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Philip Morris U.S.A.
I1M'ERQFFtCS CoRRESPO1vDa'NCS

Ashland, Vlrglnla

To: Don Leydon
Fr • W R R d~

Date: September 24, 1993
o am. . ymo wAn

Subject: Ashland Laboratory ~Glyee .ri'n Analytical Method

Don, per your request, please find summarized below the cutrent ; method used for the
determination of glycerin in tobacco sheet at the Ashland Laboratory . This method was
used for the inter laboratory comparison .

1 . Extracdon Soludon: Internal Standard (5cmglml) prepared by weighing 5 .01 g 1,6-
hexanediol (Aldiich 994d), to nearest mg into 1 liter volumetric flask and making to
volume with 95 X ethanol ,

2. Stan : 0.5, 1 .0, 3 .0 and 5.0 mglml glycerin (Baker Analyzed Reagent) in
extraction solution. Prepared by diluting 10 mg/ml glycerin strxk solution with
extraction solution (25 ml volumetric flasks) . Glycaria stock solution prepared by
weighing to nearest mg,, 1 g of glyoerin into 100 ml volumettie flask and making to
volume with extraction solution .

3 . C. Column : 30' meter x 0 .53µ LD. ChromPzck bonded CP-Wax-57B flexible silica
capillary column (I µm film thickness) . Carrier Gas = He @ 5 .5 ml/min . Split Ratio
+° Z0 :1 .

4 . G. C. Conditions: See attachment.
5. ©.C. Calibration ; See attachment.
6. SHWle Prepaiatiom :

a. Mat sample cut into small pieces (ss.S mm) and pieces mixed .
b. 100 ±5 mg weighed to nearest 0 .1 mg into Pierce 3 rn1~Reactivial .
c. 2 .0 ml extraction solution added .
d. Vial sealed and heated in Pierce ReactiTherm block heater for 1 .5 hours @ 50 °C .
e. Vial shaken at ca, half hour intervals during extraction .
f. After cooling to ambient temperature, exaact tnnsferred to autosampler vial .
g, Filtering (0.45µ AceoDisk P?FE filter) optional .
h. For nonnal laboratory analysis, samples are run in duplicate .

7. Other I formati'on :
a. Ashland samples are equilibrated at 60% R .H. before analysis .
b. Results are uncorrected for moiuure,
c. Column pro equilibrated with several injections of 0 .5 mg/mi standard .

Number of pro injections (7 maximum) depends on length of column idle time .

Source: https://www.industrydocuments.ucsf.edu/docs/grgx0129
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