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ANALYTICAL METHODS

The following analytical methods were prepared by the Committee at the 68" meeting. This method
will be made available in the on-line database for flavourings.

HPLC Method for Flavourings

3-methyl-2-oxobutanoic acid (631)
Sodium 3-methyl-2-oxobutanoate (631.1)
3-methyl-2-oxopentanoic acid (632)
Sodium 3-methyl-2-oxopentanoate (632.1)
4-methyl-2-oxopentanoic acid (633)
Sodium 4-methyl-2-oxopentanoate (633.1)
2-ox0-3-phenylpropionic acid (1478)
Sodium 2-oxo0-3-phenylpropionate (1479)

Determine by HPLC using the following:

Note: All solutions should be prepared with ultra high quality (UHQ) deionized water

Apparatus:

HPLC system with a suitable pump, injector, and a data station

Column: Stainless steel; 300 x 7.6 mm

Stationary phase: Bio-Rad Aminex® HPX-87H or equivalent
Detector: uv

HPLC conditions:

Column temperature: 35°

Mobile phase: 0.004 M Sulfuric acid

Flow rate: 0.6 ml/min

Injection volume: 50 ul

Detection: 210 nm

Run time: 30 min

Note: The retention times of the compounds are as follows:
3-methyl-2-oxobutanoic acid is 13.0 min
3-methyl-2-oxopentanoic acid is 14.8 min
4-methyl-2-oxopentanoic acid is 16.7 min
2-0x0-3-phenylpropionic acid is 24.7 min

Procedure:

Weigh about 100 mg of the sample, dissolve in a minimum amount of 0.2 M sodium
hydroxide solution, and make up to 100 ml in a volumetric flask. Set up and condition the
HPLC using the mobile phase. Inject the sample solution and determine the purity of the
sample by the area normalization method.
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SPECIFICATIONS FOR CERTAIN FLAVOURINGS

At its 44th meeting JECFA considered a new approach to the safety evaluation of flavourings. This
approach incorporates a series of criteria whose use enables the evaluation of a large number of these
agents in a consistent and timely manner. At the current meeting of the Committee specifications of
identity and purity were revised for 12 flavourings (page 78) and adopted for 160 new flavourings

(page 80).

Information on specifications for flavourings is given on the following tables under the following
headings, most of which are self-explanatory:

Name; Chemical name (Systematic name); Synonyms; Flavour and Extract Manufacturers'
Association of the United States (FEMA) No; FLAVIS (FL) No; Chemical Abstract Service Registry
(CAS) No; Chemical formula; Molecular weight; Physical form/odour; Solubility; Solubility in
ethanol, Boiling point (B.P. - for information only); Identification test (ID) referring to type of test
(NMR: Nuclear Magentic Resonance spectrometry; IR: Infrared spectrometry; MS: Mass
spectrometry); Assay min (Gas chromatographic (GC) assay of flavouring agents); Acid value max;
Refractive index (at 20°, if not otherwise stated); Specific gravity (at 25°, if not otherwise stated)

The field called "Other requirements" contains three types of entry:
1. Items in normal type are additional requirements, such as further purity criteria or other tests

2. Items contained in square brackets are provided for information, for example the typical isomer
composition of the flavouring agent. These are not considered to be requirements.

3. Substances which are listed as secondary constituents which have been taken into account in the
safety evaluation of the named flavouring agent. If the commercial product contains less than 95% of
the named compound, it is a requirement that the major part of the product (i.e. not less than 95%) is
accounted for by the sum of the named compound and one or more of the secondary constituents.

The field named Session contains the number of the meeting at which the specifications were prepared
and the status of the specification. R means "specifications revised", S means "existing specifications
maintained", S,T means "existing tentative specifications maintained, (further information required)",
N means "new specifications", N,T means "new tentative specifications, (further information
required)”, and N,C means "new specifications for a flavouring agent with a conditional safety
evaluation".

The spectra used for identification tests are provided from page 103 onwards.

A comprehensive index listing all names, chemical names, and synonyms is added on page 141.
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