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Method Development Dilution-Ratiometric Additions

Previously we relied on volumetric dilutions. Gravimetric dilution determinations are performed at every step
Sample Delivery during the sample preparation and documented in a Microsoft Excel Spreadsheet.
Our samples consist primarily of toothpaste and gel products. It is important to introduce the sample to the bottom
of the test tube for better dispersion. Due to the high viscosity; sample introduction of gels and toothpaste can be
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difficult leaving sample adhering to the wall of the test tube. The amount of sample in our case is 0.10-0.60mL. Gravimetric Confirmations of every siep of the Spl. Preparation
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The next step in our method is Sample Filtration. Once the solids have settled in the bottom of the tube; the
system allows a Pre-Wet volume to be selected; then the next ratiometric addition can be made after filtration.
Carryover studies were performed and were less than 1%

Analytical Test Results
Validation

'n, Man | vs. A mation Acceptance criteria to determine equiv-
a ol s utomatio alence of the two method was demon-

strated by comparing the results from 5
replicate samples prepared manually
and by the Prelude Workstation.

No greater than 2.9% difference
between means of the manual and the
automated method is acceptable. The
maximum relative Standard
Deviation(%RDS) should be less than
4.7% for 5 replicates( 4.2% for 6)

As per SOP (Demonstrating Lab to Lab
Equivalence)

The Prelude® Workstation offers vortex mixing at 4
variable speeds with a settable timer , selectable vol-
ume, with the number of times chosen by the analyst
based on the method. We found that we achieved ade-
quate dispersion based on visible inspection at speed 2
for 15 minutes.

Manual

# Sample Prep Time 120 min

= Solvent used & 150 mL
Waste generated




