DIN EN 16694:2015-12 (E)

Water quality - Determination of selected polybrominated diphenyl ether (PBDE) in
whole water samples - Method using solid phase extraction (SPE) with SPE-disks
combined with gas chromatography-mass spectrometry (GC-MS)

Contents Page
EUropean fOr@WOId ... s s e e e e s sa s amm e e e e e e s e e s nmne e e e e e s aa s ennn e s eesannan 4
o X0 11T T o 5
1 5 o o o - SRS 6
2 Normative references .........c i ————————————————— 6
3 PriNCIPIE e 6
4 L =Y =] =Y o= S 7
4.1 Interferences with extraction and clean up ... —— 7
4.2 Interferences With GC-MS ... e mmmn e 7
5 L= T =T 0 S 7
6 Y o o = = 1 {0 LR 10
7 85T 134 o 1 o OSSR 1
8 Yo7 =T o 1] 1
8.1 Sample Preparation ... nmnn e an 1
8.2 Extraction by solid-phase extraction disks (SPE-diSKS) .........cccceiriimmrinsimnninnissnnesnenens 11
8.3 Solvent CONCENLIAtioN ...... ..o s 12
8.4 Gas chromatrography and mass Spectrometry ..........ccccoovcecimirceccrernscsre e 12
8.5 Identification of individual compounds by means of GC-MS ...........ccccccocmircccnnnscseeresceeeens 12
8.6 Blank value measurements ... s s 14
9 Calibration ... —————————————————————— 15
9.1 Calibration with internal standards .............cccooomiiiini e —— 15
9.2 Yo =T o 1] 15
9.21 Evaluation of the range of linear relationship .........ccccccciiiiminni 15
9.2.2 Two point calibration over the total linear range ..........cccccviiiiiiniicc s 15
9.2.3 Estimation of the accuracy of the calibration for the concentration of interest ................... 16
10 QUANLIFICAION ... 17
10.1 Determination of the BDE concentrations in whole water samples ..........cccoccceriiiriiccccincenes 17
10.2 Determination of the recoveries of the internal standards ............ccccorrriccmnnccccnnccceee e, 18
1 EXPression Of reSUILS ........c.ccccciiiiiiiicc e cssssr e s s ssms s s e e e s s s mne s e e e e s s e s amnn e ne s e mnnne 18
12 LI 08 =T oo 19
Annex A (informative) Suitable gas chromatographic conditions and example chromatograms ........ 20
A1 GC-HRMS conditions for the chromatograms in Figure A.1 .....cccciiiiiiiiniinnieneeenaes 20
A.2 GC-MS/MS conditions for the chromatograms in Figure A.2 ..........cccccciiiiiimiiniiennnnneninnnns 23
A3 GC-NCI-MS conditions for the chromatograms in Figure A.3 .........ccccririeiirrrcerersscseee s 25



Annex B (informative) Repeatability and reproducibility data ...........cccccciiiiiiiiiiicnniis s 26

Annex C (informative) Examples of suitable solid phase extraction disks .........ccccceeecirirrecerrnccsceennnnnes 29
Annex D (informative) Clean Up ProCeAUIE .........ccccciieeecrerrscsrerrrsarersssser e ssssseessssme e s ssssme e s ssssmsessssssessnsanes 30
D.1 =Y T (=1 01 SR 30
D.2 o0 0T L o 30
125101 1T0T 2 01 1] 17/, 31



		2024-05-08T16:20:47+0000
	DIN Deutsches Institut fuer Normung e. V.
	Dokument ist zertifiziert




