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5-(4-Bromophenyl)-5-oxo-pentanoic acid (4)
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Analyzed: 11.02.10 08:46

HPLC

Reported: 11.02.10 15:15
Processed: 11.02.10 15:15

pata Path: D;\WIN32APP\HESM\Chrommi\DATA\1178\

Application: Chromni
Sample Name: AJO0113

Injection from this vial: 1 of 1

Series:1176
Vial Number: 19
Vial Type: UNK
Volume: 5,0 ul

Chrom Type: HPLC Channel : 1

40 $

304 ' =
] " " M

20

10

Intansity (oV)

o 2 1 € 3 10 12 14

Acguisition Method: Chromni
Blank Subtr Sample Name: ACN
Column Type: 010

Solvent X: Wasser « 0, 0S%TFA

Na. RT

14,83
15,40
16,53
17,45
18,97

Ul & W e

Peak rejecticn level: 0

1¢ i8 0 k2 2% 28

Ratention Tine (min)

Developed by: Jens

Area

40788
52660
29956
20711131
10102

20844637

Solvent B: ACN + 0,05%TFA

Cone 1

0,196
0,253
0,144
59,360
0,048

100,000

BC

MC
MC
MC
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Generic Display Report
Analysis Info Acquisition Date  0/4/2012 §:39.04 AM
Analysis Name  EWMeiners\12_09\WJU_AJ0113.d
Method APCI_darectproba_positiv.m Operator Sendker
Sample Namo  AJ0113 Instrument micrOTOF-Q It
Comment Junker
APCEDirekt
Kalibration mit Fettsaeureestem
Intens | WIU_AJDT13.0: THC +All W8]
x108
3<
2<
1
- 025 2 ©% 0 075 1.00 125 T 50 175 2.00 Time fmin}
Inlens. “MS. 0,50 9min #105-109)
x10%
6-
‘4
|
S 224.8601
5 per
b 150 200 00 350 400 miz
m.‘v:s +MS, 0.9-0.5min #(105-109)
=) 2709959 772 9941
3-
2
1
2739664
269.0871 i
P o TR J | 2749990 " -
2650 2675 270.0 2725 2750 2775 2800 2825 850 mé
Bruker Compass DataAnalysis 4.0 ponted. /472012 1:18:36 PM Page 1 of 1
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Mass Spectrum SmartFormula Report

Analysis Info Acquisifion Date  9/4/2012 8:39:04 AM
Analysis Name E:Meiners\12_09\WJU_AJO113.d
Methoxt APCI_directprobe_positiv.m Operator Sendker
Sampla Name  AJO113 Instrument / Ser¥  micrOTOF-Q || 10252
Commaent Junker
APCI-Direkt
Kalibration mit Fetisaeureesiern
Acquisition Parameter ol
Source Type APCI fon Polanty Fositive Set Nebulizer 0.7 Bar
Focus Not aclive Set Capillary 4000 vV Sel Dry Heater 200C
Scan Begn 100 miz Set End Piate Offset -500 Vv Sel Dry Gas 3.0 ¥min
Scan End 1000 miz Sel Colision CellRF 1300 Vpp Set Divert Valve Waste
Intens +M5. 0.5-0 9min #(105-106)]
xof
10
08
252.0548
06
04+
02+
|
4
e ) 182 9437 l 1 L
100 200 03 400 500 500 700 800 900 “miz
Meas. vz # Formula Score miz er[mDa] emippm] mSigma rdb e Conf N-Rule
2708958 1 C13HBBIN2 000 2705885 54 346 177 105 even ok
2 CHMHI2BrO3 10000 2709954 05 19 250 55 even ok
Bruker Compass DataAnalysis 4,0 printed: 9472012 1:18:25 PM Page 1of1
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5-(4-Bromophenyl) pentanoic acid (5)
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STANDARD-1H OBSERVE

[ ff

1.67
Wi
2.00

5.0 45 40 35 30
f1 (ppm)

~
[
>~
=5
o
U
o
15
v
G

| 400

| 350

| 300

| 250

| 200

| 150

| 100

| 50



Analyzed: 18.02.10 11:49
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HPLC

Reported:
Proceassed:

19.02.10 10:32
19.02.10 10:39

Data Path: D:\WIN3IZAPP\HSM\Chromni\DATA\1210\

Application: Chromni
Sample Name: AJ 0208
Injection from this vial: 1 of 1

Series:1210

Vial Number: 22
Vial Type: UNK
volume: 5,0 ul

Chrom Type: HPLC Channel : 1

40 :)u.
. 0] = L2
i ’ . L) n L
§ 20
5 10

0=

(] 2 4 6 L] 10 12 1 1§ 18 20 22 240 26 8

Acquisition Method: Chromni
Blank Subtr Sample Name: ACN
Column Type: 010

Solvent A: Wasser « 0, 05%TFA

=
o

RT

15,60
17,74
18,47
18,85
19,14
19,37
22,59
22,83
27,839
28,67

S0 W e W N

-

Peak rejection level: 0

Retention Time (min)

Developed by: Jens
Solvent B: ACN + 0,05%TFA

Area Conc 1
99363 0,597
145693 0,869
20954 0,125
7400 0,044
205966 1,229
16215217 96,764
13259 0,079
19830 0,118
14126 0,084
15029 0,090
16757437 100,000

BC

MC
BB

BB

MC

B3

MC

10
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Generic Display Report

Analysis Info

Acquisition Date  §/18/2010 2:34:55 PM
DAData\IPMC\PharmChemie\Routine\2010_08_161WJU_AJ0208_GB3_01_992.d
kurz_pas_ms_low.m Operator
WJIU_AJ0209 Instrument
Junker
AJO209

Meiners
micrfOTOF-Q I

WIU_AJ0209_GBa_01_862. 4 TIC +A S|

ll
|

WJU_AJ0208_GB3_07_592d El

2 a 8 8 10 v 12 14 Time [min]

05

a0

101.0038

100

NS, 8216 27min 8(736.745)|

NS G21-627min W738-745)

2590125
257.0185

T 248.9304 7% 27 265 s600 | 1

LA

263 B304
AN

£=]

R Vi A =
255

250

8+

240 245

Bruker Compass DataAnalysis 4 0

printed:  8/17/2010 8:50:40 AM Pagelof1

9SHOAIL  29ppm

11
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  8/16/2010 2:34:55 PM
Anglysis Name  D:\DataPMC\PharmChemie\Routine'2010_08_16\WJU_AJ0208_GB3_01 _892d
Method kurz_pos_ms_low.m Operator Mainers
Sample Name  WJU_AJO209 Instrument / Ser# micrOTOF-Q Il 10252
Commant Junker
AJ0208
Acquisition Paramater
Scurce Type ESI lon Polanty Positive Sat Nebullzer 45Ba
Focus Not active Set Capilary 4500 V Sat Dry Healer z0'c
Scan Bagn 50 miz Set End Plate Offest 500V Set Dry Gas 9.0 limin
Scan £nc 1000 miz Sot Colision Cell RF  130.0 Vpp Sat Divert Vaie Waste
Interss. 7 NS, 6.21-6 271min #{738-745),
x10‘:.
4
% 1460081
21 jar003e
| 740.9990
h | 308.9764 452 9008
: SO T IO o N
100 200 200 400 500 800 700 800 500 mz
Meas. miz # Formula mz e [mDa] orr[ppm] mSigme rdb e Conf N-Rule
AMOES Y C11H4B02 2570172 07 27
2 CEH14BrN204 2570131 33 -129 1107 05 even ok
3 CT7THI0BING 257.0145 20 21 1153 55 even ok
Bruker Compass DataAnalysis 4.0 printed:  8/17/2010 B:50:25 AM Page 1 of 1

12



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

3-Bromo-6,7,8,9-tetrahydrobenzo[7]annulen-5-one (6)
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Analyzed: 24.02.10 21:42

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

HPLC

Reported: 25.02.10 16:24
Brocessed: 25,02.10 16:24

Data Path; D:\WIN32APF\HSM\Chroemi\DATA\ 1226\

Application: Chromni
Sample Name: AJ 0323

Injection from this vial: 1 of 1

Chrom Type:

% 3

30 4 == e

Intensity (mV)
3

Acquisition Method: Chromni
8lank Subtr Sample Name: ACN
Column Typé: 010

Solvent A: Wasser + 0,05%TFA

=
Q

RT

6,87
17,27
18,19
19,78
20,68
21,45
21,686
22,91
23,09
24,19

CWDAYUTE R

(=

Peak rejection level: ¢

Series:1226
vial Number: S
Vial Type: UNK
Volume: 5,0 ul
HPLC Channel : 1

T ST U PN ULT UNTIEPEIO T COUPPOUTRUTIPT P
10 12 1@ 16 18 20 22 24 26 28
Retantion Time (min)

Developed by: Jens
Solvent B: ACN + 0,05%TFA

Area Conc 1L
22760 0,080
10524 0,037

327164 1,147

116383 0,408

27900563 97,792
36189 0,127
BO167 0,281
10454 0,037
16657 0,058

9664 0,034
28530525 100,000

14
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Generic Display Report
Analysis Info Acquisition Date  0/7/2012 8:20:42 AM
Analysis Name  D/\DataUPMC\PharmChemie\Routine?t APCA12_0SW.JU_AJ03.d
Method APCI_direciprobe_positiv.m Operator Sendker
Sample Name  AJO3 Instrurnent micrOTOF-Q 1|
Comment Junkor
APC}-Dirakt
Kalibration mit Fettsasureesten
Intens. =
o
o o
$ gonnh
| [
| “ind 7
LELR Y, 58
2 r 3%y
I ‘*‘»,-.. A
| 1' L-/'!_. - A
f L T a
2 { '~ Ao '.:r bt 1
i B L Wy i_,.-7 .J.__‘\_‘ .‘u
, |
;. 05 10 18 24 28 Time [enin]
[==Tceains |
lmnos: +MS, 0.8.0 9min #100-1023
X103 239 0043
5.
151 0664
4
3
2
44
3 A78.0025
o- - ™ = - -
200 300 400 500 800 miz
"“"2,'5'  #MB, 0.8-0 8min M 100-102)]
G 2350043 2410025 |
5
4 2400019
3
2379973
2 242.0058
1
3 2359652 2430068
230 2 23 236 238 240 242 44 248 28n 250 mvz
Bruker Compass DataAnalysis 4.0 ponted:  8/7/2012 8:25:48 AM Page 1 of 1
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Mass Spectrum SmartFormula Report
Analysis Info Acquisition Date  8/7/2012 8:20:42 AM

Analysis Neme  D:\DataiPMC\PharmChemie\Routine\APCI\12_0SWJIU_AJ03 d
Methad APCI_directprobe_positiv.m Operator Sendker
Sample Name  AJO3 Instrument / Ser# micrOTOF-Q 1l 10252
Comment Junker
APCH-Dirokt
Kalibration mit Fatisaeureestemn
Acquisition Parameter =
Source Type APCI lon Pofanty Postne Set Nebulzor 0.7 Bar
Focus Nat actve Set Capiliary 4000V Set Doy Heator 200°C
Scan Begin 100 miz Set End Plate Offset -500V Set Dry Gas 3.0 ¥min
Scan End 1000 miz Set Cofision Cet RF 1300 Vpp Set Dwvernt Valve Waste
Ivians, +WS, 0.8-0 9in #{100-102)]
x1067
08
061 239.0043
s 161.0654
0.2+
479.0025
et 4 T —— B - T — . -
100 00 300 400 500 600 700 800 900 miz
Meas. miz l Farmula err [mDa] e lppm] mSigma rdb & Conf N-Rule
235.0043 C1tH 128 |W 23 a8 2476 55 even ak
2 CE6HI2BrN203 A7 70 2743 15 aven ak
Bruker Compass DataAnalysis 4 0 printed:  ©/7/2012 8:29.42 AM Page 1 of 1

16
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Methyl 2-bromo-6,7-dihydro-5H-benzo[7]annulene-8-carboxylate (9)
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HPLC

Analyzed: 20.06.11 17:18

Reported: 21.06,11 09:38
Processed: 21.06.11 09:38

Data Path: D:\WIN32APP\HSM\Chromni\DATA\3186)\
Application: Chromni

Sample Name: AJ0804
Injection from this vial: 1 of 1

100
80
3 60
z
3 w0
-~
&
20

Chrom Type; HPLC Channel

IR

Acquisition Method: Chromni
Blank Subtr Sample Name: ACN

Column pe:

No.

1
2
3

Series:3186

Vial Number: S

Vial Type: UNK

Velume: 5,0 ul
s 1

20 fS 30

0 5 10 15
Ratention Time (min)
010 Developed by: Jens
Solvent A: Wasser + 0,0S3TFA Solvent B: ACN + 0,05%TFA
RT Area Cone 1

18,15 240471 1,228
21,20 5846 0,030
22,77 15338883 98,742

19585200 100,000

Peak rejection level: 0

BC

MC

MC

18




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

Generic Display Report
Analysis Info Acquisition Date  8M16/2010 3.07:32 PM
Analysis Name  D:\Data\IPMC\PharmChemie\Routine\2010_08_168\WJU_AJ0802_GB5_01_894.d
Method kurz_pos_ms_low.m Meiners
Sample Name  WJU_AJ0802 Instrument micrOTOF-Q 1
Comment Junker
AJO8o2
Inters, WILU_AJ0802_GES_01_004d TIC +A1 WS
1105
8
5
4
37 e e N v
|m-; WIU_AJ0802_GBS5_01_904 0 £IC 279.0957-280 9567 vA1 NS
! 5
4
3
2
1
L) 70 72 74 78 78 | 80 £2 a4 ) Time [min]
intens. +M5, 7.87-7. 0min 8(937-941)]
x1o4
2510161
3
146 0076
579.2041
4810023 AL . m‘omsv_mw
500 a0 700 500 200 mz
Intens. +MS, 7.87.7.81min #(937.041)
2104
R 281.0181 2830154
2
: | |
282 0204 l 2840182
3 21gom mours 2781504 ) | g
76 278 280 282 284 288 mz
Bruker Compass DataAnalysis 4.0 pinted:  B/17/2010 9:37:40 AM Page 10f 1
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  B/16/2010 3:07:32 PM
Anglysis Name  D\DataVPMC\PharmChemie\Routing'2010_08_16\WWJU_AJ0802_GBS 01_894.d
Methed kurz_pos_ms_jow.m Operator Meinars
Sample Name  WJU_AJ0802 Instrument / Ser® micrOTOF.Q II 10252
Comment Junker
AJ0B02
Acquisition Parameter
Source Type ES! lon Polarity Positve Sal Netwlizar 4.5 Bar
Fozus Not active Set Capiiary 4500 V Set Dry Heater 220°C
Scan Begn 20 mvz Set Ervd Flate Offsel  -500V Sat Dry Gas 901mn
Scan End 1000 méz Set Collision Cell RF  130.0 Vpp Set Divert Valve Waste
interss { A5, 7 B7-7 @i #B37-941)]
110‘3
43
35 2010181
i 146.0076
+
: 1010036
1 383 2050
5792941
; l‘lu,l,,‘,,l. Lo TP o |
100 200 a0 400 500 500 700 800 %00 miz
Meas. miz # Formula miz  err [mDa] em[ppm] mSigma rdb e Conl N-Rule
wg C1IHI4Br02 2810172 0.8 a4 103 65 even ok ) -
. HIOBINE 2810148 36 128 233 15 even ok
Bruker Compass DataAnalysis 4.0 printed: §/17/2010 9:37-23 AM Page 1ol 1
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2-Bromo-6,7-dihydro-5H-benzo[7]annulene-8-carboxylic acid (10)
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HPLC

Analyzed: 20.06.11 17:59

Reported: 21.06.11 05:35
Processed: 21.06.11 09:39

Data Path: D:\WIN32APP\HSM\Chromni\DATA\3187\

Application: Chrommi
Sample Name: AJ0S04

Injection from this vial: 1 of 1

Chrom Type: HPLC Channel

8eries:3187
Vial Number: 6
Vial Type: UNK
Volume: 5,0 ul
1

100 =
i B
" l ;
0 ? i
1 3 | ;
3 o4 | . . o
B
8 0
:
20
0
"""" T I |
0 9 10 15 20 25 £l
fatantion Tise (min)
Acquisition Method: Chromni
Blank Subtr Sample Name: ACN
Column Type: 010 Developed by: Jens
Solvent A: Wasser + 0,05%TFA Solvent B: ACN + 0,05%TFA
No. RT Area Conc 1
1 20,08 16077145 99,936
2 22,80 10224 0,064
160873665 100,000

Peak rejection level: 0

BC

MC
BB

22
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Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date  8/16/2010 323.51 PM
DADataVPMCWPharmChemieiRouting'2010_08_18\WJU_AJ0802_GC1_01_9954¢
kurz_pos_ms_low.m Operator
WJIU_AJ0D02 Instrument
Junker
AJ0S02

Meiners
micrOTOF-Q Il

imens.
X105

WIU_AJD9G2_GC1_01_295.d TIC +All MS)|

WIU_AJOG0R_GC1_01_085 d EIC 265 8653266 9883 +All

55

60 85 75 Y 90 Time{min}

257

20

15

057

00+

101.0036

+MS, 5.40-6 46n%n ﬂmJﬁ%

146.0081

REREL

258
ki

ME_ 6405 46min & /62-768)|

264 0086
A RS

| 1|

9061
1 118 2131602 3739901 279 1503

vy

2575

260.0 2625 265.0 267.5 2700 s 2750 2775 2800 225 mz

Bruker Compass DataAnalysis 4.0

printed:  8/17/2010 9:43:42 AM Page 101 1
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S Mass Spectrum SmartFormula Report
Analysis Info

Acquisition Date  8M16/2010 3:23 51 PM
Analysis Name  D:\Data\IPMC\PharmChemis\Routine\2010_08_18\WJU_AJ0202_GC1_01_2895.d
Method kurz_pos_ms_low.m Operator Melners
Sample Name  WJU_AJ0902 Instrument / Ser¥ micrOTOF-Q Il 10252
Comment Junker
AJ0S02
Acquisition Parameter
Source Type ESt lon Polsnty Postve Saot Nabulzer 458y
Focus Not active Set Capillary 4500V Set Dy Heater 220°C
Scan Begin 50 miz Set End Plate Offsel  -500 V Set Dry Gas 8.0 Umin
Scan End 1000 miz Set Colisivn Cab RF 1300 Vppo Set Diven Valve Waste
'ﬂ';:‘ *MS., 6.40-6 46min m&vmi
X
‘.
3 148 0081
1 101000
1
l 267 0022
ol ll-L',lbl Ao G0 s . ‘
100 200 300 400 500 200 700 800 800 mwz
Meas miz # Foemula miz  err[mDa] err[ppm] mSigma rdb o Conf N-Rule
[0} B12H128r02  267.0015 07 2.7 138 55 aven ok b
BHBENG 266 9588 34 -128 193 75 aven ok
Bruker Compass DataAnalysis 40 printed  8/17/2010 9:43:52 AM Page 161
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2-Bromo-N-{4-[N-methyl-N-(tetrahydro-2H-pyran-4-ylJaminomethyl]phenyl}-6,7-dihydro-5H-

benzo[7]annulene-8-carboxamide (3)

LApra3- 2080 skuholofnindodelodadudronsnarobebebn s
3&&mm§mﬂnzss bl e e oo ot o AR A G o o i A B | o < B R n R
prétdn spin avl 39 e e e e e e e e e e S
|
|
|
H“
1 | A
NI il LA v
76 74772 70 68 66 64 62 60 58 56 54 52 50 48 46 44 42 40 38 36 34 32 30 28 26
f1 (ppm)
0602(01)
jun04AJ1003, Junker
STANDARD 1H OBSERVE
230 " 220 " 210 " 2060 " 190 " 180 " 170 160 150 140 130 120 110 100 "0 " &0 T/ "6 50 40 "0 "D " 10 -0

f1 (ppm)

25

[ 19000
[ 18000
[ 17000
[ 16000
[ 15000
[ 14000
[ 13000
[ 12000
[ 11000
[ 10000
[ 9000
[ 8000
[ 7000
[ 6000
[ 5000
[ 4000
[ 3000
[ 2000
[ 1000

[ -1000

| 65000
| 60000
| 55000
| 50000
| 45000
| 40000
| 35000
| 30000
| 25000
| 20000
| 15000
| 10000

| 5000

o

| -5000
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0203(05)
jun112012, AJ10, Junker
STANDARD 1H OBSERVE

T
e

[10
[ 20
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[ 60
[70
[ 80
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[ 100
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[ 160
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Analyzed: 31.03.11 09:45

Data Path: D:\WIN32APP\HSM\Chromni\DATA\2898\

Application: Chromni
Sample Name: AJ1008

Injection from this vial:

40

30

20

Intensity (=V)

i0

=
l

Acquisition Method: Chromni

Blank Subtr Sample Name: ACN

Column Type: 010

Solvent A: Wassexr + 0,05%TFA

No.

e - R S

RT

18,07
19,00
19,34
20,25
20,57
20,74
21,17
21,75

Peak rejection level: O

HPLC

l1of1
Chrom Type: HPLC Channel

1 15

Reported:
Processed:

31,03.11 15:23

31.03.11 15:23

Series: 2898

Vial Number: 20
Vial Type: UNK
Volume: 5,0 ul

1

20

Retentica Tine (ain)

25 30

Developed by: Jens

Area

68144
15774
23750344
156101
18924
11031
461851
28486

24550657

Solvent B: ACN + 0,05%TFA

Conc 1

0,278
0,064
96, 903
0,636
0,077
0,045
1,881
0,116

100,000
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Generic Display Report
Analysis Info Acquisition Date /%2012 8:52:.07 AM
Analysis Name  E:\Meiners\12_09\WJU_AJ1007 d
Method APCI_dwrectprobe_positiv.m Operator Sendker
Sample Name  AJ1007 Instrument micrOTOF-Q Il
Comment Junkar
APCi-Direkt
Kalibration mit Fetisasuroestern
\lens. WJIU_ATI007 4. TIC *AllMS|
X108
PE
3
21
1
g - . iy~ L*- ~r T vy -~
025 050 075 1. 125 .50 175 200 225 Time [min]
Intens. *MS, 1.0-1.1min #(123-127)
x10% 469 1485
6
4
2+
| 354 0485 039.2647
ol rizs riait l A LRA . . - i
200 300 400 500 600 700 800 600 miz
% +MS, 1.0-1. Ymin W 123-127)
e 4581498 471 1488
°u
‘4
3
2<
1] 468 1401
4671323 |
ol \ PR a o - , y
4800 aB2s 4850 457.5 4700 4725 475.0 4775 4800 iz
Bruker Compass DataAnalysis 4.0 printed:  G/5/2012 2:18:46 PM Page 1 of 1
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Data  0/5/2012 8:52.07 AM
Analysis Name  E\Meiners\12_09\WJU_AJ1007 ¢
Method APCI_directprobe_positiv.m Operator Sendker
Sample Name  AJ1007 Instrument / Ser# micrOTOF-Q Il 10252
Comment Junker
APCI Direkl
Kalibration mil Fetisasureestorn
Acquisition Parameter
Souwrce Type APCI lon Polanty Pasiive Sel Nebulizer Q0.7 Bar
Focus Not actve Set Capillary 4000 V Set Dry Heales 200°C
Scan Begin 100 miz Set End Plale Offset 800V Sel Dry Gas 3.0 ¥min
Scan End 1000 miz Set Colision CelRF 1300 Vpp Sel Divent Valve Waste
Intecss. < *MS, 1.0-1 Tmin & 123-127))
1085
0.8
. 54 269 1495
04
024 354 (M85 5302647
i c< 248 5882 " N P -~
100 200 00 400 "800 600 700 800 900 miz
Meas. vz 8 Formula Score m/z o |[mDa)] errlppm] mSigma rdb e Conf N-Rule
469.1495 1 C30H30Br 10000 489.1625 i &5 1036 155 even ok
HMBrN202 7561 4691485 ~1.0 20 1383 11 K
3 21HZG 8 a1 3 38 -1 8 1491 125 even
4 CIUSH26BrN120 056 4691530 36 78 1785 85 ewven ok
5§ C14HNBNBOS 081 469.1517 22 448 1834 35 ewven ok
6 CIOH2EBN1403 063 4691450 04 190 2064 45 even ok
Bruker Compass Datafnalysis 4.0 printed:  S/52012 2:18:56 PM Page 1 of1
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2-(4-Methyphenyl)-N-{4-[N-methyl-N-(tetrahydro-2H-pyran-4-ylJaminomethyl]phenyl}-6, 7-dihydro-

5H-benzo[7]annulene-8-carboxamide (2a)

6.0 55

UoulLvij
jun092012, AJ11, Junker
13C OBSERVE

©

pad=2 run with fin

16

141
139
138
137.
137
137
135
134
131
130
130
129
127
127
120

Ao

5.0 45

1 (ppm)

77.16 Chloroform-d

68.16

59.98
57.76

21.58

| 14000
| 13000
| 12000
| 11000
| 10000
| 9000
| 8000
| 7000
| 6000
| 5000
| 4000
| 3000
| 2000

| 1000

| -1000

| 34UuU
[ 32000
[ 30000
[ 28000
[ 26000
[ 24000
[ 22000
[ 20000
[ 18000
[ 16000
[ 14000
[ 12000
[ 10000
[ 8000

[ 6000

[ 4000

[ 2000

[ -2000

[ -4000

170 160 150 140 130 120 1o

160 )
f1 (ppm)
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70

60

50

4@
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HPLC

Analyzed: 27.10.10 21:41 Reported: 28.10.10 16:22
Processed: 28,10.10 16:22

Data Path: D:\WIN32APP\HSM\Chromni\DATA\2304\

Application: Chromni Series:2304
Sample Name: AJ1106 Via} Number: 6
Injection from this vial: 1 of 1 Vial Type: UNK

Volume: 5,0 ul

Chrom Type: HPLC Channel : 1

L
|

40 ~'-—"-i -.;.
- 0 1 ML
i ’ n [ &) (L]
? 20
;
5 10

0 - 1

0 . & fi ] 100 12 & 16 18
Ratention Time (min)

Acquisition Method: Chromni
Blank Subtr Sample Name: ACN

20 22 24 26 20

Column Type: 010 Developed by: Jens
Sclvent A: Wasser + 0,05%TFA Solvent B: ACN + 0,0S5%TFA

No. RT Area Conc 1
1 17,66 13404 ¢,03%
2 18,11 36545 0,108
3 19,58 11382 0,033
< 21,31 33844163 95,801
5 22,89 19358 0,057
[ 23,31 20396 ¢,0860
7 25,37 22752 0,067
8 29,15 11760 0,035

33979800 100,000

Peak rejection level: 0
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Generic Display Report

Analysis Info Acquisiton Date  9/4/2012 11:44:15 AM
Analysis Name  E:/Weiners\12_00WJU_AJ11.d
Method APCI_directprobe_positiv.m Operator Sendker
Sampls Name  AJ11 Instrument micfOTOF-Q 1l
Comment Junker
APCIL-Direkt
Katibration mit Feftsaeureestem
Intens. WIU_AJTTE TIC +All S|
x1068]
“!
3 4
2<
‘ R
o - e - . ' \‘ v S— *
025 0.50 0.75 1.00 1.25 1.50 175 2.00 225 Tire imin}
lnm:F +MS, 1.0-1 1min #{120-126)|
v & 451.2835
54
‘-
3
3581544
2
861.5631
1 2613271
olaa s _JL L LAd A - - Lt )
200 300 400 500 £00 700 800 500 miz
Intans, +MS, 1.0:1, 1min 0(120-126;{
x103 4512835
8
‘I 4822870
91
24
480 2755
" 479.2681 4532898
484 2604
4725 a78.0 arr8 4800 g2 2480 4875 4900 4925 mz
Bruker Compass DataAnalysis 4.0 printed:  8/4/2012 2:35:30 PM Page 1 0f 1
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  S/4/2012 11:44.15 AM
Analysis Name  E\Melners\12_09\WJU_AJ11d
Method APCI_direciprobe_positiv.m Oparator Sendker
Sample Name  AJT1 Instrumant / Ser® micrOTOF.Q Il 10252
Comment Junker
APCI-Dirakt
Kalibration mit Fettsasureestern
Acquisition Parameter
Source Type APCI fon Polarity Fositive Set Nebulizer 0.7 Bar
Focus Not active Sot Caplikary 4000V Set Dry Heatler 200°C
Scan Begin 100 miz SatEnd Plate Offset 500V Set Dry Gas 3.0 Vmin
Scan End 1000 miz SetColision Cet RF~ 130.0 Vpp Set Divert Vaive Waste
Inters. WIS, 1.0-1. 1min #(120-125)
x105.
0.84
0.6 4812835 ‘
044
] 366 1644
0.2+ \ G531 56831
4 261121
0.0 . i UR . e 4 i -
100 200 300 400 S00 600 700 800 900 miz
Meas. miz & Formula Score m/iz em[mDa] erfppm] mSigme rdb e Conf N-Rule
4812838 1 CR2HITN202 10000 4812850 15 31 1287 155 even ok
3NE 5981 4812823 — 12 25 1404 168 even ok
3 C27THITNAOA 1010 481.2808 25 53 1527 115 even ok
4 C2H41038 141 4B1.2786 B E0 1650 65 owen ok
5 C20H41N4OE 029 4812868 33 69 1906 25 even ok
6 C21H3ITNBOS 0.02 481.2881 47 a7 2080 75 even ok
7 C17HXIN1O3 008 4312855 20 41 2193 B85 even ak
8 C18H3ITNWWOT 005 481.2341 07 14 2333 35 even ok
9 CIHABNNO 004 4312828 -07 -14 2349 956 even ok
10 C12H3IN1603 001 4812814 20 42 2455 45 even ok
Bruker Compass DataAnalysis 4.0 printed 42012 2:35:18 PM Page 10of1

2-(4-Hydroxyphenyl)-N-{4-[N-methyl-N-(tetrahydro-2H-pyran-4-yl)Jaminomethyl]phenyl}-6, 7-dihydro-
5H-benzo[7]annulene-8-carboxamide (2b)
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uuLo v
.N\ y D N OO OO T OO AOOON NN TONM AN TNMN—ONLN T O — Q)0 WL
m@@ﬁ)ﬁ”ﬂm&—:@@ o R RS e S S T A R e B = SN NI S R
J - ~ & o -

e
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80 5 70 65 6.0 55 50 45
f1 (ppm)

AMJJUUILOC | evvuy

jun06AJ5005, Junker
STANDARD 1H OBSERVE 26000
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I\

Al SOghsqc
jun112012, AJ50, Junker
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85 80 75 70

[10
20
30
[ 40
[ 50
[ 60
[70
[ 80
[ 90
[ 100
[ 110
[ 120
130
[ 140
[ 150
[ 160

f1 (ppm)



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

HPLC

Analyzed: 22,06.11 01:18 Reported: 22.06.11 11:32
Processed: 22.06.11 11:32
Data Path: D:\WIN32APP\HSM\Chromni\DATA\3219\
Application: Chromni

Sample Name: AJS5005

Injection from this vial: 1 of 1

Series:3219%
Vial Number: 17
vial Type: UNK
Volume: 5,0 ul
Chrom Type: HPLC Channel : 1

100 .flll |
| &
.o e
2 60 2 .
r
E €«
-~
&
|
20
|
o (| oA
|
0 [ 10 15 20 25 20

Petention Tine (ain
Acquisition Method: Chromni
Blank Subtr Sample Name: ACN
Column Type: 010
Solvent A: Wasser « 0,05%TFA

Develcoped by: Jens
Solvent B: ACN + 0,05%TFA

BB

BB

Bo. RT Area Conc 1
1 18,18 23336 0,268
2 18,57 8652428 99,290
3 20,12 38556 0,442
8714320 100,000

Peak rejection level: 0
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Generic Display Report

Analysis Info Acquisition Date  9/9/2010 2:34:18 PM
Analysis Name  DAData\IPMC\PharmChemio\Routine\2010_0MWIU_AJS001.¢
Method directprobe_default m Operator Meiners
Sampie Name  AJ5001 Instrument micrOTOF-Q Il
Comment Junker
AJS001
APCI-Direkt
Kalibration mit Fettsasureaster
Intens.
x108
4 o
=%
i
3 .l" ‘l_
] ‘._
]
| \
2 i b
{ \
{ LS
1 r‘ A
o < '/-4‘ '_‘ = A
02 a4 06 cs 10 Time [men]
[—Tcranws ]
ntens +MS, 0.6.0 6min #6859
x105
3: 3612384
4583 2662
21
276.1408
14 171.0867
A%2178
116.1352 l
Ut o l ™ - T -
100 150 260 250 300 350 400 450 500  miz
Intens. -
e MS. 0 6.0 Bmin 8(58-56)
483.2693
201
154
1.01 4822615
484 2726
05
4812544 4852741
00l y L = A ’ ;
474 476 478 450 482 A34 488 488 4850 miz
Bruker Compass DataAnalysis 4.0 printed:  S/8/2010 2:39:58 PM Page 10of 1
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 91172012 §:50:15 AM
Analysis Name  D\Data\IPMC\PharmChemie\Routine\APCIN12_0WIU_AJS0.d
Method APCI_directproba_positiv.m Operator Sandker
Sample Name  AJS50 Instrument / Ser® micrOTOF-Q I 10252
Comment Junker
APCEDirekt
Kallbrationn mit Fetisasewraestem
Acquisition Parameter
Source Type APCI lon Polarity Positive Set Nobuizor 07 8ar
Focus Not actve Set Capifiary 4000V Set Dry Heater 200°C
Scan Bagin 100 mvx Set £nd Plato Offset  -500V Set Ory Gas 3.0¥min
Scan End 1000 miz Set Cofiision Cet RF 130.0 Vpp Sat Divert Valve Wasta
intons. | NS, 1.09 0enin A(118-119)|
x108
0.84
061 4832817
0.4
0.2 388.1610
3 865 4591
o — RS : : L M
100 200 300 400 %00 600 700 800 900 miz
Meas miz # Formula Score miz err[mDa] erppm] mSigma rdb e Conf N-Rule
4832817 1 CN 3 3733 483.2642 25 52 813 155 even Gk
""—"7—!:1‘7':1t JINGO (0000 4A8ZB5 02 o3 TIT 165 even ok
3 C/HBOS 526 4332589 -28 548 1172 65 even ok
4 C26H3IENAOS 1223 4832602 -18 31 1212 115 sven ok
5 CIEHITINI4A04 023 4332847 30 63 1645 85 oven ok
6§ C15H3ISN1008 028 4832634 17 35 1779 35 even ok
7 CI1ZH2TN2002 048 4332620 04 07 1789 65 even ok
8 C1MTH3IINTBOSE 0.4 4832807 R 20 1913 45 even ok
9 COH2IN2G 005 4832554 23 4.8 1930 105 aeven ok
Bruker Compass DataAnalysis 4.0 prnted:  9/11/2012 12:45.02 PM Pageiof 1
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2-(4-Formylphenyl)-N-{4-[N-methyl-N-(tetrahydro-2H-pyran-4-yl)Jaminomethyl]phenyl}-6, 7-dihydro-
5H-benzo[7]annulene-8-carboxamide (2c)

uouz\uT)
jun012013, AJ90, Junker
STANDARD 1H OBSERVE

26 Chloroform-d

7.33
731
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| 140
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|70
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10.0 95 90

UouUo\UT)
jun012013, AJ90, Junker
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f1 (ppm)
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0304(04)
jun012013, AJ90, Junker
STANDARD 1H OBSERVE
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Analyzed: 24.01.13 05:12

HPLC

Reported: 25,01,13 10:17
Processed: 25.01.13 10:17

Data Path: D:\WIN32APP\HSM\Chromni\DATA\S5855)\

Application: Chromni
Sample Name: AJS0
Injection from this vial: 1 of 1

Series:5855
vial Number: 14
vial Type: UNK
Volume: 5,0 ul

Chrom Type: HPLC Channel : 1

100

"ﬂl
CT L
I .r.
- P - — - i
i &0 | [ 1 g "
oy
-
g (1]
e
-
20
0 — R

Acquisition Method: Chromni
Blank Subtr Sample Name: ACN
Column Type: 010

Solvent A: Wasser + 0,05%TFA

No. RT
1 19,03
2 19,34
3 19,97

Peak rejection level: 0

M— TRETICTT

12 1t 16 18 20 22 24 26 28

Retention Tine (min)

Developed by: Jens
Solvent B: ACN + 0,053TPA

Area Conc 1
13347 0,423
3140548 99,577
0 0,000
3153895 100,000

BC

MC
MC
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Generic Display Report
Analysis Info Acquisition Date  02.08.2012 11:45:51
Analysis Name \'\pz-ms\PZPharmChemie\Routine\APCI12_DBWJL_AJ9001.d
Method APCI_directprobe_positiv.m Operator Meiners
Sample Nama  AJ2001 Instrument micrOTOF-Q Il
Comment Junker
APCI-Direkt
Kalibration mit Fettsasureastem
intens. | =
%105
‘-
3-
24
11
. 02 0.4 08 08 10 12 1.4 1.6 18 Tima fminj
[ TiIC+AI M8 |
Intens +MS, 1.2min #137)
08
495 2660
o-
4
21 380.1703
i Pk 2781219 i
c"'.“l : BB NS Il - S79.4808 -l
100 200 300 400 500 800 ™00 80 900 miz
Intens_ |
e NS, 1.2min 813
496 2069
54
4
2 380,1703
318,140 2751218 o
ob=ad =) e ] [ E - Srajess
100 200 300 400 500 600 700 800 900 “miz
Brukor Compass DataAnalysis 4.0 printed:  28.08.2012 13:38:45 Page 1 of 1
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Mass Spectrum SmartFormula Report

Date 02.08.2012 11:45:51

Analysis Info
Analysis Name  \\pz-ms\PZ\PharmChemie\Routine\APCA12_08\WJU_AJS001.d

Method APCI_directprobe_positiv.m Operator ~ Meiners
Sample Name  AJO001 Instrument / Ser# micrOTOF-Q |1 10252
Commant Junker
APC|-Dirakt
Kalibration mit Feltsaecreestam
Acquisition Parametor
Source Type APCI lon Polarity Positive Set Nebulzer 0.7 Bar
Foous Not sctive Set 4000 V Set Dry Haater 200°C
Scan Bagin 100 mvz Set End Plals Offset 500V Set Dry Gas 3.0 limin
Scan Enc 1000 miz Set Colision Csf RF 1300 Vpp Sed Divert Valve Wasta
tens. +MS, 12min #137]
x105]
“4
] 4952660
0.6+
0.4
J
0.24 280.1763
o O VT O mogss |
100 20 300 400 500 800 700 800 200 miz
Moas. miz # Formula Score miz er[mDa) erippm] mSigma rdb e Conf N-Rule
AT11490 1 C19M1EAN1402 10000 4711487 0r 14 53 185 even ok
2 C21427012 B6.52 4711487 07 1.4 122 85 even ok
3 C1eH18N1008 8263 471.1484 0.7 14 153 145 even ok
4952069 1 C37H350 10000 4052682 13 28 1533 205 even ok
2_CI2M35N203 27 55 ATLA_165 seen ﬁ'
3 3 0.12 4552661 0.9 1.8 2373 35 even
4 C22H3IN1202 002 4952887 18 38 2682 135 even ok
5 C21H35NEOS 001 4982674 05 09 21 85 even ok
6 C1eH2IN1S 001  495.2861 09 -18 2636 145 even ok
7 C17TH3IN140D4 000 4052847 -2.2 45 2755 05 even ok
4962720 1 CHAHIBNTO9 10000 4962726 05 11 118 35 even ok
2 C15H3ONI703 8494 4002712 08 1.6 180 085 evan ok
512.2688 1 C20H3ENO7 4877 5122843 15 -30 129 115 even ok
2 CHHMNSOS 10000 5122650 02 04 147 165 even ok
8774906 1 C28HESNI1BO M 5443 87174022 14 16 130 55 aven ok
2 C26HBIN3204 5448 38774022 14 16 133 165 even ok
3 C25HS5TN2808  100.00 &77.4800 01 01 179 115 even ok
9654775 1 COI8HESN1DO1E 7563 9854788 1.1 11 181 108 even ok
2 C3THS5TN2408 73.37 0854788 10 11 178 215 even ok
9606000 1 CEBOHTINEOQS 7467 9805011 12 12 137 268 ouen ok
Bruker Compass DataAnalysis 4.0 printed:  28.08.2012 13:47:35 Page 10of 1
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Methyl 4-[8-(N-{4-[N-methyl-N-(tetrahydro-2H-pyran-4-yl)Jaminomethyl]phenyl}carbamoyl)-6, 7-
dihydro-5H-benzo[7]annulen-2-yllbenzoate (2d)

O UIIITT r

single_pulse

il A A

 0.20

| 0.15

[ 0.10

(‘ | 0.05
| 0.00

]

[¥p)

o

o

4\

-0.05

245
133}

12,60
2.00
4.07

{

o
—
o

<
o
~—

i
0

(193
2.09%

20 1’5 10

W
[

0 65 6.0 55 50 45
f1 (ppm)

O U00IT I

single pulse decoupled gated NOE 0.40

 0.30

| 0.05

| 0.00

| -0.05

250 240 230 220 2107260 "190 "180 "170 "160 "150 "140 "130 "120 litf)l (100 )90 80 70 "60 50 4030 7201076 "-fo"-20"-30 40 "-50
ppm
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HPLC

Analyzed: 20.09.12 07:40 Reported: 21.09.12 08:58

Processed: 21.09.12 08:58
Data Path: D:\WIN32APP\HSM\Chromni\DATA\S281\

Application: Chromni SBeriea:5281
Sample Name: AJ91A visl Number: 20
Injection from this wial: 1 of 1 Vial Type: UNK

Volume: 5,0 ul
Chrom Type: HPLC Channel ; 1

100  Goe

80 pooo 1
% 80 ; .
ol
3
5 40
o {
lad i -

20 :

6 — SN
] 2 ¢ € 8 10 12 14 16 i8 20 22 2 26 20

pefention 7ine (min)
Acqguisition Method: Chromni
Blank Subtr Sample Name: ACN
Column Type: 010 Developed by: Jens
Solvent A: Wasser « 0,05%TFA Solvent B: ACN + 0,05%TFA

N& . RT Area Conc 1
1 18,95 7714 0,160
2 20,69 89493 1,861
3 22,19 4697648 87,695
4 24,07 13635 0,284
4808490 100,000

Peak rejection level: 0
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Generic Display Report
Analysis Info Aocquisition Date  02.08.2012 11:48:14
Andy!h Name \pz-ms\PZ\PharmChemis\Routine\APCI\12_DB\WJU_AJS101.d
APCI_directprobe_positiv,m Operator Mainers
Sampb Name AJS101 Instrument micrfOTOF-Q Il
Comment Junker
APCI-Direkt
Kalibration mil Fettsasureestem
Irtens,
x106.
3
24
14
b 02 04 08 08 10 12 " Time fmin]
[=TiC+atms |
Inters,
| +MS5, 1 0min 2118
1.04 2822046
”4
500 700 800 200 miz
M5, 1.0min #118
B000 5252778
4000+
2000 i
5242740
olo . Sares stogere | saumsy S2ESS | Bt i 532.3673 !
516 516 520 522 824 520 528 832 54 mz
Bruker Compass DataAnalysis 4.0 printed:  28.08.2012 13:49:59 Pageiof t
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Mass Spectrum SmartFormula Report

Analysis info Date  02.08.2012 11:48:14
Analysis Name  \ipz-ms\PZ\PharmChemig\Routine\APCI\12_08\WJU_AJ9101.4
Mothod APCI_directprobe_positiv.m Operator Mainers
Sample Name  AJ9101 Instrument / Ser# micrfOTOF-Q Il 10252
Comment Junker
Kalibration mit Fettsasureastarn
Acquisition Parameter
Source Type APCI fon Polarity Positve Sot Nebulizar 0.7 Bar
Focus Not aclive Set Capiary 4000 V Sat Dry Heater 200°C
Sean Begin 100 miz Set Enc Plate Offsel  -500 V Set Dry Gas 3.0 Ymin
End 1000 miz Set Collision Cell RF ~ 130.0 Vpp Sat Divart Valve Waste
Irfens. VS, 1 0mm #1184
X104
1.5
101 2822046
C33H3TN204
5252176
054 :m.[m l
1 14008585
0401 e d e ’ S y —c]
100 200 200 400 500 600 700 800 200 iz
Meas. miz # Formuta Score miz orrfmDa] em{ppm] mSigma rdb & Conf N-Rule
3383535 1 C21HA4N3 100.00 338.3530 05 -15 163 15 gven ok
4711486 1 C1BH1EN1402 10000 471.1497 o1 02 43 195 evon ok
2 C2HZ3N403 4881 4711810 14 30 48 135 even ok
3 C21H27O 2 8254 4711407 01 02 45 B85 even ok
4 C1BHIONI0O8 4425 4711482 13 27 159 145 even ok
5252776 1 C3)H3ITN204 10000 5252745 248 53 110 165 evan ok
e ——
Bruker Compass DataAnalysis 4.0 printed:  28.082012 13.54:47 Page 1of 1
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2-[4-(Acetamido)phenyl]-N-{4-[N-methyl-N-(tetrahydro-2H-pyran-4-ylJaminomethyl]phenyl}-6, 7-
dihydro-5H-benzo[7]annulene-8-carboxamide (2e)

UTTUL UL [
jun012013, AJ92, Junker 180
STANDARD 1H OBSERVE =

[ 170
[ 160
[ 150
[ 140
[ 130
[ 120
[ 110
[ 100
[ %0
[ 80
[ 70
[ 60
50
[ 40
[ 30
2

ﬁ\ [10
0

[-10

78 76 74 72770 68 66 64 62 60 58 56 54 52 50 ?.‘8( 416)414 4274073836 34 32 30 28 26 24 22 20 18 16
1 (ppm

UTUO\UL) [ L4uuu
jun012013, AJ92, Junker

STANDARD 1H OBSERVE | 13000

| 12000
| 11000
| 10000
| 9000
| 8000
| 7000
| 6000
| 5000
| 4000

| 3000

| 2000

| 1000

| -1000

230 220 " 210 "260 " 180 " 180 T 170 T 160 " 150 ~ 140 " 130 120fl (110 )100 % "8 "0 60 "5 4 HTHHTH -
ppm

48



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is © The Royal Society of Chemistry 2013

‘,j‘ ‘i

0404(01)
jun012013, AJ92, Junker
STANDARD 1H OBSERVE
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75 70 T 65 60 55 50 45
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HPLC

Analyzed: 05.07,12 08:11 Reported: 05.07.12 15:55
Procesaed: 05,07.12 15:55
Data Path: D:\WIN32APP\HSM\Chromni\DATA\4978)\

Application: Chromni Series: 4978
Sample Name: AJ9201 vial Number: 19
Injection from this vial: 1 of 1 Vial Type: UNK

Volume: S,0 ul
Chrom Type: HPLC Channel : 1

100 =

80

| i —-——

40

Intensity (aV)

20 I

VYAV TS ot v TR e BT
0 2 4 6 6 10 12 M 16 18 20 22 24 26 28
Retention Time (min)
Acquisition Method: Chromni
Blank Subtr Sample Name: ACN

Column Type: 010 Developed by: Jens
Solvent A: Wasser « 0,05%TFA Solvent B: ACN + 0,05%TFA

No. RT Area Cone 1
1 18,03 14581 0,067
2 18,41 21532304 98,900
3 15,01 170567 0,783
4 20,33 54233 0,249
21771685 100,000

Peak rejection level: 0

BB
MC
MC
MC
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Generic Display Report
Acquisition Date 02,08,2012 11:29-03

Analysiz Info

Analysis Name  \\pz-ms\PZ\PharmChemig\Routine APCIV12_08\WJU_AJ9201.d

Method APCI_diractprobe_positiv.m Operator Meiners
Instrument micrfOTOF-Q 1l

Sample Name  AJ9201
Comment Junker

APCI-Direkt

Kalibration mit Fettsasureasterm

intens.
x108]
1.28

0.00 - - M, N - — v - -
D50 075 100 125 1.50 1.75 200 225 i fening
i

+M45, 0.8min r108]

Intens.
aot

101
08
06
0.4+

0.24

+M5, 0.9min #109]

510
516.4678 Tm |
l " Y I |

1 |.|. ' L.

510 31 520 522 526 528 528

o ol mrla
l

ol

Bruker Compass DataAnalysis 4.0 printed:  28.08.2012 14.14;58 Page 1 of 1
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__Mass Spectrum SmartFormula Report

Analysis Info Acqguisition Date  02.08.2012 11:29:03

Anglysis Name  \\pz-ms\PZPharmChemie\Routintl APCIV12_08\WJU_AJE201.d
Method APCI_directprobe_positiv.m Operator Meiners
Sample Name  AJ9201 Instrument / Ser¥ micrOTOF-Q Il 10252
Comment Junker
APCI-Dirskt
Kalbration mit Fettsaesureestem
lon Polarity Postive Sot Nebulizer 0.7 Bar
Set Capdlary 4000 V Set Dry Healer 200 C
Set End Piate Offset  -500 V Set Dry Gas 3.0 Uemin
Sat Colliston Gell RF 1300 Vpp Sat Diver! Valve Waste
NS 0 Gmn 8109

A11.4006 S2a.209

W HCTRE W R n
400 500 600 700 "800 200 miz
Moas. miz # Forrmula Score m/z em[mDa] erlppm] mSigma rdb & Conf N-Rule
1490578 1 CaHA02 50.60  140.0597 20 121 173 65 sven ok
2501060 1 C13IH16NO4 5641 250.1074 1.6 €4 185 65 even ok
5242019 1 C22H33NBOS 4623 5242040 21 40 232 B5 aven ok
2 C21H4A2NS010 100.00 5242926 08 14 275 35 awn ok
3 Cc33H 3 54,69 4 A1 2.1 434165 m_\ok
Bruker Compass DataAnalysis 4.0  printed:  28.08.2012 14,14:39 Page 1 of 1
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2-[4-(Dimethylamino)phenyl]-N-{4-[N-methyl-N-(tetrahydro-2H-pyran-4-yl)Jaminomethyl]phenyl}-6, 7-
dihydro-5H-benzo[7]annulene-8-carboxamide (2f)

200
Lipss s oSS aasassEssa R I RIS st 2
[ 180
[170
[ 160

1
1
1
1
1
{169

[ 130
[ 120
[ 110
[ 100
(90
[ 80
[70
[ 60
50

[30
[ 20

MU J LN

[-10

AL it e o T
D 0 O > N A e

o
N 2
N

b=}
&

3.99{

8
2.00
9
.9
5.43
1.91

7876 74 72 70 68 66 64 62 60 58 56 54 52 50 48 46 44 42 40
f1 (ppm)

873%6 34 32 30 28 26 24 22 20 18 16

w|

CZAVERRPE)]

jun092012, AJ95, Junker
13C OBSERVE

| 15000

| 14000

pad=2 run with findz0 before acquisition

] SSABNWBMETSSAB NG SH
o LEOMmMoOonmOmaNNSNS =
- S QT g ik gt b it g g i g S

............... 858832 | 13000

77.16 Chloroform-d

68.15
59.95
5775

;
i
e

| 12000
| 11000
| 10000
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| 8000
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| 4000
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b §
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ppm
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HPLC

Analyzed: 20.09.12 02:50 Reported: 21.09.12 08:55

Processed: 21.09,12 08:55
Data Path: D:\WIN32APP\HEM\Chromni\DATA\5274)\

Application: Chromni Serieg:5274
Sample Name: AJ9S Vial Number: 14
Injection from this viali 1 of 1 Vial Type: UNK

Volume: 5,0 ul
Chrom Type: HPLC Channel : 1

100 S |
4 p
80 _’p" 3 L
| " \
3 6 - | L . "
z
-
E a0
&
20

) 2 4 3 4 10 1z 4 1€ 18 20 22 24 26 28

Ratention Time (min]
Acquisition Method: Chromni
Blank Subty Sample Name: ACN
Column Type: 010 Developed by: Jens
Solvent A: Wasser + 0,05%7TFA Solvent B: ACN « 0,05%TFA

No. RT Area conc 1 BC

1 17,11 27263 0,129 BB

a 18,43 21104094 89,540 MC

3 24,31 70181 0,331 BB
21201538 100, 000

Pesk rejection level: O
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Generic Display Report e
Analysls Info Acquisition Date 82072012 11:22:48 AM
Analysis Name  DAData\IPMC\PharmChemis\Routine\APCIN2_0S\WJIU_AJSS d
Method APCI_drectprobe_positiv.m Operator Sendker
Sample Name  AJ95 Instrumant micrOTOF-Q Il
C t Junker
APCI-Direkt
Kalibration mit Fettsasureestem
inters ~WIU_AJES 4 TIC vAITES|
xaof WA %
31 1
24
14
a T v \kv - - ~ -+
05 10 15 20 26 30 35 Time (min|
Intens. | +ME, 12.1.2min 3(141.145)]
x105
5103158
31
2.
1
3952157
t
0= .l e ZQELW . v l ) - .
200 plei) 400 500 500 miz
"“"n 05"' s +M5, 1.2-1.2min #(141-145)
5!0.?1&
3 1
2-
5113143
1 509.3074 ‘
|
K08 fm ‘ 5123203
) 7 a0s Pt 508 510 512 514 596 518 520 miz
Bruker Compass DataAnalysis 4.0 prnted: 2172012 8:43:02 AM Page 10f 1
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  9/202012 11:22.46 AM
Analysis Name  DA\DataUPMC\PharmChemie\Routing\APCIN2_09\WJU_AJ95.d
Mathod APCI_directprobe_posiliv.m Oparator Sendker
Sample Name  AJS5 Instrument / Ser#  micrOTOF-Q It 10252
Comment Junker
APCI-Direkt
Kalibeation mit Fettsacuroestern
Acquisition Parameter
Sowrce Type APCI flon Posltive Sel Nebulizar 0.7 Bar
Focus Not active Set Capillary 2003 V Sat Dry Heater 20°C
Scan Bagn 100 miz Sel End Prate Offsst 500V Sot Dty Gas 3.0 Urin
Scan Eng 1000 miz Set Cofigion Cell RF 130.0 Vipp Sel Divert Vaive Waste
Intens 3 - *MB, 1.2-1 2men W 141-145)
¥1053
53
43 5103158
34
?.
1 052157
ot . e Pl ek - —
100 200 300 400 500 £00 700 800 @00 miz
Meas m/z # Formula Score m/z err[mDa] erippm] mSigma rdb e Conl N-Rule
5103158 1 C38H4ON 100.00 5103185 03 06 88 195 even ok
2 CHHAON3IO2 213 5103115 43 85 23 155 wwen ok
Bruker Compass DataAnalysis 4.0 printed: 92172012 8:43:00 AM " Pageiofi
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N-{4-[N-Methyl-N-(tetrahydro-2H-pyran-4-yl)Jaminomethyl]phenyl}-2-(pyridin-3-yl)-6, 7-dihydro-5H-
benzo[7]annulene-8-carboxamide (2g)

Ot IUITLI

single_pulse [ 0.90

3.83 {

2.00
2.01
2.09
2.00
1.01
3.13
1.18

7 70 65 6.0 55 5.0 45 40 3
f1 (ppm)

[ -0.05
25 20 15

W
S 2

Uil 2,04

o IT0ILT

single pulse decoupled gated NOE | 0.28

0.26
| 0.24
| 0.22
| 0.20
| 0.18
| 0.16
| 0.14
| 0.12
| 0.10

0.08

| 0.06

| 0.02

\ \ | 0.00

-0.02

170 160 150 140 130 120 110 100 EN) 80 70 60 50 90 k)
f1 (ppm)
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jun_AJ77_gHSQC_01
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HPLC

Analyzed: 05.07.12 05:25 Reported: 05,07.12 15:49%

Processed: 05.07.12 15:48
Data Path: D:\WIN32APP\HSM\Chromni\DATA\4974%

Application: Chromni Series:4974
Sample Name: AJ7701 Vial Number: 15
Injection from this vial: 1 of 1 Vial Type: UNK

Volume: 5,0 ul
Chrom Type: HPLC Channel : 1

100 S
an ;;lll

i &4 P

&0 : [ " =)

L0

Intansity (aV)

20

P TEITT R e prregepes LT R T e o o

0 2 4 6 L] 10 12 14 16 18 20 22 24 26 28

FRetantion 7ima (min)
Acqguipition Method: Chromni
Blank Subtr Sample Name: ACN
Column Type: 010 Developed by: Jens
Bolvent A: Wasser + 0,05%1FA Solvent B: ACN + 0,058TFA

No. RT Area Cone 1
1 14,97 11287230 98,134
2 16,97 31255 0,272
3 17,65 148383 1,290
q 22,39 34939 0,304
11501807 100,000

Peak rejection level: 0
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Generic Display Report
Analysis Info Acquisilion Date  8/2/2012 10:50:34 AM
Analysis Name  D!\DataUPMCi\PharmChomieiRoutine\APCA12_08\WJU_AJT701.d
Method APCI_direciprobe_positiv.m Operstor Meiners
Sample Name  AJ7T01 Instrument micrOTOF-Q 1
Comment Junker
APCI.Direkt
Kalibeation mit Fottsacureestern
Irdens. WRI_ATTTON d: TIC +Al Mas]
x108:
| 3
2
1
x .25 0.50 o7 100 125 150 175 200 Time [mn)
Intens. K v x
i NS, 1.3-1.3mn 9(131-132)]
a 468 2654
LS
2
353 1708
l 9355846
o4 vt i 144, — - - ,
200 200 400 500 600 700 800 90  miz
Inters. *M5. 111 Tmin #131-132)
xﬂ?ﬁ
3 4632654
4
2.
44652504
ol—, . i L il 1 o i
460 465 470 475 480 miz
Bruker Compass DataAnalysis 40 printed.  8/2/2012 1:45:31 PM Page 1of 1
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Mass Spectrum SmartFormula Report
Analysis Info Acquisition Date  8/2/2012 10:50:24 AM
Analysis Name  D:\DataUPMC\PharmChemie\Routine\APCI2_08\WJU_AJT701.d
Method APCI_diractprobe_positiv.m Operator Meiners
Sample Name  AJ7701 Instrumant / Ser® micrOTOF-Q Il 10252
Comment Junker
APCI-Direkt
Kalibration mit Fetisaeureestem
Acquisition Parameter
Source Type APCI lon Potarity Postive Sot Nebuizer 0.7 Bar
Focus Nat active Set Capillary 4000 V Set Dry Heatar 200°C
Scan Begin 100 mfz Set End Plate Offset  -500 V Set Dry Gas 3.0 ¥min
Scan End 1000 miz Set Calisicn Coll RF 1300 Vpo Set Divert Valve Waste
Intens +MS, 111 1min 2131132}
X108
084
A 488.285¢
04
02
353.1703
9355846
0.0+ R4 o SR - s A - . - vk
100 200 300 400 500 600 700 800 800 miz
Moas. miz # Formula Score miz erimDal erppm] mSigma rdb & Conf N-Rule
4582654 1 C3ISHMN 6767 4582685 32 88 1262 195 even ok
2 CHIMNIQ2 100.00 46882848 0.8 1.7 1503 155 gven ok
3 CZ26H3ONS 070 4682619 35 -74 0 165 ewen ok
4 C18H3IENS09 0.73 4682884 1.4 22 2120 25 oven ok
§ C20H30N13O 004 458 2691 37 8.0 2180 125 ewven ok
8 CI9H34NGOS 0.05 4682677 24 51 2%.7 15 even ok
7 C15H3ION160] 004 4582651 03 -06 2450 &5 even ok
8 ClaHIMNI1IOT 0.01 4682637 18 35 2579 35 even ak
9 CHIH2BBN21O 000 4582524 =30 654 2583 95 even ok
Bruker Compass DataAnalysia 4.0 prnted:  B/2/2012 1:46:38 PM Page 1ol 1
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N-{4-[Methyl(tetrahydro-2H-pyran-4-ylJaminomethyl]phenyl-2-(5- methylthiophen-2-yl)-6,7-dihydro-
5H-benzo[7]annulene-8-carboxamide (2h)

UDUJ.\J.L} = 85

jun04AJ7203A, Junker £

STANDARD 1H OBSERVE 2 80
= L
=
o

BB SRR AR NS S8R RARRRN 883 RReRARRS SR8 RRARBEAARRIYINEINS RSB L7

NGRS NSO SR =R pecpecpedpcpecid St b JR-p b pE Q¥ DU DI I PR P PN P PRPRPNI RS I S PR PN PRPR{P IPRPA PRI it puc i

RPN RN DR RN R o pPooodosadgaoospns e s

| A — Sl e N e D AR 70

T
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—
—
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T
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T
T
&
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jun_AJ72_gHSQC_01
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HPLC

Analyzed: 20.04.11 05:17 Reported: 20,04.11 14:17

Processed: 20.04.11 14:17
Data Path: Dt\WIN32APP\HSM\Chromni\DATA)\ 2995\

Applicaticen: Chromni Series:2995
Sample Name: AJ7203B vial Number: 14
Injection from this vial: 1 of 1 Vial Type: UNK

Volume: 5,0 ul
Chrom Type: HPLC Channel : 1

50 yl“ I

FEE
T

o v 11

Intensity (=V)
~
=3

] 5 10 15 20 28 30
Ratention Time (min)
Acquisition Method: Chromni
Blank Subtr Sample Name: ACN

Column Type: Ol0 Developed by: Jens
Solvent A: Wassexr + 0,05%TFA Solvent 8: ACN + 0,0S%TFA

No. RT Area Conc 1
1 18,36 444850 2,625
2 12,79 191792 1,132
3 21,00 13310 0,079
- 21,46 162594238 96,164
16944187 100,000

Peakk rejection level: ©
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Generic Display Report

Analysis Info
Analysis Name
Method

Sample Name
Comment

APCI_derectprobe_default m
AJT203

Junker

APCH-Direkt

Kalibrabion mit Fettseeureastem

Acquisition Date  5/2/2011 2:38:46 PM

D\Data\IPMC\PharmChemie\Routine\2011_S\WWJU_AJ7203.d

Operator
Instrument

Mesners
mirOTOF-Q I

Inbens.
x106

WIU_AJ7203.d TiC +All M5|

02 04 08 08 1.0

/A

16 V& Time [min]

1
118.0913 267.0791
il |

3721408

VIS, 141 4min 8(162-163)

487 2437

l,LLLA

§J

100

800

-8

500 mix

486.2330

|

4852242

1

487 2437

WS, 1,41 4min #(162-163

428 2445

|

4802424
450 2404
A

478 480 482 e

T

483 450 402

Bruker Compass DataAnalysts 4.0

prnted: 5312011 2:42:33 PM
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Analysis Info Acquisition Date  5/2/2011 2:36:46 PM
Analysis Name  D:\Data\IPMC\PharmChemie\Rouline\2011_S5\WW.JIU_AJ7203.d
Method APCI_directprobs_default.m Operat Meinars
Sample Name  AJ7203 Instrument / Ser® micQTOF-Q I 10252
Commont Junker

APCH-Direkt

Kalibration mil Fetisaeursestem
Acquisition Parameter
Source Type APCI lon Polaity Postive Set Nebulzer Q.7 Bar
Foous tot actve St Capiliary 4000V Set Dry Haatar 200°C
Scan Begin 100 miz Set End Plate Offset -500 V Set Dry Gas 3.0 imin
Scan End 1000 miz Set Colision Col RF - 130.0 Vpp Set Divert Vaive Waste

A5, 1.4-1 A B(162-163]

487.2437
3721408
. wmom |yl
Meas. m/z # Formula Score miz e [mDa] erlppm] mSigme rdb & Conf N-Rule
4872437 1 CI5MISS 100.00 4872454 17 38 658 185 evan ok
2 C27TH39N202S2 6363 4872447 11 22 830 55 even ok
3 CIOHIEN2028 2511 487.2414 23 47 901 145 aven ak
AT CEHHONESY 1577 a87 2458 18 38 1083 54 euen ak
§ C23HISNESZ 1662 487.2421 16 33 1086 105 evan ak
6 C22H470354 308 4872403 34 10 1120 05 even ak
7T C19H4AIN404S3 19.26  487.2441 04 08 1195 05 even ok
8 C22H3IINAO4S2 288 4872407 29 L0 1220 55 even ok
& C23M39NZ07S 1,08 487 2472 36 74 1281 55 oven ok
10 C20H31N120S 170 4872459 22 44 1284 115 even ok
11 C15H3IINIDOZS3 356 4872414 23 45 1280 15 evan ak
12 C19H3IENAOS5S 466 487 2448 09 19 1398 65 even ok
13 CI5H3IN1403S 126 487.2419 13 a7 1516 75 even ok
14 C18H3ON40S9S 278 4872432 04 04 1518 15 even ok
15 G12H3ISN140382 087 467.2452 15 33 1588 25 ewen ok
18 C14H3IEN10OTS 018  487.2406 A £4 1632 25 even ok
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