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SUMMARY OF MEETING: The meeting purpose of the meeting was to discuss the upcoming
interlaboratory test of two methods for determining the migration of phthalates from PVC articles.

Standard Operating Procedures (SOP) Status
A number of changes to the draft protocol and clarifications within the protocol were discussed.
Specific clarification for the operation of the shaker bath was discussed and will be clarified in the SOP.

Currently butylbenzyl phthalate is being used as the internal standard. It was noted that this plasticizer is one that
will be on the controlled list in the EU standard. Thus it is problematical that it can remain as an internal standard.
Several other phthalates were proposed but some had problems of volatility. No decision was reached but two
options were presented: '

First, for the interlab study retain butylbenzyl phthalate as the internal standard.

Second, use duterated phthalates. These can be synthesized for the specific alechol involved in the
analysis, have the advantage that they will have no greater volatility than the phthalate of interest, and they
would not have absorption/adsorption properties different from the phthalate of interest. They are casily
synthesized for the specific phthalate of interest.

The point at which the internal standard should be added was discussed. It was agreed that it should be added at
some point after the shaking or HOH treatment, probably at the point of combining the saliva simulants and before
the cyclohexane extraction. '

The saliva extraction will most likely be modified to perform 2 extractions with 20 ml of cyclohexane, diluting the
combined extracts to 50 ml (volumetrically), and adding anhydrous Na,SO, as a drying agent. This will allow direct
analysis, concentration if required to achieve adequate sensitivity, or other handling to be performed on small
portions while retaining the bulk of the extract in its original state.

The solvent evaporation was addressed. Rotary evaporation is currently in the protocol but volatility was raised as a
potential source of loss. Kuderna-Danish concentrators were suggested and may be more desirable, less costly than
the rotovaps and require less handling/transfer of the concentrated materials.

Integration of the peaks was discussed but no conclusion was reached on the procedure. Currently the calibration
curves from 0 to 30 ppm show quadratic behavior rather than a linear line. This may be due to detector response or

to rejecting areas at low concentrations. The group will use, at this time, peak height for HPLC and peak area for
GC/MS.

Generally it appears that GC/MS will need to be performed to positively identify the phthalates of interest. It is not

clear how, for mixed phthalates, the distribution of individual phthalates will be accomplished with HPLC.

Generally although HPLC is more rapid, provides greater sensitivity, and is consistent in response, it does not have

the specificity that appears to be necessary. The lack of specificity is due to the fact that the restrictions on : /




phthalates used will be for specific phthalates and not for phthalates generically.

The above issue was raised since one phthalate contains a mixture of DINP and DIDP. The latter is not on the
proscribed list.

Stringent Method:

Several labs have experienced precipitate formation during the migration phase.
One lab reports migration was not as high as expected.

‘The order of dissolving the salts is important, this is incorporated in the SOP.

The Laboratory of the Government Chemist {United Kingdom) will Iook into this.

Samples and Schedule

Additional standard disk material is being prepared and characterized for homogeneity. It is hoped that the study
will incorporate more than on standard disk. Toys will continue to be present in the test even though itis
recognized that they will not appreciably add to the statistical description of the study. They are known to have
greater variation than the standard disks.

It has been proposed that the standard disks will be analyzed first and completed before Christmas. The toys will be
analyzed next and hopefully completed by February, 2001.
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