Mikromol

Certificate of Analysis
Characterisation methods are accredited according to &SO 1 7025

Reference Material

Product name

Ethyl 4-[(11RS)-8-Chloro-11-hydroxy-6,11-
dihydro-5H-benzo[5,6]cycloheptal1,2-b]-
pyridin-11-yl]piperidine-1-carboxylate

Cl
o O\

Product code Lot number
MM0257.03-0025 W1186416 N
CAS number Appearance \
133284-74-9 white solid ~
Molecular weight Melting point (DS \
400.90 123 °C
Molecular formula Long-term storage
C22H25CIN203 2 to 8 °C, dark

Assay! “as is” Uncertainty? U
99.6 % 0.4 %

original containger.

Release by: \Qateéi/Release:
2 &J Product Release

Dr. Sabine Schroder Luckenwalde, 20 Oct 2021

! Calibration and verification were carried out using standards traceable to SI-units. The value is expressed on an “as is” basis.

2 The uncertainty “U” is the expanded uncertainty of the testing method for the assigned value estimated in accordance with
the Guide to the Expression of Uncertainty in Measurement (GUM). It corresponds to a level of confidence of about 95%.
Coverage factor k =2.
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Mikromol

Product information

This RM is intended for laboratory use only and is not suitable for human or animal consumption.
This RM conforms to the characteristics of a primary standard as described in the 1 Guidelines. The values
quoted in this Certificate of Analysis are the producer’s best estimate of the true valties within the stated

uncertainties and based on the techniques described in this Certificate of Analysis. The cha erisation of this

material was undertaken in accordance with the requirements of ISO/IEC 1702 verified by data

from international scientific literature.

Storage and handling

Further content \
Assigned value
Purity

Revision table
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Mikromol

Assigned value

Assay “as is”: 99.59 %; U = 0.37 %

emeantal analysis

Method percenta oun"n relation to percentage
~earbon as ed far molecular formula
Result (mass fraction, n = 3) W— 6\37 %

100% method (mass balance) with
chromatographic purity by HPLC

Result \ | 99.85 %

The calculation of the 100% metf

Purity (%)

0, - o/ - «F i 3
Assay (%) = (100 % - volatile co 100 %
Volatile contents are considered absolute contributions and purity is considered as relative contribution.
additional tests.
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Mikromol

Purity

Purity by High Performance Liquid Chromatography (HPLC)

HPLC conditions:

Column LiChrospher 60 RP-select B; 5 5x4 mm
Column temperature 40 °C

Detector DAD, 270 nm

Injector Auto 8 pl; O/fzp/mg/mIN}ethitrile

Flow rate 1.0 ml/mi

Phase A Water, 01 % HsPO4

Phase B Acetonitrile; 0.1.% )7(3PO4

Gradient program

HPLC chromatogram and peak table
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Mikromol

Area percent report - sorted by signal

Pk # Retention time Area Area %
1 1.377 0.1272 0.12

2 1.807 0.0230 0.02

3 3.467 0.0178

4 6.473 109.6488

Totals 109.8168

Result (n = 3)

Volatile content

Water content

Method

Karl Figchér titration

Result (n = 3)

o-significant amounts of water were detected (< O. ©).
No-signffi f d d (< 0.05 %).”

*not accredited testing rﬂ

Residual solvents

Method

'H-NMR

Result (n =/{)

Nl\significant amounts of residual solvents were detected (< 0.05 %).”

*not accredite Mthod

Inorganic residues

Method: Elementary analysis

Inorganic residues can be excluded by elementary analysis (CHN).
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Mikromol

Identity
The identity is assessed by ISO/IEC 17025 accredited testing methods.

Resuit
. Structure confi

Method Conditions
' . 400 MHz, DMSO-ds
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Mikromol

Method Conditions _ Result

- MS . 3.5kV ESI+; capillary temperature: 269 °C © Structure confirmed
. Theoretical value: 401.16265

110 4 Apex 70273 Scan: #395 RT: 4.27 min NL: 1,16E+008 Apex MS + p ESI Full ms [80.00-1000.00]
%
100 J 401,16262
904
80
704
604
504
404
403,15920
304
402, 1657
204
104 41625
158 96139 405, 06579 iz
o : X
so ' 200 300 400 77 so0 | 600 700 " T a0  et0 1.000
LGC GmbH, Louis-Pasteur-Str. 30, D-14943 Luckenwalde, Germany Page 7/8

MM0257.03-0025 Lot number W1186416



Mikromol

Method Conditions _ Result

IR Attenuated Total Reflection Fourier Transform Structure confirmed
. Infrared (ATR-FTIR) Spectroscopy
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Revision table \

Revision D E ] Reason for revision
. 00 | 20 Oct 2021 /", Release.of the Certjficate of Analysis - initial version

Product warranties for the RM a t out i the terms and conditions of purchase.

&
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