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1
PRESERVATION PROCESS

Matter enclosed in heavy brackets [ ] appears in the
original patent but forms no part of this reissue specifica-
tion: matter printed in italics indicates the additions made

by reissue.

This application is a continuation, of application Ser.
No. 435,764, filed Oct. 21, 1982 now abandoned which is
a Reissue of Ser. No. 05/793,745 filed May 4, 1977, U.S.
Pat. No. 4.112.122.

The present invention relates to a method of inhibit-
ing the growth of harmful micro-organisms, for in-
stance, bacteria and fungi in foodstuffs and other or-
ganic material susceptible thereto.

Microbiological deterioration of bread and bread
products is well known. The wastage of bread due to
moulds and bacterial organisms has been considerable.
This is basically due to the speed of production, rapid
cooling and the tendency to produce softer bread which
gives rise to marginally higher moisture content in *he
bread. Additionally, moisture retention is enhanced by
the current trends in the packaging of sliced wrapped
bread. This in turn renders the bread susceptible to
attack by moulds and bactena.

Various methods have hitherto been used to inhibit
the growth of harmful micro-organisms. The primary
consideration for the desired additive being that 1t at-
tacks the micro-organism responsible without being
toxic to human beings. Examples of additives used hith-
erto with varying degrees of success include the ace-
tates and diacetates of sodium. Propionates of sodium
and calcium have also been claimed and described in
British Patent Specification Ser. No. 488,560 (Ward
Baking Company). Since the principal active constitu-
ent is believed to be the acid component, the use of fully
neutralised salts results in the need for adding a larger
amount of the salt than should be necessary based on the
acid content of the salt. It has now been found that by
using the acid salts, the desired level of inhibition activ-
ity can be achieved using a relatively smaller proportion
of the acid salt.
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Accordingly, the present invention is a method of 45

inhibiting the growth of harmful micro-organisms in
footstuff susceptible thereto comprising incorporating
therein an acid propionate salt in an amount of between
0.01 and 1.0% by the dry weight of the foodstufl.

According to a preferred embodiment, the present
invention is a method of inhibiting rope formation and
mould growth in bread comprising incorporating
therein an acid propionate salt in an amount of between
0.01 and 0.4% by the dry weight of the flour. The
method of the present invention is particularly suitable
for inhibiting rope formation and mould growth in en-
zyme leavened or chemically aerated bread.

Other foodstuffs that may be treated according to the
present invention include products such as cakes, pastry
mixes, biscuits, flour, starches, precooked foods such as
sausages and meat pies and baby foods.

The acid propionate salts according to the present
invention are the acid salts of propionic acid and at least
one cation selected from ammontum, sodium, potas-
sium, calcium and magnesium such that the ratio of acid
to the cation in the salt is in the range of 2:1 to 4:1 on a
chemical equivalent basis. Preferred acid salts are so-
dium dipropionate, ammonium dipropionate, potassium
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dipropionate, calcium tetrapropionate and magnesium
tetrapropionate.

The acid propionates are suitably prepared by adding
a full propionate salt to propionic acid and water. For
example a 70% solution of sodium acid propionate may
be prepared by adding sodium propionate 10 propionic
acid in water.

Alternatively a solution may be prepared by the addi-
tion of solutions of sodium hydroxide or carbonate to
propionic acid. For example 95 pts. of 42% w/w aque-
ous solution of sodium hydroxide was added to 143 pts.
of stirred, cooled propionic acid to yield 243 pts. of a
70% solution of sodium dipropionate.

The acid propionate salts are preferably added in an
amount of between 0.01 and 0.4% by the dry weight of
the foodstuff treated, but not so as tO0 contravene any
legal restrictions on the use of preservatives in food-
stuffs.

The acid propionate salt may be added as a sohd or as
an aqueous solution to the ingredients before, during or
after the mixing of the ingredients depending upon the
foodstuff being treated. Furthermore, if the inhibitor 1s
to be incorporated in the processing of bread, it is pref-
erably added to the water used in making dough from
flour rather than the solid components of the bread mx
in the bread making process.

The acid propionate salts are more water soluble than
the corresponding neutral propionates. This enables
solutions to be prepared and used which are sufficiently
concentrated to provide significant economic advan-
tage over the solid neutral propionate salt or aqueous
solutions of the neutral propionate salt. Solubilities of
the calcium and sodium acid and neutral propionates in
water are given below:

W

solubility at 20° C. sodium propionate 59.5 g/100 g walter
sodium dipropionate 233 p/100 g water
solubility at 25° C.  calcium propionate 39 g/100 g waler
calcium tetra- 48 g/100 g water

proptonate
M

The invention is further illustrated with reference to
the following Examples.

EXAMPLES 1-3

Using a Chorleywood Breadmaking Process (C.B.P.)
bread recipe, doughs were made up containing 6,9 and
12 oz of 70% sodium dipropionate solution per sack of
flour. In all cases, the mould inhibitors were added 1o
the doughing water. Three dough pieces, moulded to
the 4 piece shape, were produced from each dough and
proved for a constant time of 47 min prior to baking.
The average proof height, oven height, oven spnng and
loaf volume were determined. A small scale organolep-
tic test was carried out using a panel of 10 persons who
were asked to rate loaves from the vartous treatments
for odour on a scale from not evident=0 to extremely
evident=35. The mould-free shelf life of the various
breads was determined by cutting the loaves into five
thick slices and exposing each cut surface to the atmo-
sphere for 5 min to allow natural contamination with
moulds to occur prior to wrapping. The number of
mouldy cut surfaces was determined twice daily during
storage at 27° C. (80° F.) and an approximate mouid-
free shelf life estimated. The results from this test are
given in Table 1.
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By way of comparison with the above Examples 1-3,
tests (a), (b) and (¢) were carried out using bread with
no inhibitor and with calcium propionate as inhibitor.
The results are shown in Table 2.

TABLE |
Proof Oven Oven Loaf
Ht. ht. Spring  vol
Treatment (cm) {cm) {(¢cm) {ml}

4

mouldy both on the outside and cut surfaces. Loaf vol-
ume measurements were carried out on four loaves per
treatment. In the initial experiments, organoleptic tests
were also carried out using a panel of 30 persons who

O Nl e ——————————eeet ettt e et

1. Na. acid prop. 6* oz/sack*? 1075 16.00 5.23 2870
2. Na. acid prop. 9* oz/sack** 9.5 15.75 6.25 2863
3. Na. acid prop. 12* oz/sack*” 9.4 14 80 540 2807

Average Approx. mould-
panel rating free shelf life
for odour {days a1 27" C.)
0.5 2.75
1.2 3.75
2.3 4.00

A AUl BT o e —e——————————eie e e

*weight of a 700 aguecus solution.
*sack contamed 280 ibs. of Tlour.

TABLE 2
Proof ©Oven Oven Loaf
Ht. ht. Spring  vol.
Treatment (cm) {cm) {cm) {ml}

M

(a) Untreated control 11.0 15.75 4.75 2909
(b) Solid Ca. prop. 9 oz/sack®** 10.0 15.60 5.60 2844
(c) Solid Ca. prop. 14 oz/sack** 9.7  13.30 5.75 2812

Average Approx. mould-
panel rating free shelf life
for odour (days at 270° )
0.1 2.25
0.6 3.50
3.1 4.75

L I . B e —————————————ent et it e

s*.ack contained 280 1bs. of flour.

At all levels the inhibitors caused under-proof in the
fixed proof time employed by the oven spring was in-
creased over that of the untreated control. Loaf volume
was reduced as the amount of inhibitor present in-
creased. The reduction in volume using 14 oz/sack of
calcium propionate was similar to that when 12 oz/ sack
of sodium dipropionate was used.

EXAMPLES 4-9
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were asked to rate the odour present in the various
breads on a scale from not evident=0 to extremely
evident=35. The results from the tests are summarised 1n
Table 3.

Again by way of comparison, Examples 4-9 were
repeated but adding solid calcium propionate to the dry
ingredients instead of the sodium dipropionate solution
being added to the dough making liquor. The results are
shown in Table 4.

TABLE 3

e

Average loaf

Treatment specific volume

Average panel
rating for odour days

Approx. mould-

free shelf iife
(days at 27°)

No. of loaves out of 22 mouldy after
3% 4 4% 53 61
days days days days

Treatment OO e e e e

4. Na. acid prop. 9** oz/sack 15
5. Na. acid prop. 14** oz/sack 15
6. Na. acid prop. 7** oz/sack 15
7. Na. acid prop. 12** oz/sack 1.5
8. Na. acid prop. 7** oz/sack 34
9. Na. acid prop. 12** oz/sack 3.5

1.3 00y O0) 2(1) 7{1) 14(1) 4.50
1.8 X0y O0) O(0) 2(0) %0) 5.25
1.0 00) 2(2) 9(6) 19(9) 2X{1%) 3.75
1.4 O oD 1T 19(1}) 22(14) 4.25
&2) 52} 16(3) 22(7) 22(18) 3.25
O O(2) &F) 19(10)  19(15) 4.00(1.50)

9. Na. acid prop. 127" oz/sack 02

*eWeight of 70% aqueous solution per sack weighing 280 lbs.

TABLE 4

e

No. of loaves out of 22 mouldy after _ Approx. mould-

Average loaf Average panel 3% 4 43 5% 63 free shelf life
Treatment specific volume rating for odour days days days days days {days at 277)
d. Ca. prop. 9 oz/sack (280 ]b) 3.4 1.2 o0 2(0) B(2) 16(3) 20(5) 3.75
e. Ca. prop. 14 oz/sack (280 1b) 3.5 1.5 o0) o0y 0) 5(0) 12(1) 5.00
f Ca. prop. 9 oz/sack (280 Ib) 3.5 1.0 wO) 35) W9 20(16) 21(19) 1.75
g. Ca. prop. 14 oz/sack (280 Ib) 15 1.7 MO X0y &4) 15(11)y 1B(15) 4.50
h. Ca. prop. 9 oz/sack (280 ib) 1.5 2(2) 42) 11K{6) 20(11}y  22(14) 1.50
i. Ca. prop. 14 oz/sack (280 1b) 1.6 X0 D) 60 12() 16(3) 4.25

i. Ca. prop. 14 oz/sack (2800)  __ -°% o

*Figures in brackets show cut surfaces mouldy.

Additional experiments were carried out in a com-
mercial bakery on three different occasions to compare
the mould-free shelf life of sliced and bagged standard
bread containing 70% sodium dipropionate solution. In
each experiment the sodium dipropionate solution was
part of the liquor used to make up the dough. Addi-
tional yeast was added to overcome any effects on loaf
volume. i.e. 8 oz/sack for 7-9 oz/sack levels of both
inhibitors and 12 oz/sack for 12-14 oz/sack levels of
both inhibitors.

In each experiment, 22 sliced and bagged loaves per
treatment were held in an incubator at 27° C. (80" F.)
and examined at intervals for the numbers of loaves

60

63

The specific volume of the breads did not vary
greatly in any of the tests, indicating that the additional
yeast in the recipes was successful in maintaining vol-
ume. It is also clear from the data shown in Tables 1 and
2 that the use of acid propionates results in an improved
oven spring in comparison with the full neutral saits.

The organoleptic panel was unable to detect any
significant difference in odour between calcium Dropio-
nate and 70% sodium dipropionate when used at similar
levels in bread. It would appear that these two materials
have a very similar odour threshold.
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The results from the storage tests suggest that at
similar concentrations the 70% sodium dipropionate
formulation is more effective than solid calcium propio-
nate in extending mould-free shelf life.

[ clatm:

1 A method of inhibiting the growth of micro-organ-
<rms in foodstuffs susceptible thereto comprising incor-
porating therein an aqueous solution of an acid salt of
propionic acid and at least one cation selected from the
group consisting of ammonium, sodium, potassium,
calcium and magnesium such that the ratio of the acid to
the cation in the salt is in the range of 2:1 to 4:1 on a
chemical equivalent basis in an amount of between 0.01
and 1.09% by the dry weight of the said foodstuff,
wherein said acid salt of propionic acid is prepared in water
and is used as prepared.

2 A method according to claim 1 comprising inhibit-
ing rope formation and mould growth in bread incorpo-
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rating in the bread an acid propionate salt 1n an armnount
of between 0.01 and 0.4% by the dry weight of the
flour.

3. A method according to claim 2 wherein the bread
is an enzyme leavened or chemically aerated bread.

4. A method according to claim 1 wherein the food-
stuff is selected from cakes, pastry mixes, biscuits,
flours. starches, sausages, meat pies and baby foods.

5. A method according to claim 1 wherein the acid
propionate salt is selected from sodium dipropionate,
ammonium dipropionate, potassium dipropionate, cal-
cium tetra propionate and magnesium letra propionate.

[6. A method according to claim 1 wherein the acid
propionate salt is added as an agueous solution.

7. A process according to claim 2 wherein the acid
propionate salt is added to the water used in the making

of dough from flour in the bread making process.
* : ¥ o »
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