Mikromol

Certificate of Analysis

Characterisation methods are accredited according to IS 025

Reference Material

Product name

Pravastatin 1,1,3,3-Tetramethylbutylamine

Product code Lot number
MM0503.08 W1016503

CAS number Appearance
151006-14-3 off-white solid
Molecular weight Melting point
553.77 69 °C

Molecular formula Long-term storage
Ca3H3607 CgHioN 2 to 8 °C, dark

hygroscopic

Assay! “as is” Uncertainty2 U
99.1 % 0.6 %

Date of shipment:

Producer confirms that this reference m
date of shipment, provided the substance™is sto

N

Release by: Da/é/f Release:

Dr. Sabine Schroder Lu%nwalde, 03 Sep 2019 621 G(_,'

d under/the’recommended conditions unopened in the original container.

Product Release

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

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%.
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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": 99.10 %; U = 0.57 %

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 /408-MHz, CD;0D

Internal standard .35 Mo- -nitrobenzene (certified reference
material), sig .7282ppm,1H

Result (mass fraction, n = 6) \29.10%\U 0.57 %

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 98.74 %

The calculation of the 100% method follows the formula:

Purity (%)

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

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:

Column Cortecs UPLC C18 +; 1.6 ym, 75 x 2.1 mm

Column temperature /10 °C

Detector /lﬁ\D, 230 nm

Injector Auto 4.00 pl; 0.078 mg/ml in Acetonitrile/Water 50/50
(v/v)

Flow rate 0.5 ml/min

Phase A Water, 0.1 % HCOOH

Phase B ﬂ > Acetonitrile, 0.1 % HCOOH

Gradient progra 0-1 min A/B 98/2
1-4 min A/B to 2/98
4-5 min A/B to 98/2
5-9 min A/B 98/2 (v/v)
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Mikromol

HPLC chromatogram and peak table

6503 4,21 Substanz

Response [mAU]

Pk # Retention time Area Area %
1 4.120 M 0.09

2 4.214 22.6870 99.70

3 4.440 /6.0473 0.21
Totals 22.755 100.00

The content of the analyte wag'determined as ratio of the peak area of the analyte and the cumulative

areas of the purities, ad up4o 100 %. System peaks were ignored in calculation.

Result (n/= 3) N\ © 99.69 %; U = 0.19 %

N
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Mikromol

Volatile content

Water content
Method Karl Fischer titration
Result (n = 3) 0.95 %*; SD = 0.15 %

*not accredited testing method

Residual solvents
Method 1H-NMR

Result (n = 1) No significant amounts of residual;zo{venNre éatected/(</6.05 %).*

*not accredited testing method

Inorganic residues

Method: Elementary analysis

Inorganic residues can be excluded by elementar

2
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Identity

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

Method Conditions

400 MHz, CD;0D e confirmed
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Method

MS

Mikromol

Conditions

3.2 kV ESI-; capillary temperature: 269 °C

Resuit

Theoretical value: 423.23883

Structure confirn

1104 Apex 25639 Scan: #3086 RT: 3,35 min NL: 8. 77E+D08 \RTMS ~\D\ES\ Full ms [80.00-1000.00]
%
100+ 42323915
50
80
70
F 60
=
2
Z so-
40
304
424, L1=)
204
00194
10
X\ 491,22655
1652695 235,92569 4RSF4R15
17897688 0%
<482 32991
P e il | { L L iz
79 100 200 300 400 ~=slo " /7 edo 700 800 S00 4.000
Mass [ ]
LGC GmbH, Louis-Pasteur-Str. 30, D-14943 Luckenwalde, Germany Page 8/9

MM0503.08

Lot number W1016503




Mikromol

Method Conditions Resulit

IR Attenuated Total Reflection Fourier Transform Structure confirn

Infrared (ATR-FTIR) Spectroscopy

[ a /\K
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Results of Peak Find
Position  Intensity
205345  87.1888
172694  85.7792
1563.02 834676
139428  81.1405
1263.15  86.692
1182.15  84.0572
1154.19  83.9847
104234 83.5595
854.311 89.5289
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Revision
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Product warranties fgr the RM arg set out in the terms and conditions of purchase.
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