Mikromol

Certificate of Analysis
Characterisation methods are accredited according to 5

Reference Material

Product name
8-Chloro-11-(1-methylpiperidin-4-ylidene)-6,11-

dihydro-5H-benzo[5,6]cyclohepta[1,2-b]pyridine Cl
N
Product code Lot number
MM0257.05 W1026357
CAS number Appearance / N
38092-89-6 off-white solid \
Molecular weight Melting point (DSC ~—
324.85 119 °C
Molecular formula Long-term stgra )
C20H21CIN; 2 to 8 °C, dar

Assay! “as is” -
99.8 %

Uncertainty? U
0.5 %

he assay is verified by a second testing method.

Producer confirms th e material (RM) meets the specification detailed on this Certificate of Analysis for two
years from the date of\shipm rovided the substance is stored under the recommended conditions unopened in the original
container.

Relea/ée/(y: We\oﬁzelease:
Product Release
Dr. Sa\s@%r Q.AC))(enwalde, 25 Oct 2019 o,

! Calibration and ve@éarried 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

from international scientific literature.

Storage and handling

Further content

Assigned value
Purity
Identity

Revision table
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Mikromol

Assigned value

Assay “as is”: 99.75 %; U = 0.47 %

The assay “as is” is assessed by quantitative NMR spectroscopy and is equivalent to assay based on the

assay can be used for estimation/calculation of measurement uncertainty:

Method 1: Value assigning technique - quantitative NMR spectroscopy _

Conditions 400-MHz, CD;0D

Internal standard W@?nce material), signal 0.9 -
1.4 ppm, 6

Result (mass fraction, n = 6) ~99.75 %; U'= 0.47 %

Quantitative NMR spectrum Z
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Mikromol

Method 2: Value verifying technique - 100% met

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

Result 99.91 %

The calculation of the 100% method follows the formula:

Purity (%)

/) = % - i 9
Assay (%) = (100 % - volatile contents (%))  * 100 %

Volatile contents are considered as absolute contributions and purity ative contribution.

Inorganic residues are excluded by additional tests.

Purity

Purity by High Performance Liquid Chromatog

]

HPLC conditions:

Column Hypersil Gold C18; 5 um, 150 x 4.6 mm
Column temperature \ \ 40 7C/
Detector D/A/D,/Zlo nm
Injector /Aut{) 1 pl; 0.191 mg/ml in Water/Acetonitrile 50/50
(v/v)
Flow rate 1.0 ml/min
Phase A Water, 0.1 % H3PO4
Phase B Acetonitrile, 0.1 % HsPO4
Gradient program 0 min A/B 98/2
0-20 min A/B to 3/97
20-22 min A/B 3/97
22-25 min A/B to 98/2
25-30 min A/B 98/2 (v/v)
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Mikromol

HPLC chromatogram and peak table
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Area percent report - sorted by signal

Pk # ;tent\io time V Area Area %
1 /4.443 ) / 79.6762 99.90

2 W 0.0070 0.01

3 8\580\ 0.0716 0.09
Totali// 79.7548 100.00

The contentof the analyte/was determined as ratio of the peak area of the analyte and the cumulative areas of

the purities, a

100 %. System peaks were ignored in calculation.

' Result (n = 3)

1 99.91 %; U =0.19 %
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Mikromol

Volatile content

Water content
Method Karl Fischer titration

Result (n = 3) No significant amounts of water were detected NW*\/

“not accredited testing method

Residual solvents
Method 'H-NMR

V4
Result (n = 1) No significant amounts of resid<a| %‘\LQHIZS}E{G%‘RIPC{G/{(< 0.05 %)."

“not accredited testing method

Inorganic residues

Method: Elementary analysis

Inorganic residues can be excluded by el ntary analysi

2
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Mikromol

Identity

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

Method Conditions
: . 400 MHz, CD;0D

A

&

i

20

ppm
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Mikromol

Method ~ Conditions Result

MS 3.5 kV ESI+; capillary temperature: 269 °C Structure coni med
. Theoretical value: 325.14660
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Result _
. Structure confirmed

| Method Conditions

IR Attenuated Total Reflection Fourier Transform
- Infrared (ATR-FTIR) Spectroscopy

sults of Peak Find
No.™Position  Intensity
T 2892.7 82.3933
2 57. 84.8182
3
4
5

142428 72.8817
1279.54  81.0341

30.08 71.2318

89.304  80.6329

7 876.488  82.0675
829.241 68.7514
782958  64.1342
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Revision table

Revision Reason for revision
. 00 . 25 Oct 2019 . Release of the Certificate of Analysis - initial version

t out iwmtions of purchase.

Product warranties for the RM a
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