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	Equipment:
	
	
	


	
	Syringes

	
	Syringe valves

	
	Microsyringes

	
	Silanized glass liners

	
	Bottles, 40-mL with TFE lined screw cap



Standards:
	
	Tune

	
	Primary Source

	
	Second Source

	
	Surrogate

	
	Internal



Reagents:
	
	Methanol, purge-and-trap grade

	
	Hydrochloric acid: HCl, 1 + 1

	
	Vinyl Chloride, 99.9% pure

	
	Ascorbic Acid

	
	Reagent Water



PLEASE COMPLETE CHECKLIST IN INDELIBLE INK
Please mark Y, N or NA in the column labeled LAB to indicate the common lab practice
and in the column labeled SOP to indicate whether it is addressed in the SOP.
	
	GENERAL
	L
A
B
	S
O
P
	EXPLANATION

	1 
	Is the SOP reviewed at least every 2 years? What is the most recent review/revision date of the SOP? [15A NCAC 02H .0805 (a) (7)]

Date:


	
	
	Quality assurance, quality control, and Standard Operating Procedure documentation shall indicate the effective date of the document and be reviewed every two years and updated if changes in procedures are made.

Verify proper method reference. During review notate deviations from the approved method and SOP. 

	2 
	Are all review/revision dates and procedural edits tracked and documented? [15A NCAC 02H .0805 (a) (7)]
	
	
	Each laboratory shall have a formal process to track and document review dates and any revisions made in all quality assurance, quality control and SOP documents.

	3 
	Is there North Carolina data available for review?
	
	
	If not, review PT data

	
	PRESERVATION and STORAGE
	L
A
B
	S
O
P
	EXPLANATION

	4 
	Are samples collected without air bubbles in glass containers with an FP-lined septum? [40 CFR 136.3 Table II] [SM 6010 B-2019 (1)]
	
	
	Fill sample bottle just to overflowing without passing air bubbles through sample or trapping air bubbles in sealed bottle.

	5 
	Are samples preserved at time of collection to remove residual chlorine? [40 CFR 136.3 Table II] [SM 6010 B-2019 (1) (2)]
	
	
	

	6 
	What reducing agent is used to remove the residual chlorine at the time of sampling? [40 CFR 136.3 Table II] [SM 6010 B-2019 (1) (2)]

Answer:



	
	
	For samples that contain residual chlorine and for field blanks, also add a reducing agent. In general, ascorbic acid (25mg/40ml) is the agent of choice for GC/MS determinations, while sodium thiosulfate (3 mg/40ml) is more appropriate with conventional GC detectors.

	7 
	Are samples preserved with HCl to a pH of ≤ 2 S.U. after at least one minute of chlorine removal? [40 CFR 136.3 Table II] [SM 6010 B-2019 (1) (2)]
	
	
	When both preservatives are being added in the field, add reducing agent, fill bottle, and then, after at least 1 min to reduce residual chlorine, add 4 drops 1:1 HCl (or other amount sufficient to lower sample pH to 2.0).

	8 
	Are samples preserved at time of collection with ice to a temperature of ≤6 °C? [40 CFR 136.3 Table II]
	
	
	

	9 
	Are samples analyzed within 14 days of collection? [40 CFR 136.3 Table II]
	
	
	

	10 
	Are samples that were not pH adjusted to ≤ 2 S.U. analyzed within 7 days of collection? [40 CFR 136.3 Table II, Footnote 9]
	
	
	

	
	PROCEDURE – Calibration
	L
A
B
	S
O
P
	EXPLANATION

	11 
	If the purging device is not the same as described in the method, does the laboratory have equivalent performance documented? 
	
	
	Purging device, designed to accept 25-mL samples with a water column at least 5 cm deep. A smaller 5-mL purging device is acceptable if required method detection levels and performance criteria are met.

Keep gaseous headspace between water column and trap to a total volume of less than 15 mL.

Introduce purge gas no more than 5 mm from base of water column.

	12 
	Do the bubbles of purge gas have a diameter of less than 3 mm at the point of origin? [SM 6200 B-2020 (2) (a) (1)]
	
	
	Pass purge gas through water column as finely divided bubbles with a diameter of less than 3 mm at the origin.

	13 
	After installing a new trap, does the analyst condition the trap overnight at 180°C by back-flushing with inert gas at 20 mL/min? [SM 6200 B-2020 (4) (c) (1)]
	
	
	Condition trap initially overnight at 180°C by back-flushing with inert gas at 20 mL/min. 

	14 
	During the conditioning of a new trap, is the trap effluent vented to the room? [SM 6200 B-2020 (2) (a) (2)] 
	
	
	Vent the trap effluent to the room, not to analytical column. 

	15 
	Is the trap conditioned daily for 10 minutes with back flushing? [SM 6200 B-2020 (2) (a) (2)] 
	
	
	Before daily use, condition trap for 10 min with back-flushing. Optimally, vent trap to analytical column during daily conditioning; however, run column through temperature program before sample analysis. 

	16 
	Is the mass spectrometer capable of achieving the 4-bromofluorobenzene tuning criteria listed in Table 6200:II? [SM 6200 B-2020 (2) (d)]
	
	
	Mass spectrometer, capable of scanning from 35 to 300 amu every 2 s or less, utilizing 70 eV (nominal) electron energy in the electron impact ionization mode, and producing a mass spectrum that meets all criteria in Table 6200:II when 25ng or less of 4-bromofluorobenzene is introduced into GC.

	17 
	Are stock standard solutions stored and prepared in methanol? [SM 6200 B-2020 (3) (e)]
	
	
	Stock standard solutions: Prepare from pure standard materials or purchase as certified solutions. Prepare stock standard solutions in methanol using assayed liquids or gases as appropriate.

	18 
	Are stock solution standards properly stored with minimum headspace at -10 to -20°C away from light? [SM 6200 B-2020 (3) (e)]
	
	
	Store with minimum headspace at -10 to -20°C away from light.

	19 
	Are secondary dilution standards properly stored with minimal headspace in a freezer? [SM 6200 B-2020 (3) (h)]
	
	
	Store secondary dilution standards with minimal headspace in a freezer. 

	20 
	Are secondary dilution standards checked frequently for signs of evaporation? [SM 6200 B-2020 (3) (h)]
	
	
	check frequently for signs of evaporation (which would indicate need for regeneration).

	21 
	Are standards brought to room temperature before preparing calibration standards? [SM 6200 B-2020 (3) (h)]
	
	
	Always bring to room temperature before preparing calibration standards. 

	22 
	Are standards prepared fresh weekly for gases? [SM 6200 B-2020 (3) (h)]
	
	
	Prepare standards fresh weekly for gases.

	23 
	Are all standards other than gases replaced monthly or sooner if comparison with check standards indicates a problem? [SM 6200 B-2020 (3) (h)]
	
	
	Replace all other standards monthly, or sooner if comparison with check standards indicates a problem.

	24 
	Does the lab utilize an internal/surrogate standard composed of fluorobenzene and 1,2-dichlorobenzene-d4 in methanol? [SM 6200 B-2020 (3) (i)]
	
	
	Internal standard/surrogate standard known addition: Prepare a solution containing fluorobenzene (internal standard) and 1,2-dichlorobenzene-d4 (surrogate) in methanol. Alternate internal standard and surrogate compounds may be used, provided that they meet method criteria and do not interfere with any method analyte(s).

	25 
	Does the lab prepare the secondary dilution standards at a concentration of 5 µg/mL of each compound? [SM 6200 B-2020 (3) (i)]
	
	
	Prepare secondary dilution standard at a concentration of 5 µg/mL of each compound. 

	26 
	Does the lab add 5.0 µL standard to 25.0 mL of sample or calibration standard to yield a concentration equivalent to 1.0 µg/L? [SM 6200 B-2020 (3) (i)]
	
	
	Adding 5.0 µL standard to 25.0 mL sample or calibration standard yields a concentration equivalent to 1.0 µg/L. Alternate secondary standard concentrations can be used if addition volume is adjusted accordingly and all internal standard criteria are met. 

	27 
	Does the lab add this mixture to each sample, standard and blank? [SM 6200 B-2020 (3) (i)]
	
	
	Add this mixture to each sample, standard, and blank.

	28 
	Does the lab utilize a minimum of five concentration levels for each compound of interest? [SM 6200 B-2020 (3) (j)] [SM 6200 B-2020 (4) (c) (2)]
	
	
	Calibration standards: Prepare at least five concentration levels for each compound by adding appropriate amounts of secondary standard solution to reagent water and inverting water sample twice. 

	29 
	If using second-order fits, does the lab use at least six non-zero calibration standards? [SM 6020 B-2019 (2) (a)]
	
	
	If using second-order ﬁts, include at least six non-zero standards.

	30 
	Is one of the calibration standards at a concentration near, but above, the MDL (i.e., 4 X MDL for potable water-type samples) or a level that defines the low end of the working range? [SM 6200 B-2020 (3) (j)]
	
	
	Prepare one standard at a concentration near, but above, the MDL (i.e., 4 X MDL for potable water-type samples) or a level that defines the low end of the working range 

	31 
	Are the other levels prepared at concentrations which correspond to the expected range of sample concentrations or to define the detector working range? [SM 6200 B-2020 (3) (j)]
	
	
	and the others to correspond to the expected range of sample concentrations or to define the detector working range.

	32 
	If aqueous calibration standards are prepared but not used within one hour, then are they stored in sealed vials with zero headspace and used within 24 hours? [SM 6200 B-2020 (3) (j)]
	
	
	Aqueous calibration standards can be stored up to 24 h if held in sealed vials with zero headspace. Otherwise, discard within 1 h. Alternatively, prepare calibration standards by injecting, with a solvent flush, an appropriate amount of a standard mix dilution and internal standard surrogate mix, directly into a 25-mL syringe filled with reagent water; immediately inject water standard into purge vessel.

	33 
	Is the instrument being calibrated utilizing the internal or external standard calibration technique? [SM 6200 B-2020 (4) (c) (2)] [SM 6200 B-2020 (4) (c) (3)]

Answer:


If you answered internal, then continue to next question.
If you answered external, then skip to # 40
	
	
	

	34 
	Has the lab selected at least one internal standard that is similar in analytical behavior to the compounds of interest? [SM 6200 B-2020 (4) (c) (2)]
	
	
	Internal standard calibration technique Select one or more internal standards similar in analytical behavior to the compounds of interest. Fluorobenzene is a recommended internal standard compound.

	35 
	Does the lab analyze each calibration standard according to procedure for samples? [SM 6200 B-2020 (4) (c) (2)]
	
	
	Analyze each calibration standard according to procedure for samples, 

	36 
	When analyzing calibration standards, does the lab add internal standard solution? [SM 6200 B-2020 (4) (c) (2)]
	
	
	Analyze each calibration standard ...adding internal standard solution.

	37 
	Does the lab tabulate peak height or area responses against concentration for each compound and internal standard? [SM 6200 B-2020 (4) (c) (2)]
	
	
	Tabulate peak height or area responses against concentration for each compound and internal standard, 

	38 
	How does the lab calculate response factors (RF) for each compound in each calibration standard? [SM 6200 B-2020 (4) (c) (2)]

Answer:






	
	
	and calculate response factors (RF) for each compound in each calibration standard as follows:

         RF=  (As)(Cis) 
                  (Ais)(Cs)

where:

As = response for compound to be measured,
Ais = response for internal standard,
Cis = concentration for internal standard, and
Cs = concentration of compound to be measured.

	39 
	Is the average RF used if the %RSD is <20%? [SM 6200 B-2020 (4) (c) (2)]
	
	
	Calculate % RSD for the average RFs for each compound. Average RF can be used if RSD is less than 20%.

	40 X
	X Does the lab analyze each calibration standard and tabulate peak area responses versus concentration? [SM 6200 B-2020 (4) (c) (3)]
	
	
	Analyze each calibration standard and tabulate peak area responses versus concentration. 

	41 
	Does the lab prepare a calibration curve for each compound? [SM 6200 B-2020 (4) (c) (3)]
	
	
	Prepare a calibration curve for each compound. 

	42 
	If no, and the lab uses a calibration factor, then is the ratio of response to concentration (calibration factor) constant over the working range (<20% RSD)? [SM 6200 B-2020 (4) (c) (3)]
	
	
	Alternatively, if ratio of response to concentration (calibration factor) is a constant over the working range (<20% RSD), assume linearity through the origin and use average calibration factor in place of a calibration curve.

	
	PROCEDURE – Sample Preparation and Analysis
	L
A
B
	S
O
P
	EXPLANATION

	43 
	Method flexibility allows the lab to follow the instrument manufacturer's instructions for setup and calibration.
	
	
	Note deviations from the method in the question boxes. Use the Comments section for additional space as needed.

	44 
	Does the lab rinse the purging device and sample syringe with reagent water between samples to reduce the probability of carryover from high concentration samples? [SM 6200 B-2020 (1) (b)]
	
	
	To reduce carryover, rinse purging device and sample syringe with reagent water between samples. Follow analysis of an unusually high concentration sample with a LRB to check for carryover contamination. 

	45 
	When carryover is not avoided, does the lab wash the purging device with a detergent solution, rinse it with distilled water, dry it in an oven at 105°C between analyses and bake/purge the entire trap system? [SM 6200 B-2020 (1) (b)]
	
	
	For samples containing large amounts of water-soluble materials, suspended solids, high boiling compounds, or high levels of volatile compounds, wash purging device with a detergent solution, rinse it with distilled water, and dry it in an oven at 105“C between analyses. The trap and other parts of the system also are subject to contamination; therefore, frequently bake and purge entire system.

	46 
	Is a BFB tuning standard analyzed at the beginning of each 12-hour period during which analyses are to be performed?  [SM 6200 B-2020 (4) (b)]
	
	
	GC/MS performance tests: At the beginning of each 12-h period during which analyses are to be performed, check GC/MS system by a performance test with BFB before any samples, blanks, or standards are analyzed. 

	47 
	Are the 25 ng of BFB injected directly onto the GC column? [SM 6200 B-2020 (4) (b)]
	
	
	Inject 25 ng BFB directly on GC column. Using 50 ng of BFB is an acceptable method modification. 

	48 
	If not, then is 1 µL 25-µg/mL BFB solution added to 25 mL reagent water to be introduced to the purge device and analyzed as a sample? [SM 6200 B-2020 (4) (b)]
	
	
	If direct injection is not easily performed, add 1 µL 25-µg/mL BF B solution to 25 mL reagent water in syringe used for sample transfer to purge device and analyze as a sample. 

	49 
	Does the lab obtain a background-corrected mass spectrum of BFB and confirm that all key m/Z criteria in Table 6200:2 are achieved? [SM 6200 B-2020 (4) (b)]
	
	
	Obtain a background-corrected mass spectrum of BFB and confirm that all key m/Z criteria in Table 6200:2 are achieved. 

	50 
	If not, does the lab re-tune the mass spectrometer and repeat test until all criteria are met? [SM 6200 B-2020 (4) (b)]
	
	
	If all criteria are not achieved, re-tune mass spectrometer and repeat test until all criteria are met.

	51 
	Is the sample brought to ambient temperature prior to analysis? [SM 6200 B-2020 (4) (d)]
	
	
	

	52 
	Does the lab analyze 25.0 mL of sample? [SM 6200 B-2020 (4) (d)]
	
	
	Vent any air and adjust sample volume
to 25.0 mL

	53 
	Is the sample purged for 11.0 minutes? [SM 6200 B-2020 (4) (d)]
	
	
	Close valves and purge sample for 11.0 min at ambient temperature at a flow rate of 40 mL/min (helium or nitrogen). 

	54 
	Is the sample purged at ambient temperature? [SM 6200 B-2020 (4) (d)]
	
	
	Close valves and purge sample for 11.0 min at ambient temperature at a flow rate of 40 mL/min (helium or nitrogen). 

	55 
	Is the sample purged at a flow rate of 40 mL/min? [SM 6200 B-2020 (4) (d)]
	
	
	Close valves and purge sample for 11.0 min at ambient temperature at a flow rate of 40 mL/min (helium or nitrogen). 

	56 
	If water vapor causes problems in the mass spectrometer, does the analyst use a 3-min dry purge and/or a moisture control module? [SM 6200 B-2020 (4) (d)]
	
	
	If water vapor causes problems in the mass spectrometer, use a 3-min dry purge and/or a moisture control module.

	57 hh
	At what temperature is the trap desorbed? [SM 6200 B-2020 (4) (d)]

Answer:


	
	
	Desorb trapped materials onto head of chromatographic column at 180°C 

	58 
	For how long is desorption allowed? [SM 6200 B-2020 (4) (d)]

Answer:


	
	
	Back-flush trap for 4 min with inert gas at a flow rate compatible with the column of choice,

	59 
	Does the GC temperature program begin at the same time as desorption? [SM 6200 B-2020 (4) (d)]
	
	
	and begin GC temperature program.

	60 
	When a highly contaminated sample is analyzed, is the purging vessel washed and rinsed with two 25 mL flushes of reagent water? [SM 6200 B-2020 (4) (d)]
	
	
	Washing chamber with two 25-ml. flushes of reagent water is useful if highly contaminated samples are being analyzed. Be sure all areas wetted during purging are also wetted during rinsing to maximize flushing.

	61 
	Between samples/standards/blanks is the trap reconditioned by baking at conditioning temperature for 5 to 7 minutes? [SM 6200 B-2020 (4) (d)]
	
	
	Recondition trap by baking at conditioning temperature for 5 to 7 min. 

	62 
	Is the trap allowed to cool before the next sample is introduced to the purge vessel? [SM 6200 B-2020 (4) (d)]
	
	
	Let trap cool to ambient before introduction of next sample into purge vessel.

	63 
	When any of the ion abundances exceed the working range of the system does the analyst dilute the sample in a second syringe with reagent water and reanalyze? [SM 6200 B-2020 (4) (d)]
	
	
	If any ion abundances exceed system working range, dilute sample in second syringe with reagent water and analyze.

	
	QUALITY ASSURANCE
	L
A
B
	S
O
P
	EXPLANATION

	64 
	Is the trap documented to be equivalent to the method recommended trap model, either by the manufacturer or by the laboratory? [SM 6200 B-2020 (2) (a) (2)] [15A NCAC 02H .0805 (a) (7) (E)]
	
	
	6200 B: Use any commercially available trap that meets or exceeds the performance and quality control criteria of this method.

Rules: All analytical data and records pertinent to each certified analysis shall be available for inspection upon request.

	65 3
	Are IDOCs current for all analysts? [SM 6020 B-2019 (1) (a)] [SM 6200 A-2020 (5) (a) (1)]
	
	
	6020 B: Before new analysts run any samples, verify their capability with the method (see Section 1020B.1 for specifics). Run at least four LFBs (6020B.2e) and compare results to the limits listed in the method. All instrument performance checks and calibration requirements must be met before analysis.

6200B: Mean percent recovery for each compound calculated from the 4 fortified samples must be 80% to 120%, and the relative standard deviation (RSD) must be less than 20%.

	66 
	Has the lab determined the instrument’s operational range or has the intended range of use within the operating range been verified? [SM 6020 B-2019 (1) (c)]
	
	
	Before using a new method or instrument, determine its operational range (upper and lower limits), or at least verify that the intended range of use is within the operational range.

	67 
	Has the lab defined acceptance criteria for the operational range, including MRL in their QA documentation? [SM 6020 B-2019 (1) (c)]
	
	
	Laboratories must define acceptance criteria for the operational range, including the MRL, in their QA documentation.

	68 
	Does the lab perform a matrix specific Minimum Detection Level (MDL) study for each analyte before any samples are analyzed? [SM 6200 A-2020 (5) (a) (2)] 
	
	
	Determine MDL before any samples are analyzed, using the procedure described in Section 1030C or other appropriate procedure3 as required for each matrix to be analyzed. 

	69 
	Is ongoing MDL data being collected quarterly? [40 CFR 136 Appendix B] [Procedure for the Determination of the Method Detection Limit, Rev. 2, (3) (a)] 
	
	
	During any quarter in which samples are being analyzed, prepare and analyze a minimum of two spiked samples on each instrument, in separate batches, using the same spiking concentration used in Section 2. 

	70 
	Are MDL values verified at least every 13 months according to the ongoing MDL determination requirements and updated if necessary? [40 CFR 136 Appendix B] [Procedure for the Determination of the Method Detection Limit, Rev. 2, (4) (a)] 
	
	
	At least once every thirteen months, re-calculate MDLs and MDLb from the collected spiked samples and method blank results using the equations in Section 2. 


	71 
	Is the lab performing an externally generated QC sample as a laboratory fortified blank (LFB) at least quarterly or whenever new stock solutions are generated? [SM 6200 A-2020 (5) (a) (3)]
	
	
	Analyze an externally generated quality-control sample as a laboratory fortified blank at least quarterly or whenever new stock solutions are generated.

	72 
	Does the lab only report values inside of the calibration range? [SM 6200 A-2020 (5) (b) (1)]
	
	
	Do not report values that are outside of the defined calibration range.

	73 
	Are the concentrations of adjacent calibration standards no more than one order of magnitude apart from each other? [SM 6200 A-2020 (5) (b) (1)]
	
	
	For the calibration concentrations, there should be no more than one order of magnitude between concentrations.

	74 
	Which of the acceptable calibration functions is applied? [SM 6200 A-2020 (5) (b) (1)]

Answer:



	
	
	Use any of the following calibration functions, as appropriate: response factor for internal standard calibration, calibration factor for external standard calibration, or calibration curve. Calibration curves may be linear through the origin, linear not through the origin, or quadratic through or not through the origin.

	75 
	If using response or calibration factors, is relative standard deviation (RSD) for each compound of interest less than 20%? [SM 6200 A-2020 (5) (b) (1)]
	
	
	If using response factors or calibration factors, relative standard deviation (RSD) for each compound of interest should be less than 20%. If the RSD is not less than 20% for any compound of interest, 

	76 
	If RSD is not less than 20% for any compound of interest, then does the lab identify and correct the source of the lack of linearity before sample quantitation? [SM 6200 A-2020 (5) (b) (1)]
	
	
	then identify and correct source of lack of linearity before sample quantitation. 

	77 
	When using response factors (i.e., for GC/MS analysis), does the lab check performance or sensitivity of the instrument for the compound of interest against minimum acceptance values for the response factors? [SM 6200 A-2020 (5) (b) (1)]
	
	
	When using response factors (i.e., for GC/MS analysis), check performance or sensitivity of the instrument for the compound of interest against minimum acceptance values for the response factors.

	78 
	What is the acceptable correlation coefficient of each compound of interest, if using linear regression? If using a quadratic? [SM 6200 A-2020 (5) (b) (1)] 

Answer:


	
	
	For a linear regression, the correlation coefficient must be >0.994. 

	79 
	When comparing (recalculating) each calibration point to the curve is the resulting value within 20%? [SM 6200 A-2020 (5) (b) (1)]
	
	
	Recalculate each calibration point compared to curve. Resulting values must be within ±20%. 

	80 
	If any of the resulting values are greater than 20%, then does the lab identify and correct source of outlier(s) before sample quantitation? [SM 6200 A-2020 (5) (b) (1)]
	
	
	If any of the recalculated values are not within ±20%, identify and correct source of outlier(s) before sample quantitation.

	81 
	Is the linear or nonlinear correlation coefficient for standard concentration-to-instrument response greater than or equal to 0.995 for linear calibrations and 0.990 for quadratic calibrations? [SM 6020 B-2019 (2) (a)]
	
	
	The appropriate linear or nonlinear correlation coefficient for standard concentration-to-instrument response should be greater than or equal to 0.995 for linear calibrations and 0.990 for quadratic calibrations.

	82 
	Is initial calibration performed when instrument is set up and whenever continuing calibration (CCAL) criteria are not met? [SM 6200 A-2020 (5) (b) (1)]
	
	
	6200 A: Perform initial calibration when instrument is set up and whenever continuing calibration criteria are not met. 

This is interpreted to mean that a CCAL is analyzed at the beginning of an analytical sequence to verify that the instrument response has not changed significantly from the initial Calibration.

	83 
	Does the lab perform continuing calibration every 20 samples, or every 12 h, whichever is more frequent? [SM 6200 A-2020 (5) (b) (2)]
	
	
	Perform continuing calibration every 10 samples for GC analysis, every 20 samples for GC/MS analysis, or every 12 h, whichever is more frequent.

	84 
	Does the lab vary the concentration of the continuing calibration standard over the calibration range, with a minimum concentration of greater than two times the reporting limit? [SM 6200 A-2020 (5) (b) (2)]
	
	
	Vary actual concentration of continuing calibration standard over calibration range, with a minimum concentration greater than two times the reporting limit. 

	85 
	Does the lab have acceptance criterion for continuing calibration set at 70 to 130% recovery compared to the known or expected value of the calibration standard? [SM 6200 A-2020 (5) (b) (2)]
	
	
	The acceptance criterion for continuing calibration is 70 to 130% recovery compared to the known or expected value of the calibration standard (at the analyst’s discretion, the acceptance criterion for the gases may be extended to 60 to 140% recovery).

	86 
	When the CCAL fails its acceptance criteria does the lab reanalyze the continuing calibration standard or repeat initial calibration? [SM 6200 A-2020 (5) (b) (2)]
	
	
	If the acceptance criteria are not met, reanalyze continuing calibration standard or repeat initial calibration.

	87 
	Is a closing standard analyzed with the same acceptance criteria as for the CCAL if internal standard calibration is not used? [SM 6200 A-2020 (5) (b) (3)]
	
	
	Finish all sample sets with a closing standard to demonstrate that performance was still acceptable for the last sample analyzed. Use acceptance criteria as for the CCAL. 

	88 
	Is at least one laboratory reagent blank [LRB or MB] analyzed with every batch of 20 or fewer samples? [SM 6200 A-2020 (5) (c) (1)] [SM 6200 A-2020 (5) (c) (2)] [SM 6200 A-2020 (5) (c) (3)] [SM 6020 B-2019 (2) (d)]
	
	
	An analytical day is defined as a 12-h analytical period. 

A sample set (batch) is defined as those samples extracted in an analytical day, not to exceed 20 samples.

A LRB is a blank sample consisting of all reagents that normally contact a sample when carried through the entire analytical procedure. Use reagent blank to determine contribution of reagents and preparative analytical steps to observed value. No compound of interest should be present in reagent blank at a level greater than the MQL. Include a minimum of one reagent blank with each sample set (batch).

Include at least one MB daily or with each batch of 20 or fewer samples, whichever is more frequent.

	89 
	Does the lab utilize field blanks to ensure that sample contamination has not occurred? [SM 6200 B-2020 (1) (b)]
	
	
	Use a field reagent blank prepared from reagent water and carried through the sampling, handling, and shipping procedures as a check on such contamination.

	90 
	What is the acceptance criterion for field, reagent and method blanks? [15A NCAC 02H .0805 (a) (7) (H) (i)]

Answer:



	
	
	For analyses requiring a calibration curve, the concentration of reagent/ method and calibration blanks must not exceed 50% of the reporting limit, unless otherwise specified by the reference method.


	91 
	If the lab prepares the CCAL/LFB from the same source standard as the calibration standards, then does the lab verify the accuracy of its standard preparation by analyzing a mid level second-source calibration standard whenever a new initial calibration curve is prepared? [SM 6020 B-2019 (2) (b)]
	
	
	If the LFB is not prepared from a second source to confirm method accuracy, the laboratory must also verify the accuracy of its standard preparation by analyzing a mid level second-source calibration standard whenever a new initial calibration curve is prepared.

	92 
	Is at least one laboratory fortified sample (LFS) analyzed with every batch of 20 or fewer? [SM 6200 A-2020 (5) (c) (7)]
	
	
	Include a minimum of one LFS with each sample set (batch).

	93 
	Is the fortifying solution for blanks and samples from a different primary mix than that used to develop working standard mix? [SM 6200 A-2020 (5) (c) (7)]
	
	
	Prepare fortifying solution for blanks and samples from a different primary mix than that used to develop working standard mix.

	94 
	Is at least one laboratory fortified sample (LFS) duplicate analyzed with every batch of 20 or fewer? [SM 6200 A-2020 (5) (c) (8)]
	
	
	Include a minimum of one LFS duplicate with each sample set (batch).

	95 
	Does the volume of the spike solution used always constitute 10% or less of the total MS volume? [NC WW/GW LCB Matrix Spiking Policy]
	
	
	The volume of spike solution used in MS preparation must in all cases be ≤ 10% of the total MS volume. 

	96 
	If the volume of the spike solution constitutes >1% of the total MS volume, then is the spike concentration adjusted by calculation? [NC WW/GW LCB Matrix Spiking Policy]
	
	
	It is preferable that the spike solution constitutes ≤ 1% of the total MS volume so that the MS can be considered a whole volume sample with no adjustment (i.e., volume correction) by calculation necessary. If the spike solution volume constitutes >1% of the total sample volume, the sample concentration or spike concentration must be adjusted by calculation.

	97 
	When is manual integration performed? [NC WW/GW LCB Manual Integration Policy and Technical Assistance Document]

Answer: 





	
	
	See NC WW/GW LCB Policy.

	98 
	After compound identification, are compounds quantitated on integrated area abundance from the EICP of the primary characteristic m/z given in Table 6200:3? [SM 6200 B-2020 (5)]
	
	
	When compounds have been identified, base quantitation on integrated area abundance from the EICP of the primary characteristic m/z given in Table 6200:3.

	99 
	When the sample produces interference for the primary characteristic m/z does the analyst calculate a response factor or calibration curve using a secondary characteristic m/z, and use the secondary m/z to quantitate? [SM 6200 B-2020 (5)]
	
	
	If sample produces an interference for the primary m/z, calculate a response factor or calibration curve using a secondary characteristic m/z, and use secondary m/z to quantitate.

	100 
	Is the data qualified on the Discharge Monitoring Report (DMR) or client report if Quality Control (QC) requirements are not met? [15A NCAC 02H .0805 (e) (5)]
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