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A. Pancreatin Digestion Method

Post-milling contamination.—Weigh 225 g test por tion into 2 L
beaker, add enough hot water to soften and saturate material, and
proceed as in (a). If lumps persist or if H2O is not immediately
absorbed uniformly through entire mass, proceed as in (b).

(a) Ad just mix ture to pH 7–8 with ca 5% Na3PO4 so lu tion. Stir

and break up ma te rial as much as pos si ble. Cool to 40°C and add

100 mL pancreatin so lu tion, 945.75C(q) (see 16.1.01). Stir

thor oughly and re ad just to pH 7–8. Let stand 30 min, stir, and

re ad just pH.

(b) Es ti mate vol ume of mix ture and add HCl to ca 1 + 49

con cen tra tion. Boil un til sol ids be come finely di vided and so

di gested that mix ture will not froth over when cov ered dur ing

boil ing. Neu tral ize to ca pH 6 with NaOH so lu tion; then add Na3PO4

so lu tion to pH 8 and con tinue as in (a).

For white flour prod ucts, add 0.2 mL or 4 drops HCHO and di gest

over night. For prod ucts made from whole wheat and rye flours and

from sim i lar ma te ri als of high bran con tent, di gest only 2–3 h.

Pour di gested ma te rial through 5 or 8 in. No. 140 sieve, 945.75B(r)

(see 16.1.01). While pour ing, play forc ible stream of hot water from

tap on this ma te rial. Wash well with large stream of hot water. Af ter

com plete wash ing (no starchy ma te rial vis i ble un at tached to bran),

wash twice al ter nately with al co hol and CHCl3 in that or der, and then

rinse thor oughly with al co hol and fi nally with H2O.

Trans fer ma te rial to fil ter pa per if lit tle res i due re mains or to 1 or

2 L trap flask, 945.75B(h)(4) (see 16.1.01), if large amount re mains.

Trans fer bulk of ma te rial with spoon. Rinse res i due from screen with 

60% al co hol from wash bot tle. Wash screen with forc ible stream of

hot water, col lect ing fi nal res i due at one edge of screen and

trans fer ring to trap flask with stream of 60% al co hol as above. Add

400 or 900 mL 60% al co hol, de pend ing on size of trap flask.

Boil 20 min. Cool to <20°C and add 20 or 40 mL heptane,

945.75C(l) (see 16.1.01); fill flask with 60% al co hol, and trap off

twice. Use care in stir ring and add ing al co hol to pre vent emul sions or

in clu sion of air. If res i due in flask tends to rise, stir ma te rial down 2 or

3 times. Fil ter trapped-off ma te rial and ex am ine mi cro scop i cally.

B. Acid Hydrolysis Method

(Rapid method; also ap pli ca ble to flours.)

Post-milling con tam i na tion.—Add 225 g test por tion to 2 L

beaker con tain ing ca 1 L H2O and 30 mL HCl. Wet prod uct

com pletely and, for flour, stir un til slurry is prac ti cally lump-free.

Add antifoam so lu tion, 945.75C(e) (see 16.1.01), cover with watch

glass, and heat 15–20 min in au to clave at 121°C. Let pres sure fall to

0 be fore open ing vent valve. Trans fer di gest in small por tions to 5 or

8 in. (12.7 or 20.3 cm) No. 140 sieve, 945.75B(r) (see 16.1.01),

wash ing thor oughly be tween ad di tions with nee dle spray from

aer a tor. Af ter all solids have been trans ferred, con tinue wash ing

un til there is no fur ther re duc tion in amount of res i due. Pro ceed as in

A, para graph 5, be gin ning “Af ter com plete wash ing¼”.
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