
MISCELLANEOUS  TECHNIQUES


MT 46.4  ACCELERATED  STORAGE  PROCEDURE

SCOPE

The objective of this method is to simulate the normal long-term ageing of a formulation under conditions accelerated by heating. It is applicable to all formulation types (Note 1).
The method describes conditions for storage and does not give results. Tests performed after accelerated storage are not part of this method.
REASON FOR REVISION

The method was revised to harmonize the accelerated storage procedure for all formulation types. Storage conditions (Note 2) remain unchanged. CIPAC MT 46.4 supersedes all previous versions of MT 46 for accelerated storage. 
OUTLINE OF METHOD

A sample is transferred to a suitable container which is subsequently closed and placed in an oven at a specified temperature for a defined period of time. After removal from storage, the container with the sample is left to equilibrate to ambient conditions before performing any tests.

APPARATUS

Oven thermostatically maintained at the required temperature (± 2 °C)
Container for storage (Note 3 and 4):
· Solid and liquid formulations, e.g. glass bottle with suitable sealing mechanism, alternatively: commercial pack
· Aerosol formulations, suitable container, preferably commercial pack
· Long-lasting insecticidal net (LN) and Long-lasting storage bag (LB).: e.g. large, wide mouth glass bottle or suitable container sufficiently large to allow introducing samples without damaging the net, alternatively: commercial pack
· Matrix release formulation (MR): e.g. aluminium foil wrapping, alternatively: commercial pack (Note 5)
· Other formulation types: A suitable container for storage should be used. In this case consideration should be given to ensure minimum impact on tests to be performed after storage. Alternatively: commercial pack.
PROCEDURE

Transfer the sample into the container for storage (Note 3) and seal tightly. Alternatively, formulations in commercial packs can be stored as delivered.

Put the container / commercial pack in an oven and keep it at the specified temperature for the defined period of time (Note 2). Afterwards, remove the container / commercial pack from the oven and allow it to reach room temperature before opening and carrying out the required tests. 
LN and LB formulations
Unless storage of entire LN / LB in a commercial pack is intended, prepare the required size and number of LN / LB samples in accordance with the specification and / or analytical method for tests performed after storage. Fold and / or roll each sample carefully and transfer it into the container. Continue the general procedure for storage.
MR formulations
Unless storage of entire MR device(s) in commercial pack is intended, individually wrap each MR device tightly in aluminium foil and seal it in a plastic bag or alternatively seal the MR e.g. in a bag without an inner plastic layer to avoid migration of active ingredient during storage. Continue the general procedure for storage.
Note 1
Although real time data of formulations in sales packs and stored e.g. in a warehouse are preferable, the concept of the accelerated storage test is recognized to provide predictive guidance on the stability and performance of a formulation after long-term storage. Accelerated storage testing may therefore be used to propose a shelf life for a product. For products being stable under accelerated storage conditions, a shelf life of at least 2 years is expected.

Note 2
Using any of the following, alternative storage conditions is possible:


54 ± 2 °C for 14 days


50 ± 2 °C for 4 weeks


45 ± 2 °C for 6 weeks


40 ± 2 °C for 8 weeks


35 ± 2 °C for 12 weeks


30 ± 2 °C for 18 weeks

Where available, use storage condition as specified.

Note 3
“Container” in this method is used as a general descriptor and can represent e.g. a bottle or a bag. For certain purposes like quality control or during development, storage of small amounts e.g. in a glass bottle may be more suitable due to limited availability of sample, commercial packaging or storage space. Glass bottles are inert against penetration of air and solvents but must be sealed tightly with screw caps and using inert inserts to avoid loss of solvents by evaporation through the cap. Use a fresh insert each time. The insert should tightly fit in the neck of the bottle and should be compressed by the cap of the bottle to form a tight seal.
Storage in a commercial pack or a good representation thereof is acceptable. Preferably, the container should contain the amount representative for the market to reflect a representative ratio of sample volume to headspace volume (where applicable). Storage containers and sealing mechanisms may need to be adapted individually for size and / or shape, e.g. in case the formulation type is a device. 
Note 4
Ensure that the container may be safely stored at elevated temperature.
Note 5
Storage in a commercial pack or a good representation thereof is acceptable. Though aluminium foil is available in a variety of thicknesses, no influence of the thickness of the aluminium foil was observed. Either the shiny or the dull side of the aluminium foil may be pointing to the sample.
* CIPAC method 2019 (Author: German Formulation Panel DAPF).

