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* . ANALYTICAL PROCEDURE FOR PHOSHHOROUS

R

Fxiraction Procedure | :
-Approximatéiy 5 g pqrﬁo;s of sample were maéfeq with 10 3l aliquots of toluene onz gyra‘tofyn'v
shaker at 400 tpm for 20 minutes. A SuTrogate, 1,3-dichlorobenzene, was added to achieve a level of 100

ug/L in the final 10.0 m! extract. Before analysis, 10.0 ul of 10000 ugfl 1,4-dichlorobenzene-d, was added
* 1o achieve & concentration of 100ug/L'in the exwact. I S

~ Anglysis Procedure - _ i |
-  The sample. extracts were amalysed by GCMS nusing an HP|5995C Gas Chromatograph/ Mass
7 Sppctromcter.inierfaced with a HP.1000 RIE-éAM computer. Sample injections were performed with

HP-7673A autoimjector, - -
r’ ent ‘Conditions .

- Restek Rix-5 (crossbonded SE-54)

© 30 mx 0.32 mm ID, 0.50 w film |
“thickness < ' -
20°C

~ Colma

- Injector Temperature -« -
+7 Transfer Temperature =~
l . " Source Temperamre ¢
T -Analyser Temperature
i2 . Tempemature Program;

- sples Tjecion
" Tnjection Volume

The jons were monitored between 9.50 gnd 11,50 minutes. Ions monitored were:

Compound . - ST Quanified Ton

 14-dichlorobenzene-d, | 150
.+ 1,3-dichiorobenzene - , 146, 14 R B L)
" --Phosphorous 2, 93: 124 124

- The GCMS systom was calfbrated by analysing 2 G point cilibration range of 2 phosphorous.
1 siandard at 5, 10, 25, 100, 250, and 500 ng/ml in toluene. The Relative Standard Deviation should be +/-
10 percent. Before analysis each day, the sysiem must &) pass DFTFP tuning, and b) pass & continning
calibration check by analysing 2 100 ng/ml daly standard for phosphorous in which the difference between

_ the result and the stendard wag less than 25%. ..o o ,






