Mikromol

Certificate of Analysis 17034

Reference Material

Product name

Labetalol Hydrochloride

HCI

Product code Lot number
MM0438.00-0250 G1008842

CAS number Appearance
32780-64-6 white solid
Molecular weight Melting point
364.87 186 °C

Molecular formula Long-term storage

C19H24N203 HCI 2to8 OC, dark

Uncertainty2 U
0.4 %

Assay?! “as is”
99.7 %

ed by a second testing method.

Intended Use: Use for identification and quantificat

JThe assay is ve

Release by: /I)Et?gf Relései/
- Product Release
Dr. Sabine Schrﬁ@ Lya/%walde, 23 Aug 2019 eyt

1 Calibration and veri

the Guide to the Expression of Uneertainty in Measurement (GUM). It corresponds to a level of confidence of about 95%.
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Mikromol

Important product information

This RM is intended for laboratory use only and is not suitable for human or animal consumption.

international scientific literature.

Storage and handling

Before usage of the RM, it should be allowed to warm to roo o drying i5 required, as assigned

values are already corrected for the content of water and ot

Further content

Assigned value

Purity

Identity

Stability and homogeneity

Revision table
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Mikromol

Assigned value

Assay “as is": 99.72 %; U = 0.41 %

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

Method 1: Value assigning technique - quantitative

Conditions /406-MHz, CD3 D ~
Internal standard \Weference material), signal 6.1 - 6.7
Result (mass fraction, n = 6) 9972 %; U'= 0.41 %

Quantitative NMR spectrum
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Mikromol

Method 2: Value verifying technique - 100% method

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

Result

99.58 %

The calculation of the 100% method follows the formula:

Purity (%)
100 %

Assay (%) = (100 % - volatile contents (%)) *

Volatile contents are considered as absolute contributions and purity is ¢

Inorganic residues are excluded by additional tests.

Purity

Purity by High Performance Liquid Chrom

HPLC Conditions:

o)

Column iChrospher 60 RP-select B; 5 um, 125 x 4.0 mm
Column temperature /10 °C

Detector /lﬁ\D, 210 nm

Injector Auto 2.00 ul; 0.071 mg/ml in Water, 0.1 % HsPO,
Flow rate 1.0 ml/min

Phase A Water, 0.1 % H;PO,

Phase B Acetonitrile, 0.1 % H5;PO,

Gradient progra

0-10 min A/B 80/20

10-13 min A/B to 50/50
13-15 min A/B to 80/20
15-25 min A/B 80/20 (v/v)

LGC GmbH, Louis-Pasteur-Str. 30, D-14943 Luckenwalde, Germany
MM0438.00-0250

Page 4/9

Lot number G1008842




Mikromol

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

Pk # Retention time Area Area %
1 8.069 \88/70/8 100.00
Totals 88.708 100.00

The content of the analyte was ined as rafio gf the peak area of the analyte and the cumulative

areas of the purities, a . peaks were ignored in calculation.

Result (n = 6) 100.00 %; U = 0.18 %

Volatile content .

Loss on drying

Method 105 °Cfor 4 h, EP 7.7 (2.2.32)
Result (n = 3) 0.42 %; SD = 0.02 %*

*not accredited testing method
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Mikromol

Inorganic residues

Method: Sulphated ash, EP 7.7 (2.4.14)

¢e substance other than those
bs of the sulphated ash.

According to the available data, the presence of inorganic impurities in the refep
detectable by sulphated ash is highly unlikely. Inorganic residues can be exc

Therefore, no assay correction was performed for inorganic impurities.
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Mikromol

Identity

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

Method Conditions

400 MHz, DMSO-d¢ e confirmed
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Mikromol

Method Conditions Resuit
MS 4.5 kV ESI+; vaporization temperature: 200 °C Structure confirmed
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Mikromol

Method Conditions Resuit
IR Attenuated Total Reflection Fourier Transform Structure confirmed
Infrared (ATR-FTIR) Spectroscopy
100
L Result of Peak Picking
ot - T . Position  Intensity
L V\ 334580  89.0439
o \ [\ '( 2 318197  83.8357
90 y 7 o f f 5 f 3 167198 771932
1 V 10 /;3 4 157941  86.4698
\ X ! Y H 5 149842 826142
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Reason for revision

Release of the Certificate of Analysis - initial version

Product warranties for the RM are set out in the terms and conditions of purchase.
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