SL2601 – Appendix III
Checks that will be carried out by the State Laboratory post-installation and associated acceptance criteria - to confirm the instrument is fit for purpose.

Post-installation checks and acceptance criteria - Animal Feeds section
Methods:
· LSD A052 Coccidiostats in feed
· Halofuginone hydrobromide
· Robenidine hydrochloride
· Nicarbazin
· Diclazuril
· Decoquinate
· Semduramicin sodium
· Lasalocid A sodium
· Monensin sodium
· Salinomycin sodium
· Narasin
· Maduramicin ammonium alpha
· LSD A095 Banned antibiotics in feed
· Dimetridazole
· Ronidazole
· Metronidazole
· Ipronidazole
· Chloramphenicol
· Dinitolmide
· Clopidol
· Ethopabate
· Carbadox
· Virginiamycin M1
· LSD A109 Melamine in feed
· Melamine
· LSD A111 Carryover antibiotics in feed
· Amoxicillin
· Chlortetracycline
· Sulphadiazine
· Sulphamethazine
· Tylosin
· LSD A129 Beta Agonists in feed
· Zilpaterol

All methods to be set up on new LCMS/MS system and the following acceptance criteria to be met.
Replicate injections: 
Ten solvent standard solutions to be injected in one continuous run - all methods
Criteria for acceptance:
· Sensitivity: Signal-to-noise of peak for top two transitions ≥ 10:1
· Selectivity: Signal should be free from interferences at the retention time of the analyte
· Repeatability: % RSD of response for all 10 injections ≤ 10%
· % RSD of retention time of peak across 10 injections ≤ 2%
· Carryover of peak in “blank” mobile phase injection after the ten solvent standard injections ≤ 0.2% 

Calibration curves: 
Linearity r² ≥0.99 (or laboratory requirement) across the calibration range:
LSD A052: 0-5 mg/kg
LSD A095: 0-200 µg/kg
LSD A109: 0–10 mg/kg
LSD A111: 0-10 mg/kg
LSD A129: 0-50 µg/kg
for calibration curves prepared from solvent standards.
Matrix injections:
10 different matrices spiked at the levels in the table below - LSD A052 Coccidiostats in Feed only
	Analyte
	Concentration (mg/kg)

	Halofuginone hydrobromide
	0.015

	Robenidine hydrochloride
	0.350

	Nicarbazin
	0.250

	Diclazuril
	0.005

	Decoquinate
	0.200

	Semduramicin sodium
	0.125

	Lasalocid A sodium
	0.625

	Salinomycin sodium
	0.350

	Monensin sodium
	0.625

	Narasin
	0.350

	Maduramicin ammonium alpha
	0.025



Criteria for acceptance:
· Sensitivity: Signal-to-noise of peak for top two transitions ≥ 10:1
Selectivity: Signal should be free from interferences at the retention time of the analyte

Signal-to-noise ratio (S/N) shall be determined using a peak-to-peak noise measurement, with the noise determined from chromatographic regions immediately preceding and immediately following the analyte peak of interest.
The signal shall be defined as the height of the analyte peak, measured from the mean baseline at the position of the analyte peak to the apex of the peak.
The noise shall be defined as the peak-to-peak amplitude, i.e. the difference between the maximum positive and maximum negative deviation from the baseline, measured within noise regions located both before and after the analyte peak and representative of the local chromatographic baseline.
Noise measurements shall be made using equivalent time windows on both sides of the analyte peak, excluding the analyte peak itself and any other chromatographic peaks, interferences or system disturbances.
The reported S/N shall be calculated as:

S/N = analyte peak height / peak-to-peak noise amplitude

Where separate pre-peak and post-peak noise measurements are obtained, the larger (worst-case) peak-to-peak noise value shall be used for calculation of S/N.
The instrument manufacturer shall state the precise algorithm used to determine the baseline, peak height and peak-to-peak noise, and shall demonstrate that the quoted S/N value is calculated according to the above definition.

Noise determination: Noise shall be assessed in two chromatographic windows of equal duration, one immediately preceding and one immediately following the analyte peak. Each window shall have a duration of at least 5 times the peak width at half height (FWHM), or a fixed duration specified by the contracting authority, whichever is greater. The analyte peak and any other identifiable chromatographic peaks shall be excluded from the noise calculation.
For each noise window, the peak-to-peak noise shall be determined as the difference between the maximum and minimum signal excursions from the local baseline. The noise value used for calculation of S/N shall be the higher of the pre-peak and post-peak peak-to-peak noise values.
The signal shall be the peak height measured from the local baseline to the analyte peak apex.
S/N = peak height / maximum peak-to-peak noise


Post-installation checks and acceptance criteria – Medicines and Environmental Toxicants Section
Method:
· LSD M288 Determination of PFAS in Food of Animal Origin by LC-MS/MS
Analytes:
· PFBA*
· PFPeA*
· PFHxA
· PFHpA
· PFOA
· PFNA
· PFDA
· PFTeDA
· PFUnDA
· PFDoDA
· PFHxS
· PFHpS
· L-PFOS
· Br-PFOS

Due to challenges with high background levels with both *PFBA and   the blank and LOQ criteria in matrix will not apply to these analytes for the purpose of evaluation.

Method to be set up on new LCMS/MS system and the following acceptance criteria to be met.
Calibration curve 
Linearity r² ≥0.99 (or laboratory requirement) across the calibration range (0.003-20 ng/ml) for calibration curves prepared from solvent standards.
Measurement of 13C IS Recovery to be within limits currently achieved inhouse for analysis of PFAS by LC-MS/MS currently ( 60-120% ) .
Solvent Blanks
The complete analytical system, including the LC, autosampler, solvent delivery system and all associated plumbing, shall be capable of routinely producing and solvent blanks with no detectable PFAS contamination above 10% the laboratory's target limits quantification for fruit and vegetables (0.001 µg/kg - 0.12 pg injected on-column). 

Ten solvent standard solutions to be injected in one continuous run at two concentrations (lowest point of curve (0.003 ng/ml) and system suitability standard (0.025 ng/ml)
Criteria for acceptance:
· Sensitivity: Signal-to-noise of peak for top two transitions ≥ 10:1
· Selectivity: Signal should be free from interferences at the retention time of the analyte
· Repeatability: % RSD of peak area for all 10 injections ≤ 10%
· % RSD of retention time of peak across 10 injections ≤ 2%
· Carryover of peak in “blank” mobile phase injection after the ten solvent standard injections ≤ 0.1% 

One solvent standard (20 ng/ml) followed by “blank” mobile phase injection, repeated twice
· Carryover of peak in “blank” mobile phase injection after the solvent standard injection ≤ 0.1% 

Sensitivity in Matrix 
Demonstrate method LOQs of:
· 0.002 µg/kg for infant formula (10 g → 0.5 mL extract, 30 µL injection, 1.2 pg injected on-column)
· 0.001 µg/kg for fruit and vegetables (2 g → 0.5 mL extract, 30 µL injection, 0.12 pg injected on-column)
· 0.2 µg/kg for liver (2 g → 0.5 mL extract, 30 µL injection, 24 pg injected on-column)
· 0.05 µg/kg for meat (2 g → 0.5 mL extract, 30 µL injection, 6 pg injected on-column)
· 0.05 µg/kg for eggs (4 g → 0.5 mL extract, 30 µL injection, 12 pg injected on-column) 
Samples shall be prepared in matrix using Laboratory extraction procedures. The resulting extracts will be injected on the Laboratory’s current instrument to demonstrate successful extraction before injecting on the new instrument. Quantifier and qualifier transitions shall meet identification criteria for ion ratio (±30%).  

Repeat injections (n=6) - RSD ≤ 15 %
If the vendor wishes to reduce the injection volume while still meeting the desired LOQs this is deemed acceptable. However, the State Lab will not consider offerings where the injection volume is increased above 30 ul, or the sample size initially taken exceeds what is set out above for each of the specific matrix types.

PFBA/PFPeA Confirmation
The instrument shall generate a reproducible and sufficiently intense confirmatory/qualifier/secondary product ion for PFBA and PFPeA in solvent standards to permit confirmatory analysis at the laboratory method LOQ for PFPeA and PFBA as per the table below.

	Analyte
	Accredited Range

	
	Fish
(µg/kg)
	Meat
(µg/kg)
	Eggs
(µg/kg)
	Offal
(µg/kg)
	Milk (including milk powders)
(µg/kg)
	Dairy based formulations** (µg/kg)

	PFBA*
	>5.5 (fish only)
	Not validated

	PFPeA*
	0.05 - 100
	0.05 - 5
	0.05 - 5
	0.2 - 100
	0.01 - 5
	0.002 - 5

	PFHxA
	0.05 - 100
	0.05 - 5
	0.05 - 5
	0.2 - 100
	0.01 - 5
	0.002 - 5

	PFHpA
	0.05 - 100
	0.05 - 5
	0.05 - 5
	0.2 - 100
	0.01 - 5
	0.002 - 5

	PFOA
	0.05 - 100
	0.05 - 5
	0.05 - 5
	0.2 - 100
	0.01 - 5
	0.002 - 5

	PFNA
	0.05 - 100
	0.05 - 5
	0.05 - 5
	0.2 - 100
	0.01 - 5
	0.002 - 5

	PFDA
	0.05 - 100
	0.05 - 5
	0.05 - 5
	0.2 - 100
	0.01 - 5
	0.002 - 5

	PFTeDA
	0.1 - 100
	0.1 - 5
	0.1 - 2.5
	0.2 - 100
	0.01 - 1
	0.002 - 5

	PFUnDA
	0.05 - 100
	0.05 - 5
	0.05 - 5
	0.2 - 100
	0.01 - 5
	0.002 - 5

	PFDoDA
	0.05 - 100
	0.05 - 5
	0.05 - 2.5
	0.2 - 100
	0.01 - 1
	0.002 - 5

	PFHxS
	0.05 - 80
	0.05 - 4
	0.05 - 4
	0.2 - 80
	0.01 - 4
	0.002 - 4

	PFHpS
	0.05 - 100
	0.05 - 5
	0.05 - 5
	0.2 - 100
	0.01 - 5
	0.002 - 5

	L-PFOS
	0.025 - 80
	0.025 - 4
	0.025 - 4
	0.2 - 80
	0.01 - 4
	0.002 - 4

	Br-PFOS
	0.05 - 20
	0.05 - 1
	0.05 - 1
	0.2 - 20
	0.01 - 1
	0.002 - 1


	

