14H17NO3
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Measured Mass

Error (mDa)
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Ret. Time Error (min)
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Spectroscopic data. Compound 3k 'H NMR 500 MHz
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Spectroscopic data. Compound 3k 'H NMR 500 MHz expanded
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Spectroscopic data. Compound 3k “C NMR
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Spectroscopic data. Compound 3k APT
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Spectroscopic data. Compound 3k HRMS
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Spectroscopic data. Compound 3i 'H NMR 500 MHz
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Spectroscopic data. Compound 3i 'H NMR 500 MHz expanded
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Spectroscopic data. Compound
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Spectroscopic data. Compound 3i 'C APT
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Spectroscopic data. Compound 3m_ 'H NMR
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Spectroscopic data.

Compound 3m_ 'H NMR expanded
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Spectroscopic data. Compound 3m_"C NMR
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Spectroscopic data. Compound 3m_HRMS
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Spectroscopic data. Compound 3n 'H NMR
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Spectroscopic data. Compound 3n 'H NMR expanded
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Spectroscopic data. Compound 3n “"C NMR
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Spectroscopic data. Compound 30 'H NMR
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Spectroscopic data. Compound 30 'H NMR expanded
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Spectroscopic data. Compound 30 “C NMR
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Spectroscopic data. Compound 30 HRMS
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Spectroscopic data. Compound 3p 'H NMR 500 MHz
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Spectroscopic data. Compound 3p 'H NMR 500 MHz expanded
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Spectroscopic data. Compound 3p “C NMR
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Spectroscopic data. Compound 3p APT
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Spectroscopic data. Compound 3p HRMS
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Spectroscopic data. Compound 3q 'H NMR
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Spectroscopic data. Compound 3q 'H NMR expanded
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Spectroscopic data. Compound 3q “C NMR
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Spectroscopic data. Compound 3q HRMS
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[ Formula [ Compound name [ Mass | Peak RT (min) | Peak area | Description |

| C11H1803 | - [ 198.12559 | 0.40 | 6.49319E5 | —
Species | Abundance (counts) | lon Mass | Measured Mass | Error (mDa) | Error (ppm) | Ret. Time Error (min}
[M+2H]2+ 91940.14 | 100.07007 100.07459 4.51439 45.11 -
[M+Na]+ 30533.06 | 221.11482 221.11363 -1.18560 -5.36 -
[M+K]+ 4141.18 | 237.08875 237.08785 -0.90468 -3.82 -
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Spectroscopic data. Compound 4a

'H NMR
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Spectroscopic data. Compound 4a “C NMR
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Spectroscopic data. Compound 4b 'H NMR
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Spectroscopic data. Compound 4b 'H NMR expanded
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Spectroscopic data. Compound 4b 'C NMR
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Spectroscopic data. Compound 4¢ 'H NMR
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Spectroscopic data. Compound 4¢ 'H NMR expanded
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Spectroscopic data. Compound 4¢c "°C NMR

& = K&F ® © — © o N
o O 0 WM~ ©w o - N @
s 8 885 588 39 =
| I NI~ I\ |1
i
) |
N
I\Ph
4c
|
I|
|
|
|
v -WL-WWWL‘W
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

96



Spectroscopic data. Compound 4c
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Sample Name: MDI_002_0 Sample Location: P1-E2 Sample Id: Operator: Milka

Data File Name: D:\PE Sciex Data\Projects\Roglic\Data\MDI_002_0_MK140V_pos2.wiff Acq Time: August 26 2011, 12:20:06 PM

Method: D:\TOF_Data\damethods\Night_Seq_Comp_ident1.anm\efc.xml
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Formula | Compound name Mass Peak RT (min) | Peak area | Description
C13H17NO | -- 203.13101 0.43 | 9.51613 E7 | --

Species | Abundance (counts) ] lon Mass l Measured Mass I Error (mDa) ] Error (ppm)

Ret. Time Error (min)

M+H]+ 752877.10 | 204.13829 | 204.13921 | 0.91630 | 4.49

97



Spectroscopic data. Compound 4d

4d

'H NMR
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Spectroscopic data. Compound 4d 'H NMR expanded
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Spectroscopic data. Compound 4d “C NMR
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Spectroscopic data. Compound 4d HRMS
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Sample Name: MDI_020 Sampie Location: P1-E9 Sample |d: Operator: Milka
Data File Name: D:\PE Sciex Data\Projects\Roglici\Data\MD!_020_MK140V_pos1.wiff Acq Time: August 26 2011, 12:32:50 PM

Method: D:\TOF_Data\damethods\Night_Seq_Comp_ident1.anm\efc.xml

One or more scans have falled R, Review the data file for details.
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| Formula ] Compound name I Mass l Peak RT (min) [ Peak area I Description |
[C13H17NO | [203.13101 ] 0.41[4.18930E7 | -

| Species l Abundance (counts) ] lon Mass I Measured Mass I Error (mDa) ] Error (ppm) | Ret. Time Error (min) l
[M+H+ ] 229864.52 | 204.13829 | 204.13845 | 0.15850 | 0.78 | -1

101



Spectroscopic data. Compound 4e

'H NMR
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Spectroscopic data. Compound 4e °C NMR
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