NELAP Quality Systems Checklist

Chemistry On-site


Date:


Assessor:

Organization Name:

Analytical Grouping:Diquat/Paraquat

Methods: 549.2

Person(s) Interviewed:

Records Reviewed:

	Category
	Comments

	Blank
	

	Confirmation
	When a peak of an unknown sample falls within the retention time windows of method analytes, confirm the peak identification by spectral comparison with analyte standards.
Compare of the ratio of retention times in the samples by the two mobile phases with that of the standards..

	Continuing Calibration
	CCV Limit: ±20% @ beginning of day, rec. every 8 hours.
For DW, also at end.

If out, analyze fresh CCV. If still out, re-calibrate.

	Data Analysis
	

	Data Review
	

	Demonstration of Capability
	IDOC:  ±30%, RSD <30%
CDOC: ±30%, RSD <30%

	Duplicates
	

	Equipment
	

	Facilities
	

	Glassware
	

	Initial Calibration
	Minimum # of Cal Points: 3
ICV Limit: quarterly QCS sample

	LCS
	Limit: ±30%, RSD <30%.  CC limits cannot exceed 30%.

	LOD/LOQ
	LODV: 1-4x LOD
LOQV: 1-2x LOQ

Method MDL = 0.7 ug/L

	Marginal Exceedences
	

	Matrix Spike
	Limit: ±30%, RSD <30%.  CC limits cannot exceed 30%.

	Method Validation
	

	Non-Standard Methods
	

	Personnel
	

	Proficiency Testing
	

	QC
	

	Reagents & Media
	

	Records
	

	Records-Electronic
	

	Records-Raw Data
	

	Sample Receiving
	250mL  sample volume. Grab samples must be collected in either amber PVC high density bottles or silanized amber glass bottles. The samples must be iced or refrigerated at approximately 4EC from the time of collection until extraction. The analytes are light-sensitive, particularly diquat. Samples which are known or suspected to contain residual chlorine must be preserved with sodium thiosulfate (100 mg/L). Samples which are biologically active must be preserved by adding sulfuric acid to pH 2 to prevent adsorption of method analytes by the humectant material.

	Samples
	Analytical  Hold Time: 7days 
Extraction  Hold Time: 21 days

	Selectivity
	

	SOP
	

	Support Equipment
	

	Surrogates
	

	Traceability
	

	Work Cell
	

	Additional Comments:
A measured volume of liquid sample, approximately 250 mL, is extracted using a

C8 solid sorbent cartridge or a C8 disk which has been specially prepared for the

reversed-phase, ion-pair mode. The disk or cartridge is eluted with 4.5 mL of an

acidic aqueous solvent. After the ion-pair reagent is added to the eluate, the final

volume is adjusted to 5.0 mL. Liquid chromatographic conditions are described

which permit the separation and measurement of diquat and paraquat in the extract

by absorbance detection at 308 nm and 257 nm, respectively. A photodiode array

detector is utilized to provide simultaneous detection and confirmation of the

method analytes.
Susceptible to interferences from Ca+2 and Mg+2 ions which may be present in hard water samples. These divalent cations can cause low recovery of method analytes,
Mobile phase - 500 mL of deionized water: 13.5 mL of orthophosphoric acid; 10.3 mL of diethylamine; 3.0 g

of 1-hexanesulfonic acid, sodium salt.
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