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2.11.2 Preparation of Calibration Standard Curve

Two sets of calibration standards for each matrix (for four sets in total) were analyzed with each
recovery sample set; one set prior to analysis of the recovery samples, and the second set
immediately following the analysis of the recovery samples. Injection of samples and calibration

standards onto the LC/MS/MS system was performed by programmed automated injection.

2.12 Evaluation of Precision, Accuracy, Specificity, and Linearity

The accuracy was reported in terms of percent recovery of the fortified recovery samples.
Recoveries of 70.0 to 120% (for the individual mean concentrations) are acceptable. The
precision was reported in terms of the standard deviation (SD) and the relative standard deviation
(RSD or coefficient of variation (CV)) calculated for the retention times, peak area-based
quantitation (i.e., ug/L), and the observed recovery values. RSD values less than or equal to
20% were considered acceptable for the recovery samples and peak area-based quantitation and
RSD values less than or equal to 2.00% were considered acceptable for the retention times.
Specificity of the method was determined by examination of the control samples for peaks at the
same retention times as Pyrethrum Concentrate which might interfere with the quantitation of the
analytes. Linearity of the method was determined by the correlation coefficient (r?), y-intercept,

and slope of the regression line.

2.13 Limit of Quantitation

The method was validated at the proposed Limit of Quantitation (LOQ). This was defined as the
lowest fortification level. Blank values (reagent blanks and untreated control samples) did not

exceed 30% of the LOQ.

2.14 Limit of Detection (LOD) and Method Detection Limit (MDL)

The Limit of Detection (LOD) was calculated using the standard deviation of the average

recovery in units of concentration of seven samples fortified at the proposed LOQ multiplied by











