Mikromol

Certificate of Analysis ISO 17034

Reference Material

Product name
Acetildenafil

Product cod
MM1269.00

CAS number
831217-01-7
Molecular weight
466.58

Molecular formula
CasH34NeO3

Assay! “as is”
99.9 %

Intended Use: Use for identification and quantification. The assay is verified by a‘s
Due to the homogeneity studies, the minimum amount of sample to be used is 10 mg.

Date of shipment: 07 Jun 2023
Producer confirms that this reference material (RM) meets the specification detailed on this Certificat

years from the date of shipment, provided the substance is stored under the recommended conditions
container.

Release by: Date of Release:
Product Release
Dr. Sabine Schréder | Luckenwalde, 02 Jun 2020 CQ\Q‘Q_J

1 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

Important 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 ICH Guidelines. The values

quoted in this Certificate of Analysis are the producer’s best estimate of the true values within the stated
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Mikromol

Assigned value

Assay “as is": 99.88 %; U = 0.42 %

The assay “as is” is assessed by quantitative NMR spectroscopy and is equivalent to the assay based on the
not-anhydrous and not-dried substance. The assay is verified by 100% method (mass balance). The verified

400 MHz, DMSO-ds

Internal standard

Maleic acid (certified reference material),
signal 5.8 - 6.5 ppm, 2 H

Result (mass fraction, n 7/6)/\

99.88 %; U =0.42 %

Quantitative NMR spectr @
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Mikromol

Method 2: Value verifying technique - 100% method

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

Result 99.15 %

The calculation of the 100% method follows the formula:

Purity (%)
100 %

Purity by High Performance Liquid Ch
AN

P yprs' T ,504m
Column temperature 40<°
Detector DAD, 280 fm
Injector Auto 4 u\6 152//{dny/lv~a<\\cetomtrl/§ 750
(v/v)
Flow rate 1.0 ml/min
Phase A Water, 0.1 % H3PO4 /
Phase B Acetonitrile, 0.1 % H3PO4 / /
Gradient program 0-13 min A/B 80/20
13-18 min A/B to 20/80
18-23 min A/B 20/80
23-28 min A/B to 80/20
28-38 min A/B 80/20 (v/v)
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Mikromol

HPLC chromatogram and peak table
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Pk # Retention time Area Area % | " N
1 3.171 0.016 ({()/ Y /
2 4.138 0.045 0.02 / /
3 5.605 0.033 0.02 / /
4 6.931 0.333 0.17 / V
5) 8.185 0.059 0.03 M
6 8.931 0.012 0.01
7 10.345 197.804 99.43
8 13.891 0.023 0.01
9 14.465 0.013 0.01
10 15.138 0.030 0.02
11 16.585 0.017 0.01
12 17.065 0.049 0.02
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Mikromol

13 17.185 0.017 0.01
14 17.585 0.011 0.01
15 17.751 0.076 0.04
16 17.891 0.242 0.12
17 18.378 0.015 0.01

18( < \ \ 18.531 0.108 0.05
719 }@1\& 0.031 0.02
I

tal 198.947 100.00

The content of the analyte was er
the purities, added up to Y00/%. Syst

. Result (n = 10)

Volatile content

Water content

Method Karl Fischer titration ~ L
Result (n = 3) No significant amounts of waterwére dgtﬂé:ed/@/o\.o %).” A

*not accredited testing method /

Residual solvents
Method GC headspace 4

Result (n = 3) Sum:  0.27 %; U = 0.04 % L/
0.13 % Ethyl acetate; 0.11 % Dichloromethane; 0.03 % Methanol

Inorganic residues

_ Method: Sulphated ash, EP 8.7 (2.4.14)

According to the available data, the presence of inorganic impurities in the reference material other than those
detectable by sulphated ash is highly unlikely. Inorganic residues can be excluded by results of the sulphated

ash. Therefore, no assay correction was performed for inorganic impurities.
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Identity
The identity is assessed by ISO/IEC 17025 accredited testing methods.
Method Conditions Result
~'H-NMR 400 MHz, CDCls | Structure confirmed

S @@
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Method Conditions Result

. MS . 3.5 kV ESI+; capillary temperature: 269 °C | Structure confirmed
Theoretical value: 467.27652

Apex 98 Scan. #297 RT. 3.09 min NL. 2,41E+008 Apex FTMS + p ESI Full ms [60.00-1000.00]
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Method Conditions Result

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

Results of Peak Find

No. Position  Intensity

1 335071 75.7598
2937.06  82.8426
2811.7 79.5011
1673.91 52.4061

100

3
4
5155917 68.0446
6 145021  76.3747
3 7 139332 69.8021
. 1 § 124965 585815
H 9 115226 62.947
10 103462 69.2893
11 929521 763078
60 12 816706 725114
13 73571 619677
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Stability and homogeneity

qualified process of preparation and verified by homogeneity testing.

Revision table

Revision Date Reason for revision

00 © 03 Jun 2020 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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