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8b LC-MS
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8d LC-MS
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8e LC-MS
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8g LC-MS
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8h LC-MS
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8i LC-MS DS-912
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8j MS
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8j LC-MS
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8k LC-MS

x10 1 [+ESI TIC Scan Frag= 150.0V 11.07.12 DS-909 LC-MS.d

1

100.00

x106

18
16
1.4
124

0.8
0.6
0.4+
0.2+

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 5254 5658
Counts (%) vs. Acquisition Time (min)

6 6264 66 68

7

72747678 & 82848688 9 92949698

+ESI Scan (3.801-9.459 min. 80 Scans) Frag=150 0V 11.07.12 DS-309 LC-MS d
2721211
1
240.9864 308 9699 3869832 436 8964
157.0339 1 1 ] 1

579.2116
494.8747 1

641.1325
1

696.0885

753.2148
1

855.1336

9226122

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800 825 850 875 900 925 950 975

Counts vs. Mass-to-Charge (m/z)
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8I 1H NMR
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8i

Sample Name

Inj Vol

Data Filename

x10 2
1.1

0.75
0.7

0.6
0.55
0.5.
0.45
0.4 -
0.35
0.3
0.25
0.2
0.15
Q.1
0.05

=-0.05

MS

-1

10.18.12 khp-2-182r

10,18.12 khp-2-183r.

Position wial 1
InjPosition

ACQ Method

Water-ACN Infuslon M

Instrument Mame
SampleType
Cm‘_nment

[mstrument 1
Sample

User Name
IRM Calibration Status
Acguired Time

SuUCcess
10/18/2012 5:

=3.1 -

+ Scan (0.498-1,154 min, 50 Scans) 10.18.12 kKhp=-2-182r.d Subtract

P

272.1159
1

413.2618
1

!n.._l—__.._ -1

N._ _NH,

H+
N

N
=
S /

Exact Mass: 272.1216

€70.35356
_ 550.1961 1

150 200

250 300 350

400

450 S00 550 60D 650 700
Counts (%) vs. Mass-to-Charge (miz)

750 8OO 850 900
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8I LC-MS

x10 1 [+ESI TIC Scan Frag= 150.0V 11.07.12 KHP-2-182 LC-MS.d
1 100.00
9.275

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 505465658 6 62646668 7 72747678 & 82848688 9 920496098
Counts (%) vs. Acquisition Time (min)

%10 & |+*ESI Scan (9.142-5.400 min, 32 Scans) Frag=150.0V 11.07.12 KHP-2-182 LC-M5 .d

395 272.1218
1

2.751
254
2251

1.75
1.5
1.25
14
0.754

0.5
0.954 215.0504 3089713 386.9850 436.8973 579.2125 6411358 7443946 793.2167 855.1375
157.0345 1 1 1 1 510.8146 1 1 656.0508 1 1 1 $30.5638

00 125 150 175 200 225 250 275 300 325 350 3/5 400 425 450 475 500 525 550 5/5 600 625 650 6/5 700 725 750 7/5 800 825 850 8/5 800 925 950 975
Counts vs. Mass-to-Charge (m/z)
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8m 'H NMR
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8m 13C NMR
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8m MS

Sample Name 10.25.12 khp-2-189
Inj Vol -1
Data Filemame 10.25.12 khp-2-18%.d

Positian
InjPosition
ACQ Method

Vial 1

Instrument 1
sample

Instrumant Mamea
SampleType
Comment

Usar Nama
IRM Calibration Status
Acquired Time

SuCcess
10252012

Water-ACN :I_nFusicln M

x10 2 |+ Scan {0.510-1.153 min, 49 Scans) 10.25.12 khp-2-189.d Subtract

1.1 4
1.05 -

1 -
0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55 -
0.5-
0.45-
0.4 -
0.35
0.3 -
0.25-
0.2
0.15-
0.1

Q.05 1
olbll v o by 13323271

-0.05
-0.1

286.1340
1

413.2623

NH,

H+
N

N

S
=
S /)

Exact Mass: 286.1372

584.3703
490.3851 1

150 200 250 300 350 400

450 500 550 600 650 700
Counts (%) vs. Mass-to-Charge (m/=)

750

BOO BSO 900

950
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8m LC-MS

+ESI TIC Scan Frag= 150.0V 11.07.12 KHP-2-189 LC-MS.d
1

100.00

1

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 5254 5658
Counts (%) vs. Acquisition Time (min)

6 6264 66 68

7

72747678 & 82848688 9 92949698

x106

1.8
1.6
1.4+
1.2

0.8
0.6
0.4
0.2

+ES| Scan (9.293-10.018 min. 87 Scans) Frag=150.0V 11.07.12 KHP-2-185 LC-MS.d

286.1266
1

240.5862 386.9820 436.8958 523.8018 607 2424
157.0333 1 J. 1 1 1 1

671.1642
1

821.2447
585.3585

958.8067

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800 825 850 875 900 925 950 875

Counts vs. Mass-to-Charge (m/z)
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8n 'H NMR
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8n 13C NMR
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8n

Sample Name

Inj Vol

Data Fllename

MS

11.02.12 khp-2-198 Position
-1 InjPosition
11.02.12 khp-2-198.d ACQ Method Water-ACN Infusion M

Wial 1 Instrurnent 1

Sample

Instrument Name
SampleType
Comment

=10 2
1.1~
1.05
1
0.95
0.9
0.85
0.8
0.75
Q.7
0.65
0.6
0.55.
0.5-
Q.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1 -
0.05
o
-0.05

JLJ.L PP |

=01 4

User Name

IRM Calibration Status

Acquired Time

Sucress
1122012

+ Scan (0.529-1_306 min, 59 Scans) 11.02.12 khp-2-198.d Subtract

258.1017
1

Exact Mass: 258.1059

198.1820
1 389.2450 505.3270

jl Lo .1| ) 1

656.3396
1

S — R

500 550 600 650 700

20 wae PMMacc_to o horaos (oad=)

400 450

{nnint=s

750

800 850

Q00
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x10 1
3.5

8n LC-MS

+ESI TIC Scan Frag= 150.0V 11.07.12 KHP-2-198 LC-MS.d
1

100.00
8471

—

x106

‘I_
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

02040608 1 :
Counts (%) vs. Acquisition Time (min)

12141618 2 22242628 3 32343638 4 42444648 5 50545658 6 62646668 7 72747678

8§ 82848688 9 92949698

+ESI Scan (8.504-9.587 min, 131 Scans) Frag=150.0V 11.07.12 KHP-2-198 LC-MS.d

258.1056
1

286.1366 386.9833 436.8967 551.1808

716.7526

7651826
1

§27.1029 §74.6398

938.6134

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 6/5 700 725 750 775 800 825 850 875 900 925 950 975

Counts vs. Mass-to-Charge (m/z)
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8o 1I3C NMR
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8o

Sampla Name

Inj Vol

Data Filaname

x10o 2

1
1.05
1
0.95 -
Q.9 1
0.85
0.8 1
0.75
0.7 -
0.65
0.6 4
0.55-
0.5
0,45 4
0.4
0.35
0.3
0.25
0.2 1
0.15-
0.7 A
.05
Q

-0.05
=014

MS

11.02.12 khp-2-20L Position
L InjPosition SampleType
11.02.12 khp-2-201.d ACQ Method Water-ACN Infusion M Comment

Vial 1 Instrsment §

Sample

Instrument Name

User Mame

IRM Calibration Status
Acquired Time

SCCESS
11/2/2012

+ Sean (0.514-1.197 min, 52 Scans) 11.02.12 khp-2-201.d Subtract

N._ _NH,
272.1168
1 H+

N

N
=
S /)

Exact Mass: 272.1216

193-11 206 l 389.2432 550._ 1968 670.4533
| - 1 1 1

450 5O0 550 2600 650 700
Counts (%) vs, Mass-to-Charge (m/z)

150 200 250 300 350 400

750

850

800
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8o LC-MS

<10 1 [+ESI TIC Scan Frag= 150.0V 11.07.12 KHP-2-201 LC-MS.d

1 100.00 1
9.386

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 52545658 6 62646668 7 72747678 & 82848688 9 929496098
Counts (%) vs. Acquisition Time (min)

%10 & |+*ESI Scan (8.961-9.811 min, 103 Scans) Frag=150.0V 11.07.12 KHP-2-201 LC-MS d

2721211
1.6 1

0.8
0.6
0.4

0-21 240.9864 386.9831 436.8562 578.2115 641.1337 716.7368
1 1

157. I0339 1 1 1 454 8672 1 7929835 849.6708 960.2671

100 125 150 175 200 225 250 275 300 325 350 3/5 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 7/5 200 825 850 8/5 900 925 950 975 1000
Counts vs. Mass-to-Charge (m/z)
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8p 13C NMR
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8p

Sample Narme

Inj Vol

Data Filename

MS

11.01.12 khp-2-199 Position
-1 InjPosition SampleType
11.01.12 khp-2-199.d ACQ Method Water-ACN Infusion M Comment

Vial 1 Instrument 1

Sample

Instrument Name User Name

Acquired Time

IRM Calibration Status

Success
11/1/2012

=10 =
1.1 4

1.05
1
0.85
0.9
0.85
0.8
Q.75
0.7
0.565
0.6 -
0.55 A
0.5
0.45 4
0.4
0.35
0.3
0.25
0.2
0135
0.1 4
.05
Q
-0.05

-0.1

+ Scan (0.568-1.050 min, 37 Scans) 11.01.12 khp-2-199.d Subtract

298.?535
N._ _NH,

N

_ H+

N
| S\LCF3

Exact Mass: 298.0620

L 578.0763 E6096.2889
1 1 1
ST S i L

L.l JI._I_n._i.. o 1

. I S N A

450  S00 550 600 650 700
Counts (%) vs. Mass-to-Charge (m/z)

150 200 250 300 350 400 750 800 850
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x101

35

8p LC-MS

1

+ESI TIC Scan Frag= 150.0V 11.07.12 KHP-2-199 LC-MS.d

100.00
8.521

x10 6
1.1

14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 52545658 6 62646668 7 72747678 8 82848688 9 92049698
Counts (%) vs. Acquisition Time (min)
+ES| Scan (3.255-9.254 min, 121 Scans) Frag=150.0V 11.07.12 KHP-2-199 LC-MS.d
298.0619
1
240.9867 336.9834 436.8966 556.1864 £31.0931 845.0971
157.0342 N 1 1 1 1 716.7556 1 507.0150

L L

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 5/5 600 625 650 6/5 700 725 750 775 800 825 850 8/5 900 925 950 S/5 1000

Counts vs. Mass-to-Charge (m/fz)
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8q 'H NMR
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8q 13C NMR
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8q

Sample Name

Inj Vol

Data Filaname

MS

11.01.12 khp-2-200 Pasition
-1 InjPosition
11.01.12 khp-2-200.d ACQ Method Water-ACN Infusion M

Vial 1 Instrument Name

SampleType Sample

Comment

Instrument 1

User Name

IRM Calibration Status

Acquired Time

Success
11/1/2012

=10 2

Tewdl
1.05
1
0.95 4
0.9+
Q.85
0.8-
0.75
0.7 -
0.65
0.6
0.55 1
0.5
0.45
O -
0.35
a.3
0.25
0.2+
0.15
0.1 -
0.05
0D
-0.05

+ Scan (0.543-0.958 min, 32 Scans) 11.01.12 khp-2-200.d Subtract

312.0726
1

| N

5|

NH,

N
/

N
= H+
S
CF3
Exact Mass: 312.0777

710.3097
_530.2502 - ]

.

425.2807
234 9960 1

L O ——

T .

-0.1 -

450 500 550 600 650 700 750
Counts (%) vs. Mass-to-Charge (m/z)

150 200 250 300 350 400

800

850

900 950

1000
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8q LC-MS

+ESI TIC Scan Frag= 150.0V 11.07.12 KHP-2-200 LC-MS.d
1

100.00 1
8.

x10 &
1.5
1.4
1.3
1.2
1.1
‘|_
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 505465658 6 62646668 7 72747678

Counts (%) vs. Acquisition Time (min)

8

82848688 9 920496098

+ESI Scan (8.654-5.512 min, 104 Scans) Frag=150.0¥ 11.07.12 KHP-2-200 LC-MS.d

320772
1

240.9863 386.9829 436.8959
157.0338 1 1 1

556.1855
1

659.1236
1

721.0458

773.9863

8731275
1

935.0481

Counts vs. Mass-to-Charge (m/z)

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 5/5 600 625 650 675 700 725 750 7/5 800 825 850 875 900 925 950 975 1000
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9 H NMR
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9 1I3C NMR
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9 MS

NH,

NTX—N
w \>*C3H7

NO,
Exact Mass: 289.0754

S72



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

9 LC-MS

%10 2 |+ESI TIC Scan Frag=175.0V 06.13.12 KHP-01-001 PurityCheck.d

14 100,00
075 5 477
05+
0.251

D |

x1p 1 +ESI EIC(250.2009-320.6596) Scan Frag=175.0V 06.13.12 KHP-01-001 PurityCheck.d
1

o

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 52545658 6 62646668 7 72747678 3 82 848688 5 9294 96 98
Counts (%) vs. Acquisition Time (min)

%10 5 |*ESI Scan (5.635-5.835 min, 25 Scans) Frag=175.0V 06.13.12 KHP-01-001 PuntyCheck.d Subtract

654 28910?8?

0.5 599.1226
0 ' 1

200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000 2100 2200 2300 2400 2500 2600 2700 2800 2900 3000
Counts vs. Mass-to-Charge (m/z)
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10 H NMR
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10 1I3C NMR
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10

MS
Profile MS + MS Profile at 1148.25 min.
140K 259.1017 |
120K NH,
NTX—N
100K | >—CaHy
! s .
| H
£
£ 80K
i-§ Exact Mass: 259.1012
60K
40K
| ook 260.1051
o __.[262.1017 €57.3472

500

1000

1500 2000 2500 3000
m'z (anv)
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10 LC-MS

%10 2
‘|_
0.8
0.6
0.4
0.2

+ TIC Scan LC-MS 10 (KHP-1-003) 02.18.12.d

BT 3

1000
S e
+ EIC(258 4662-258 5622) Scan LGS 10 (KHP-1-003) 0218712.d

U_

0.7
064
054
0.4+
0.3
0.2+

014

2 25 3 35 4 45 & G5 B EBE5 7 75 8 85 9 495 10 106 11 115 12 125 13 135 14 145 15 165 16 165 17 176 13 135 19 195 20
Counts (%) ws. Acquisition Time (min)

+ Scan (5.433-6.800 min, 104 Scans) LGS 10 (KHP-1-003) 02.18.12.d

253.0976

219.0961
[ 308.9726 ?55-?253 44714017 5451625 £81.1360 11.0805

200 220 240 260 280 300 320 340 360 380 400 420 440 450 480 500 520 540 550 580 600 620 640 G50 680 700 720 740 750 750 800 820 840 860 530 900 920 940 960 980 1000
Counts vs. Mass+to-Charge (m/z)
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11 'H NMR
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11 13C NMR
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11

MS

x10 2
494
1.051
1 s
0.95 1
0.9
0.85 -
0.8 -
0.75 -
0.7 -
0.65
0.6 4
0.55 4
0.5
0.45 -
0.4 -
0.35-
0.3-
0.25
0.2
0.151
0.1
0.05 A

-0.05

-0.11

+ESI|I Scan (18.535-19.459 min, 70 Scans) Frag=150.0Vv 11.09.11 KHP 1-15 Crude 150PShAu.d

285.0946
NH,
NN
| \>—03H7
s H
N3
Exact Mass: 285.0917
558.1540
alll |, il 1055.3500

200 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800
Counts (%) vs. Mass-to-Charge (m/z)
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12a 'H NMR
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12a 13C NMR
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12a MS

Profile MS

+ MS Profile at 3919.53 min.

lEele]0010)
| 50000

45000

| 20000
. 15000
| 10000

5000

369.1513

370.1533

“ | L413.2679
. oA i

NH,
N
NTX
»—CsH
I/S>—37

H+

OH
Exact Mass: 369.1492

500 1000 1500
m'z (amu)

2000 2500 3000
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12a LC-MS

x10 2 |+ESI TIC Scan Frag=175.0V 06.12.12 KHP-01-032 PurityCheck.d

14 100.00
4783
0.75-
05
0.25-
D__f\_ e

xio 1 +ESI EIC(353.5403-381.7238) Scan Frag=175.0V 06.13.12 KHP-01-032 PurityCheck.d
1

o

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 52545658 6 62646668 /7 72747678 & 82848688 9 9294 96 98
Counts (%) vs. Acquisition Time (min)

x10 5 |+ESI Scan (4.704-4.954 min. 31 Scans) Frag=175.0V 06.13.12 KHP-01-032 PurtyCheck.d Subtract

4.5+

495 369.1516

1

3.754
354
3.254

2,751
254
2.251

1.75
1.5
1.25
‘|_
0.751
051 162 0687

0.25 2 664.1859
ol Ll 1 l 1127.4026

758.2707
1

200 300 400 500 600 700 200 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000 2100 2200 2300 2400 2500 2600 2700 2800 2900 3000
Counts vs. Mass-to-Charge (m/z)
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12b H NMR
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12b 1I3C NMR
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12b MS

x10 4

341.1128

S G (A U G Gy
(4]
1

271.0164

POOoLOoOoOOO
o

! Li .JlLL Ui

+ESI Scan (0.978-1.608 min, 48 Scans) Frag=150.0V 02.15.12 KHP-01-97 tubei4.d

NH,

HO
Exact Mass: 341.1179

703.2040
490.3828

771.0176

L 566.8829

Loy kil v, degal, [P T P b
Y

I. 906.:3910 1042.9644

Lomar P

1178.9345

100

400

500 600 700 800 900 1000 1100

Counts vs. Mass-to-Charge (m/z)

1200
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12b LC-MS

%102 +ESI TIC Scan Frag=175.0V 06.13.12 KHP-01-097 PurityCheck.d

11 100.00
4385
0.754
0.5
0.254
of—/"—

x1p 1 +ESI EIC(320.0541-351.1917) Scan Frag=175.0V 06.13.12 KHP-01-097 PurityCheck.d
1

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 52545658 6 62646668 7 72747678 8 82848688 9 92 94 9698

%10 5 |+*ESI Scan (4.347-4.472 min, 16 Scans) Frag=175.0V 06.13.12 KHP-01-037 PuntyCheck.d Subtract
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12c
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12c LC-MS
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12d
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12d LC-MS
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12e
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12e LC-MS
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12f
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12f LC-MS
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12g

MS
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12g LC-MS
%102 +ESI TIC Scan Frag=175.0V 06.13.12 KHP-01-102 PurityCheck.d
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13a

MS
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13a LC-MS
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13b MS
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13b LC-MS

wing 2 + TIC Scan LC-ME 14b (KHP-1-018) 02.1812.d
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14 MS
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14 LC-MS

¥ 2 + TIC Scan LCMS KHP-01-42 (02.21.12).d
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15a MS
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15a
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15b MS
Profile MS + MS Profile at 5517.97 min.
328.1800
300K
‘ NHCGH13
250K NTX—N
| N—CaH
I iz S>_ 37
‘o 200K
2 +
5 H
5 Exact Mass: 328.1842
S 150K
| 100K
| 329.1830
50K
330.1795
0
500 1000 1500 2000 2500 3000
m'z (amu)

S127



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

15b LC-MS

wing 2 + TIC Scan LC-ME 16a (KHP-1-028) 02.18.12.d
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15¢ MS
Profile MS + MS Profile at 1427.40 min.
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15c¢ LC-MS

wing 2 + TIC Scan LC-MS 16b (KHP-1-030) 02.18.12.d
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15d

MS
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15d LC-MS

x10 2 +ESI TIC Scan Frag=175.0V 05.23.12 Punty Check - DBS-2-60.d

14
0.75+
0.5
0.254
0-

x101

1

100.00
1218

L rm—

+ES| EIC(261.9452-285.4315) Scan Frag=175.0V 05.23.12 Punty Check - DBS-2-60.d

1

9
Counts (%) vs.

10 11
Acquisition Time (min)

12

x10 8

+ES| Scan {12.151-12.3571 min, 25 Scans) Frag=175.0V 05.23.12 Purity Check - DBS-2-60.d Subtract

*272.1605

426.6825
2

L

5B65.2422
1

852.3016
1

200 300

400 500 600 700 800 900

1000

1100 1200

1300 1400 1500

1600 1700

Counts vs. Mass-to-Charge (m/z)

S136

1800 1900 2000 2100 2200 2300 2400 2500 2600 2700 2800 2900 3000




Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

15e 'H NMR
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15e

LC-MS
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15f LC-MS
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15h 'H NMR
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15g LC-MS
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15h 'H NMR
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15h MS

x10 1
* 482
9.5

g
8.5

7.5
7,
6.5 |
6 4
5.5
5
4.5
4u
3.5
3_
2.5
2 4
1.5+

0.5 A

244.0906

oL, ; 1 391.2853

3250

+ESI| Scan (1.437-2.040 min, 46 Scans) Frag=150.0Vv 12.30.11 KHP-01-046 bottom.d

o]

NN
| \>"03H7
Zg

H+
Exact Mass: 482.3200

554.3791 631.2452 702.8653

200 250 300 350 400 450

500

60
Counts (%) vs. Mass-to-Charge (m/z)

550 650 700 750

S151




Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

15h LC-MS
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15i 'H NMR
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15i 13C NMR
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15i
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15j 1H NMR
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15j MS
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15j

LC-MS
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15k 'H NMR
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15k 13C NMR
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15k MS
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15k LC-MS
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15I 'H NMR
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15I 13C NMR
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15I MS
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15I LC-MS
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15m 13C NMR
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15m LC-MS
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15n 'H NMR
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15n 13C NMR
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15n MS
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15n LC-MS
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150 'H NMR
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150 13C NMR
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150 MS
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15p

MS
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15p LC-MS

+ES| EIC(400.1153-400.3471) Scan Frag=175.0V 06.22.12 KHP-01-123 (long methed).d

x10 1
2_
1.5
‘|_
0.5

0

x10 5
6.5

E_
5.5
5_
45
4_
35
3

2.5

100,00
11481
+ESI EIC(400.0705-400.3312) Scan Frag=175.0V 06.22.12 KHP-01-123 (long method).d
1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 95 10 105 11 115 12

R SR N

+ESI Scan (11.414-11.747 min. 41 Scans) Frag=175.0V 06.22.12 KHP-01-123 (long method).d Subtract

*400.2194

821.3874
1

2440892
1

633.1471 9374254 1242 5574

N 1 1 1 1421.2854 16372669

Counts vs. Mass-to-Charge (m/z)

200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800 1900 2000 2100 2200 2300 2400 2500 2600 2700 2800 2900 3000

5184




Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

15q 'H NMR

S185



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

15q 13C NMR

S186



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

15¢ MS
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15q LC-MS
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15r MS
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15r LC-MS
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15s MS

%10 5 |+ Scan (7.027-7.227 min, 25 Scans) QTOF 06.08.12 KHP-02-18 PurityCheck.d Subtract
4 4
3.8+

3.6 336.0835

Exact Mass: 336.0835

NONON N
N

693.1393
I

172.1680 281.2456 400.3946

©c o o0 0
)

o . l o ..|l Il ;-:lt_lh [ S 486.3602 i h , 829.1120 1004.8801

150 200 250 2300 350 40 450 500 550 600 650 700 750 800 850 900 950 1000
Counts vs. Mass-to-Charge (m/z)

S195



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

15s LC-MS
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15t MS
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15t LC-MS
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15u 13C NMR
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15u

MS
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15u LC-MS
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15v 13C NMR
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15v MS
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15v LC-MS
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1411 100.00
9.q07
0.84
0.6+
0.44
0.24
0 —’[\_ ! I
%10 1 [*ESI EIC(397.9567-258.2351) Scan Frag=175.0V 06.08.12 KHP-02-21 PurityCheck.d
3541 100.0
4 9.007
2.5
2_
1.5
14
0.5
1] ! 1

02040608 1 12141618 2 22242628 3 32343638 4 42444648 5 52545658 6 62646668 7 72747678 8 82348638 9 9294 96 98
Counts (%) vs. Acquisition Time (min)

%10 5 [+ESI Scan (8.741-9.232 min, 60 Scans) Frag=175.0V 06.08.12 KHP-02-21 PurityCheck d
398 fi010

1.84
164
1.4

1.2

0.8

0.6

0.4 4—20.10?9?

1 355-19559 393.2956 409.0819 417.0/ 4250574 436.0526 452 2707

0 ! 1 2 2 [, 2 4300864 1 444 9481 1 460.0176  466.0725

380 385 380 385 400 405 410 415 420 425 430 435 440 445 450 455 460 465 470 475
Counts vs. Mass-to-Charge (m/z)

5208



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013
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15w 13C NMR

S210



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

15w MS
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15w

LC-MS
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17 13C NMR
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17
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17 LC-MS
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18a 'H NMR
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18a 13C NMR
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18a MS
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18a

LC-MS
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18b 1I3C NMR
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18b MS
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18b

LC-MS
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18c 'H NMR
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18c 13C NMR
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18c MS
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18c LC-MS
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