NELAP Quality Systems Checklist

Chemistry On-site


Date:


Assessor:

Organization Name:

Analytical Grouping:

Methods:SM 3113 B – As, Se, Pb

Person(s) Interviewed:

Records Reviewed:

	Category
	Comments

	Blank
	

	Confirmation
	

	Continuing Calibration
	+-10%


	Data Analysis
	

	Data Review
	

	Demonstration of Capability
	

	Duplicates
	

	Equipment
	

	Facilities
	

	Glassware
	

	Initial Calibration
	Blank & 3 stds. Stds <2 weeks. Stds within 10%.


	LCS
	

	LOD/LOQ
	

	Marginal Exceedences
	

	Matrix Spike
	+-15% each sample type.. If outside, perform std additions.


	Method Validation
	

	Non-Standard Methods
	

	Personnel
	

	Proficiency Testing
	

	QC
	

	Reagents & Media
	

	Records
	

	Records-Electronic
	

	Records-Raw Data
	

	Sample Receiving
	

	Samples
	

	Selectivity
	

	SOP
	

	Support Equipment
	

	Surrogates
	

	Traceability
	

	Work Cell
	

	Additional Comments:
Dissolved – As/Se – add 3ml 30% H2O2 per 100 ml sample

Total recoverable, for As, SE: Take 100 mls of shaken sample, 1 mL conc HNO3, and 2 mL 30% H2O2 to a clean, acid-washed 250-mL beaker. Heat on a hot plate without allowing solution to boil until volume has been reduced to about 50 mL. Remove from hot plate and let cool to room temperature. Add an appropriate concentration of nickel (see Table 3113:I), and dilute to volume in a 100-mL volumetric ﬂask with water. Substitution of palladium is uneconomical. Nickel may be deleted if palladium is co-added during analysis. Simultaneously prepare a digested blank by substituting water for sample and proceed with digestion as described above.
193.7 nm

Matrix modifier – Pd or Ni

Peak area instead of peak ht for excess Pd

Use standard additions to compensate for matrix interferences. When making standard additions, determine whether the added metal and that in the sample behave similarly under the speciﬁed conditions. [See 3113B.4d2)]. In the extreme, test every sample for recovery (85 to 115% recovery desired) to determine whether modiﬁcation of the temperature program or use of the method of standard additions is needed. Test every new sample type. Recovery of <85% require standard additions.

Std Additions – add spike. Then add double the spike. Linear fit of 3 points) with result on x-axis. (B sec 4.d)
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