Mikromol

Certificate of Analysis ﬁq17034

Reference Material
Product name

Doxazosin Mesilate

Product code Lot number
MM0386.00-0250 G986400

CAS number Appearance
77883-43-3 white solid
Molecular weight Melting point
547.58 274 °C (dec)
Molecular formula Long-term storage

Cy3H25NsOs  CH403S 2to8 OC, dark

Uncertainty2 U
0.6 %

Assay?! “as is”
99.4 %

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%.

Coverage facto

Organisation certified to ISO 9001 | DQS 102448 and GMP (EXCiPACT) Producer:

RM Production accredited to ISO 17034 | DAKkS D-RM-14176-01-00 | LGC GmbH

Test methods used for characterisation are accredited to ISO/IEC 17025 | Louis-Pasteur-Str. 30

DAkkS D-PL-14176-01-00 D-14943 Luckenwalde
Germany

www.lgcstandards.com
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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

2
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Mikromol

Assigned value

Assay “as is": 99.35 %; U = 0.58 %

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

not-anhydrous and not-dried substance. The assay is verified by 100% method

The verified result lies inside our acceptance criteria, i.e. less than 1.0 % diffe

For quantitative applications, use the assay as a calculation value on the j grtainty of the
assay can be used for estimation/calculation of measurement uncertaint

Method 1: Value assigning technique - quantitative NMR spectroscopy

/400-MHz, DMSQ-4,
\Q*igu\ M te (certified reference material),
signal .8 - 8:

m,/4 H
Result (mass fraction, n = 6) \29.35%\U 0.58 %

Conditions

Internal standard

Quantitative NMR spectrum

|
J_/\ M _JLlJ - B W § DAV S - |
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Mikromol

Method 2: Value verifying technique - 100% method

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

Result

99.02 %

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 ypersil Gold C18; 5 pm, 150 x 4.6 mm

Column temperature /10 °C

Detector /lﬁ\D, 210 nm

Injector Auto 2.00 pl; 0.151 mg/ml in Acetonitrile/Water 50/50
(v/v)

Flow rate 1.0 ml/min

Phase A Water, 0.1 % H;3;PO,

Phase B Acetonitrile, 0.1 % H5;PO,

Gradient progra

0-10 min A/B 75/25

10-13 min A/B to 20/80
13-15 min A/B to 75/25
15-25 min A/B 75/25 (v/v)
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Mikromol

HPLC chromatogram and peak table

400

350 _f 1 - Substanz - 8,283
300—2
250—5
200—3

150

Absorbance [mAU]

100

50

0] .

-50 : : : :
0,0 5,0

Pk # Retention time Area Area %

1 8.283 \9-2’80/3 99.83

2 14.960 0.159 0.17

Totals /62.962 100.00

The content of the analyté was determined as>xatio of the peak area of the analyte and the cumulative

areas of the puritieg, added up 0 100 %. System peaks were ignored in calculation.

Result (n/= 6)/  99.83%; U=0.19%

Water content
Method Karl Fischer titration

Result (n = 3) 0.81 %*; SD < 0.01 %

*not accredited testing method
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Mikromol

Residual solvents
Method 1H-NMR

Result (n = 1) No significant amounts of residual solvents were detected (< 0.05%.\*

*not accredited testing method

Inorganic residues

Method: Sulphated ash, EP 8.7 (2.4.14)*

According to the available data, the presence of inorganic impurities in\t stayice other than those

detectable by sulphated ash is highly unlikely. Inorganic residues can be ‘exsluded by.results of the sulphated ash.

Therefore, no assay correction was performed for inorganic i

*not accredited testing method

2
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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

10.04
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Mikromol

Method Conditions Resuit

MS 3.5 kV ESI+; capillary temperature: 269 °C Structure confirmed
Theoretical value: 452.19285

Apex 32246 Scan: #283 RT: 2,96 min NL: 4 08E+007
%
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Mikromol

Method Conditions Resulit

Structure confirn

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

Results of Peak Find
Position  Intensity
3177.15  88.9746
1587.13  69.803
1494.56  71.3106
1265.07  68.0922
1163.83  64.4076
1040.41 64.5048
841.776  76.8632
754.995  63.1034
665.321 80.0405

\nmqg\m:w

|
4000 3000 20 1000 650

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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