QADATA Summary – September 2000

This QADATA Summary is the Inorganic Blind Sample Project's review of the NWQL and QWSU results for blind quality assurance samples. The data reviewed is for the time period 3/1/00 – 9/18/00.  For this 6-month time period, 103 determinations at the NWQL and 70 determinations at the Ocala Lab were quality assured by the IBSP.  This summary is intended to be a timely, initial review of the laboratories' performance.  WRD projects can document NWQL and QWSU variability and bias by tailoring a QADATA retrieval to parallel their project's sampling period. 

Table 1

NWQL PERFORMANCE ON IBSP SAMPLES
	Nutrient Determinations
	Problem
	NWQL

Lab Comment
	Corrective

Action

	Phosphorus, Whole Water Recoverable, ASF  labcode=1984 parmcode=665D

	This determination, as noted in the July 2000 QADATA Summary, is displaying a positive bias for N66/0.856 mg/L.  Labcodes 1983 and 1984 were to be investigated at the higher concentration levels.
	Two certified, commercial QC samples have been purchased to check the higher concentration range.  

The results to date are not conclusive.  We will continue to monitor the high concentration references.

Replaced portions of the analytical instrument.  


	We are analyzing the BQS reference samples and the certified, commercial QC samples by a separate instrument to ensure NWQL dilutions are made correctly and values reproduce on both instruments.

Re-checking all Kjeldahl preparation tubes for scratches or defects that could allow carry-over.  Replacing these tubes as needed.



	Phosphorus, Dissolved, ASF    labcode=1983 parmcode=666D

	See above.
	See above
	See above

	Orthophosphate as Phosphorus, Dissolved, Colorimetric labcode=1974 parmcode=671H
	The high variability for this determination has improved since May.  The negative bias for the purchased reference material (NS4/1.594 mg/L) however, is still present.  This bias is not seen at the Ocala laboratory.
	Certified, commercial QC samples from 2 separate sources have been purchased to check this concentration range.   To date results for these have shown no bias.

Any results above 1 mg/L require a dilution; the dilution apparatus has been checked for accuracy and is working properly.  After the standard dilution is made to NS4, the concentration is about the same as the undiluted N66 (0.797 mg/L and 0.811 mg/L respectively).   

N66 shows no bias on BQS charts or on NWQL charts, and NS4 shows a bias on both.  Possible causes for this disparity are that there is a problem using this method with the matrix of one of these references or there may be a problem with one of the references.  

	Tests have been made on certified references made from salts and from spiked natural waters.  We have been unable to reproduce the negative bias exhibited by NS4.  

We are now running NS4 at the beginning and end of runs to attempt to determine if interaction with other routine samples is the cause.  When differences between the beginning and end NS4 results occur we will review the run looking for various sample types that may have affected the results.


	Trace Metal Determinations
	Problem
	NWQL

Lab Comment
	Corrective

Action

	Cadmium, Dissolved, GFAA  labcode=1554 parmcode=1025F

	This determination is displaying a positive bias with 19 of 22 results reported above the MPV.  None of the other Cadmium methods at either lab are showing this bias.
	Although on-line QC does not show bias, the NWQL concurs with the BQS evaluation of a slight high bias on blind samples.
	Several areas are being investigated; including calibration standards, instrument performance, and general analytical operations. 



	Barium, Whole Water Recoverable, ICP  labcode=2352 parmcode=1007C

	As stated in the July 2000 QADATA Summary, this determination is displaying a negative bias with 11 of 11 results reported below the MPV.  The samples submitted to the Dissolved ICP and ICPMS methods are not showing this bias.  The Ocala lab is not being QAed for Barium, WWR, so can not be compared.  This line was to be investigated further.
	Calibration standards were verified and do not appear to be a problem. On-line WWR ICP QC charts do not indicate a similar bias. 

	The on-line WWR QC samples are matrix matched (but not digested) and do not show a low bias that is indicated in the blind QC samples (which undergo the digestion process). This may indicate that the Ba bias is caused by the digestion process itself.  Further work is needed to compare similar SRWSs that are matrix matched and digested to see if this bias is occurring during the digestion process.

	Chromium, Dissolved, GFAA  labcode=1936 parmcode=1030I

	A positive bias is present with the majority of results reported above the MPV.  No bias is seen with the ICP and ICPMS methods.
	The NWQL concurs with the BQS evaluation of bias.  The bias is also seen, to a lesser extent, on routine on-line QC samples for both dissolved and WWR Cr.
	Several areas are being investigated; including calibration standards, instrument performance, and general analytical operations.


	Major Ion Determinations
	Problem
	NWQL

Lab Comment
	Corrective

Action

	
	
	
	


Table 2

OCALA PERFORMANCE ON IBSP SAMPLES

	Nutrient Determinations
	Problem
	QWSU Lab 

Comment
	Corrective

Action

	
	
	
	


	Trace Metal Determinations
	Problem
	QWSU Lab 

Comment
	Corrective

Action

	Magnesium, Dissolved labcode=3033 parmcode=925(1)

	As stated in the July 2000 QADATA Summary, this determination is displaying a negative bias.  Data was to improve with the purchase of new stock standard.
	Bias seems to have been caused by calibrating with a standard that was too high.
	The high standard for the Mg calibration on our old ICP was 100  mg/L.  When the analysis was moved to a different ICP, the same calibration range was used.  Since the new ICP is more sensitive, it has been necessary to cut the working range.  


	Major Ion Determinations
	Problem
	QWSU Lab

Comment
	Corrective

Action

	
	
	
	






































