


_ Siktksatiolz. The silanisation methods tested were : (a) the method otf SWIHEXXX 
d aL’3 - hesamethyldisilazane and trimethylchlorosilane ; (b) &he nmeitltdl d 
BROBST ASD LOT+ - hexamethyldisilazane and trifluoroacetic :ac&2:; i(c) tr&mekIh@- 
silylimidazole; and (d) : N,O-bis(trimethylsilyl)acetamide (BBSA)~s~ “6.. Some M%!&- 
culties were experienced owing to the amount of water in the fin~lex~ac;t..‘Tbewetf~~e,, 
under the conditions used, the best silanisation reagents were those ~desc%ilbed iin~~ tiIlnte 
method of BROBST ASD LOTTED and BSA. Trifluoroacetic acid ,also causes tion&lIe 
as it corrodes the detector electrodes. With some detectors, for ‘a fortnight ;atht.~er:sanuxJpU~e 
injection the electrodes were completely corroded. The best results were &kinn~edl. 
with l3SA. 

The most attractive points of the silanisation process were.: ,(,a) tie lease ~iiMin 
which derivatives of all the preservatives escamined (benzoic ,smd so&k ZIJCZ~I ;axu~I 
the propyl, ethyl and methyl esters of $-hydrosybenzoic acid) werle ~oibtzliin;ledL:; @I$) 
the very reproducible standard curves obtained day after day.; and (~3 i&e !h.$h &AL- 
bility of the silyl ethers (the same solution injected the following Iday ‘@kg rmearily 
the same results). 

Isoddiorz of the @vswvatives. The esters of p-hydroxybenzoic acid :me mot ~eq 
steam volatile, so the steam distillation method can be used only for the qu~it2tati~e 
isolation of sorbic and benzoic acid (Fig. I). Fig. I shows that the ;amo~& olf (es&z 
Ieft in the residue in the flask is nearly equal to the akount in the ~dkt~ake. Om tlhe 
other hand, several methods based on estraction with an ‘organic soU~en;t~~~ :iim(e 
good results on some kinds of food but very bad recoveries ‘on other ikii~ds of ifood. 
The e.xtraction with ether as proposed by GROEBEL” is indeed satbfactioq &IJ~ &a.&@ 
food, but not for food such as marmalade. Another problem is caused iby the lex&zuc- 
tion of the preservatives from the ether solution with I X NaOH sol;ut~on~. “isih;is CWIIWXU- 
tration of MaOH causes hydrolysis of the esters, especially the propyl rand(etlhyU &eu-.. 
of p-hydroxybenzoic acid. This was easily demonstrated by the suppIemen;t~q peak 

Fig. I. Thin-layer chromatogram of a mixture wf sorbic’zmcl benzoic acid and esters (of $4qda?ox~ 
benzoic acid. D, and D,, refer to 5 and IO ,d of the distillate, and I$ and R,, ko :5 ~JMI uo ydl df 
the residue, respectively. f F Sample spiked with mixture M, a n-uxture of nine p~escrw~tives 
a&led to the sample before steam distillation. 
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J. Clwontato~r.., $3 !(mgp) 429-4.32 


