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  Athens, 17th October 2022         
  Protocol No:  30/010/000/30/2022 

	
SUPREME CHEMICAL COUNCIL

Postal address:  16, Tsocha Street, Athens  
	                          
                     TO:

General Chemical State Laboratory
Directorate of Energy, Industrial and Chemical Products 
Section A

	Postal code       :  115 21
	

	Information :   E. Bania-Georgopoulou
Telephone      :   210-6479244,230
Ε-mail              :  axs@aade.gr 
	

	
	.


SUBJECT:  SCC (Supreme Chemical Council) Decision 30/2022

[bookmark: page230R_mcid1]In response to your letter with ref. No. 30/004/000/1249/23-9-2022, by which you forwarded us your proposal on the adoption of an SCC Decision entitled: “Transposition into national law of Commission Implementing Decision (EU) 2022/197 of 17.1.2022 establishing ACCUTRACETM PLUS as a common fiscal marker for heating gas oil, marine gas oil and marine diesel oil, as well as domestic kerosene (heating kerosene), test methods for its determination and related technical requirements”, we hereby inform you that the Supreme Chemical Council we chair, upon examination of the matter, at the meeting of 29 September 2022, has legally processed the proposal in question and unanimously 

ruled as follows:


“Transposition into national law of Commission Implementing Decision (EU) 2022/197 of 17.1.2022 establishing ACCUTRACETM PLUS as a common fiscal marker for heating gas oil, marine gas oil and marine diesel oil, as well as domestic kerosene (heating kerosene), test methods for its determination and related technical requirements.”


Article 1
Purpose and Scope

	The purpose of this Decision is to establish the common European fiscal marker provided for in Directive 95/60/EC on marking of petroleum products. 
	This Decision regulates the following: 
1) The chemical name of the tracer molecule according to IUPAC.
2) The percentage added to energy products.
3) The validated laboratory method and equipment for the quantitative determination of the tracer in energy products.
4) The quality characteristics of this method.
5) The method and equipment used in on-site checks for the tracer determination.


Article 2
Determination of tracer

	The substance ACCUTRACETM PLUS, with butoxybenzene as an active ingredient (CAS registry number 1126-79-0), is added to heating gas oil, marine gas oil and marine diesel oil, as well as to domestic kerosene (heating kerosene) as a common fiscal marker provided for in Directive 95/60/EC on marking of all petroleum products falling within CN codes 2710 19 43, 2710 19 46, 2710 19 47, 2710 19 48, 2710 20 11, 2710 20 16 and 2710 20 19, as well as of domestic kerosene (heating kerosene) falling within CN code 2710 19 25. 
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12.5 milligrams per litre of energy product is defined as marking level with ACCUTRACETM PLUS. This corresponds to a marking level of at least 9.5 milligrams of butoxybenzene per litre of energy product.  


Article 3
Laboratory Test Method

	For the determination of butoxybenzene –an active ingredient of ACCUTRACETM PLUS, in heating gas oil, marine gas oil and marine diesel oil, as well as in domestic kerosene (heating kerosene) at a concentration of  9.5 milligrams of butoxybenzene per litre of energy product, a two-dimensional gas chromatograph with mass spectrometry detector (GC — MS) is used. The method is based on the Dow research report with the title “Validation of a Two-Dimensional Gas Chromatography Method for Quantification of the tracer Butyl Phenyl Ether (BPE) in Diesel Fuel”, which the European Commission notified to the Member States. 
It is noted that the butyl phenyl ether compound is identical to the compound with the IUPAC chemical name butoxybenzene.


Start  
The energy product sample is analysed using the two-dimensional gas chromatography method, with capillary columns and an appropriate temperature schedule, using flame ionisation (FID) and mass (MS) detectors.  A Dean’s switch and 3 columns of different polarity are used. 
The quantification of butoxybenzene is carried out with a mass spectrometry detector, using Electron Impact Ionisation and Selected Ion Monitoring (SIM), specifically of the ion with m/z 94 (quantification ion) and of the ion with m/z 150 (confirmation ion). 
The operation of the chromatograph and the calculation of the results are regulated by appropriate software.

Reagents and other materials
1. Generally
— Helium inert gas of chromatographic purity
— Non-traced heating gas oil, marine gas oil and marine diesel oil, as well as domestic kerosene (heating kerosene), for the preparation of calibration standards.
– Proper solvents for the cleaning of automatic sampler.

2. Calibration standards
Standard butoxybenzene solutions are prepared from certified reference material (CRM) or a stock solution of known concentration.
For the creation of the calibration curve, non-traced heating gas oil, marine gas oil and marine diesel oil, as well as domestic kerosene (heating kerosene) are used and 7 standard solutions of butoxybenzene are prepared in the concentration range of 0.095 - 11.875 mg.L-1 of butoxybenzene in the energy product.

Equipment
1. Gas chromatograph equipped with electronic pressure control system and split/splitless injector.
2.  Flame Ionisation Detector (FID).
3. Mass spectrometry detector with electron beam ionisation technique, connected to the chromatograph by a transfer line.
4. Three (3) capillary columns of different polarity: the first, 50 % phenyl type, (15x0.25x0.15) connects the injector to the Dean’s switch, the second, Wax type, (30x0.25x1.00) connects the Dean’s switch to the MSD and the third is a fused silica column (0.64x0.1) that connects the Dean’s switch to the FID.
5. Automatic sampler with a syringe capable of providing with precision a volume of 5 μl.
6. Computer with proper software that downloads and processes data.

Procedure
Initially a calibration curve is created with the calibration standards mentioned above.
For the detection of the tracer, the Electron Beam Ionisation and
SIM technique are used: of the ion with m/z 94 (quantification ion) and of the ion with m/z 150 (confirmation ion). 
The following are recommended as optimal GC — MS operating parameters:

– Temperature of column (oven)
According to the temperature schedule of the oven, the initial temperature of 100ºC is maintained for 0.5 min and increases at a rate of 10°C.min-1 up to 180°C, where it is stabilised for 0.0 min, then increases at a rate of 30°C.min-1 up to 260°C, where it is stabilised for 4.0 min. 

– Injector (split/splitless)
The temperature of the split/splitless injector, with a split ratio of 100:1, is 250°C and the volume of the injected sample is 1μl. The flow of the carrier gas (helium) in the columns is: For the first column: 1.0 mL.min-1 for 5.0 min, change at 99 mL.min-1, stabilisation for 10.1 min (wash step).  For the second column: 2.5 mL.min-1 constant flow.

– Flame ionisation detector (FID)
A flame ionisation detector (FID) shall be used, operating at a temperature of 260ºC.

– Mass detector (MS Detector)
 A mass detector (MS Detector) shall be used with electron beam ionization and selected ion monitoring (SIM), which operates under the following conditions:
The temperature of the ion source is 250ºC.  The temperature of the quadrupole (MS Quad) is 200ºC. The transfer line temperature is 260°C. The solvent delay time is 3.00 min. m/z: 94 shall be used as quantification ion and m/z: 150 as confirmation ion.  Dwell time is 100ms.

To ensure the quality of the results, it is recommended to apply an internal quality control scheme with regular analysis of a quality control sample.

An alternative gas chromatography method with appropriate columns and detectors may be used for the joint determination of ACCUTRACETM PLUS and the national molecular technology tracers FT36 and FT39, if it can be demonstrated to provide at least the same accuracy and at least the same level of precision as the analytical method it replaces.


	 
Article 4
Quality characteristics of the test method
		
		The performance characteristics of the method shall be determined upon its validation in accordance with the requirements of ELOT EN ISO IEC 17025. 
		In case of doubt about the results of tests, these shall be evaluated and interpreted in accordance with ELOT EN ISO 4259:2018.


	
Article 5
Test method for on-site checks 

	For indicative on-site checks, the sample of energy product, without prior treatment, shall be analysed with an appropriate gas chromatography device, capillary columns and an appropriate temperature schedule, using appropriate detectors (FID and/or MS).  


		Article 6		
Repealed provisions

	Upon entry into force of this Decision, the following shall be repealed:
(1) Article 3(3.2) of SCC Decision 53/2015, “Fuels for the supply of ships — Requirements, test methods and procedures for colouring and tracing marine gas oil.” (Government Gazette Β’ 987/2015/16)
(2) Article 2(2) of SCC Decision 468/2002 (Government Gazette Β’ 1273/05.09.2003), “Colouring and tracing procedures for heating gas oil” (Government Gazette Β’ 1273/2002/03)
(3) Article 2(1) of SCC Decision 469/2002 (Government Gazette Β’ 1273/2003), “Specifications and methods for testing heating kerosene.” (Government Gazette Β’ 1273/2002/03)
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