Mikromol

Certificate of Analysis

Characterisation methods are accredited according to IS 025

Reference Material

Product name

Diprophylline

Product code Lot number
MM1191.00 W1008517

CAS number Appearance
479-18-5 white solid
Molecular weight Melting point
254.24 162 °C

Molecular formula Long-term storage
C10H14N404 2to8 OC, dark

Assay! “as is” Uncertainty2 U
100.3 % 0.4 %

Date of shipment:

Producer confirms that this reference m
date of shipment, provided the substance™is stored under/the’recommended conditions unopened in the original container.

N

Release by: Da/é/f Release:

Dr. Sabine Schroder Lu%nwalde, 26 Jul 2019 621 G(_,'

'e@g standards traceable to SI-units. The value is expressed on an “as is” basis.

Product Release

1 Calibration

2 The uncertgin i panded 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 factol .
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Mikromol

Product information

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

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": 100.29 %; U = 0.39 %

The assay “as is” is assessed by carbon titration of elemental analysis and is equivalent assay 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 - carbon titration of elemental analysis

Method p tage carbon founl'n relation to percentage carbon
aw or\mulecular formula
Results (mass fraction, n = 3) 1\0@\25\%;U\=9.3\9/>’/0

Method 2: Value verifying technique - 100% method

100% method (mass balance) with ‘
chromatographic purity by HPLC
Result [ 99,41 %

The calculation of the 100% method

Assay (%) = (100 % - volatile co

Volatile contents are cgnhsidered 3 ibutions and purity is considered as relative contribution.

Inorganic residues afe gxcluded by /additional tests.
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Mikromol

Purity

Purity by High Performance Liquid Chromatography (HPLC)

HPLC Conditions:

Column Hypersil Gold Clg,/?»)pm, 150.x 4.6 mm
Column temperature 40 °C
Detector DAD, 272 niy’

Injector Auto 3 uI;W/IVA Water

Flow rate 1.0 nﬂm
Phase A Water,'0.1:% FPO,
Phase B Acetonitr\ﬂgw}l\"(o\lﬂggo4

Gradient program 0-5 min A/B\93/7

HPLC chromatogram and peak table

] ——— Surveyor PDA 5-272nm
500 ] Retention Time

400 |

300 |

200 |

100 |
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Mikromol

Area percent report - sorted by signal

Pk # Retention time Area Area %

1 3.44 1320 0.04

2 4.07 2965134 9}5}
3 4.97 2187 0/{7

4 9.50 9694 .33

Totals 2978335 }(m{{)\

Result (n = 3) ~ 89.56 %3U =0.18 %

Volatile content

Water content

Method Karl Fischer/titration
Result (n = 3) 0,15 %*;/SD = 0,03 %%

*not accredited testing method

Residual solvents
Method H-NMR

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

*not accredited testing metho

Inorganic residue

Method: EIemeptapf/ér ysis

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.

Method Conditions

400 MHz, DMSO-d¢ e confirmed

o 2 20 s o o oo ppm

W e

e/
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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
LA~ T T L Result of Peak Picking
'l L/ . Posiion  Intensity
V 344906 772913
[\ h( [\ 2 332082  76.752
80 f LA 1 3 311062 834549
{ | [ )q 4 160416 551997
2 n 5 164884 35859
' ] ' 6 154856  61.1921
%T ) ] u V 7 147817 634318
50 7 I 6 8 140778  58.895
N2 9 128622 75.7698
\ / 10 124097 653902
15 11 110501 718228
12105873  61.094
AN 13 972912 729125
40 J 14 902523  B3.0639
15 750174  B3T17
20 16 693284 64.7578
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Revision table

Revision

26 Jul 2019~

Product warranties fgr the RM arg set out in the terms and conditions of purchase.
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