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Section of 1ibJe 
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dJay .. , .,. 21st August, 1~S6' 

FERTILISERS AND FEEDING STUFFS 

The Fertilisers and Feeding Stuffs (Northern Ireland) 
, (Amendment) Regulation, 1956 

REGULA,TIONS, DATED THE 5TH DAY OF DECEMBER, 1956, MADE BY THE. 
MINISTRY OF AGRICULTURE UNDER THE FERTILISERS AND FEEDING 
STUFFS ACT, 1926. 

1956. No. 186 [C] 

The Ministry of Agriculture 'for Northern Ireland by virtue 
and in 'exercise of the powers vested in it by Sections 23 and 29 
of the Fertilisers and Fee~ing Stuffs Act, 1926(a), and of ~very 
other power enabling it in that behalf, and acting on the advice 
of the Advisory Committee appointed for Great Britain under 
Section 23 of the said Act, hereby makes the following 
Regulations: -

Citation and Commencement 
1.-(1) These Regulations may be cited as the FertiHsers and 

Fe~ding Stuffs (Northern Ireland) (A~endment) Regulations, 
1956. The J;Pertilisers and Feeding Stuffs (Northern Ireland) 

(a) 16 & 17 Geo. 5. 'c. 45. 
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Regulations, 1955(a), (hereinafter referred to as "the principal 
Regulations "), and these Regulations may be cited together as 
the Fertilisers· and Feeding Stuffs (Northern Ireland) Regulations, 
1955 and 1956. 

(2) These Regulation's shall ·come into operation on the 
first day of January, 1957 . 

. Amendment oj Regulations 14 and 15 oj the principal Regulations 
2.-(1) Regulation 14 of the principal Regulations shall be 

amended as follows:-
(a) The heading of paragraph (4), namely, (( Determination 

oj phosphoric acid ", shall be followed by the words 
" Phosphoric acid shall be determined by one or other 
of the following methods:-

(A) First method" 
(b) Immediately after paragraph (4) there shall be added 

the following sub-paragraph:-

"(B) Secon.d method 
(a) Soluble phosphoric acid 

The water soluble phosphoric acid shall be 
extracted by the method described in para
graph (4)(A)(a) and the phosphoric acid 
shall be determined in an aliquot part of the 
water solution by the method described in 
paragraph (4)(B)(e). 

(b) Insoluble phosphoric acid 
The insoluble phosphoric .acid shall be 

determined as a difference figure employing 
the procedure described in paragraph 
(4)(A)(b), the total phosphoric acid being 
determined by the method described in 
paragraph (4)(B)(j). 

(c) Total plwsphoric acid' 
(i) In the ab.sence oj organic matter 

(a) S.R. & O. 1955 No. 202. 

5 grams of the finely ground sample (if 
the phosphoric acid content does not 
exceed 15 per cent.) or 2·5 grams (if the 
pl1osphoric acid content exceeds 15 per 
·cent.) shall be placed in' a 300 millilitre 
beaker and shall be mixed with 10 milli
litres of water. The beaker shall be 
covered by a watch glass and 10 milli
Utres of concentrated hydrochloric acid 
shall be added slowly and this shall be 
'followed by 5 millilitres of concentrated 
nitric acid. The beaker and contents 
shall beJ;leated to inCipient ebullition 
on a hot. plate arid kept at this .tempera-

.. ture for 10 minutes. The contents of the 
beaker shan he diluted With 100 milli,.. 
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'litres of water and sh~tH peboiled for 
10 minutes. The· solution shall be 
cooled and transferred to a 500' miHi
litre volumetric' flask and thevohime 
adjusted to the marJL The contents Qf 
the flask shall be thoroughly shaken 
and shali be filtered into a dTybeaker 
through a dry paper., The first 20 mrl1l,.. 
litres of the filtrate ~1:rall be rejec:ted.· 

. The phosphoric a.cid shall. be dete:r;~ 
mined in an aliquot part by the method 
described in paragraph (4)(B)(f). 

(ii) .In the pl'esenceoj' .ol'ganicmattel' 
5 grams of the finely ground. sam:ple (if 

the phosphoric acid content <;ioes not' 
exceed 15 per cent.) or 2'5 g:r;a:i::n:s (ii the 
phosphoric acid content exceeds 15 per 
cent.). shall be placed in a platinum 
disl1, intimately mixed witl1 l' gram Of 
calcium oxfde,ahd thoroughly wetted 
with a Ii ttle wi:!. ter. The mixture shall be 
dried and then heated to a temperature 
not exceeding 500°C. until the bulk of 
the organic matter is destroyed. The 
residue -in the dish after COOling shall 
be transferred to a 300 millilitre beaker 
and shall be well mixed with 10 milli
litres of water. The beaker shall be 
covered by a watch glass and ~2 milli
litres.of concentrated hydrochloric acid 
shall be added slowly and this shall be 
followed by 5 milIilitres of concentrated 
nitric acid. The beaker and contents 
snaIl be heated to incipient ebullition 
on a hot plate and kept at this tempera
ture for 10 minutes. The contents of 
the beaker' shail be diluted with 
100 milliiitres of wat.er and shall be 
boiled for 10 minutes. The solution 
shall be' fiitered into a 500 millilitre 
flask, the insoluble matter Washed with 
hot water,'and the insoluble matter and 
filter paper then transferred to a dish 
and incinerated to· a car'bon-free ash. 
The ash shall be heated for 5 minutes 
with dilute hydrochloric acid (one part 
of concentrated acid to four parts of 
water), then trans'fetred to the filtrate 
~n the 50,0. millilitre flask, well mixed, 
cooled, ~hd the volume adjusted to the 
mar$;. The :contents of the flask shall 
b~ thorotigh:ly shaken and shall be 
filtered intoa dry beaker thr:ough a d,ry 
paper. The fir.lSt· ~O milliHtres of the 
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filtrate .shall Ibe rejected. The phos
phoric acid shall be determi11-ed in an 
aliquot part by the method described in 

. paragraph, (4)(B)(t). 

Cd) Citric acid soluble phosphoric acid 
The phosphoric acid solu1ble in ,citric acid 

shall be extracted as described in paragraph 
'(4)(A)(d) (except that the sample may not 
be moistened with alcohol or methylated 
spirits, but shall be dispersed by vigQrous 
s:tirring with about, 50 millilitres 'Of the 
citric acid solution for a few minutes before 
adding the remainder), and the phosphoric 
acid ,shall be determined in an aliquot part 
of the citric acid solution, as described 
below. . 

The determination shall be carried out 
on 50 millilitres or 25 millilitres (according 
to the amollntof phosphoric acid (P20 S ) 

present) as described in paragraph (4) (B) (1) 
beginning at the words "According to the 
,expected phosphoric acid (P 2'05) ", except 
tha t no solid citric acid shall be added 
before 50 millilitres of the citric molybdate 
solution are~ added. 

(e) Quinoline molybdate method tor ,determina
tion ot water. soluble phosphoric acid 

An aliquot part (chosen SQ as to contain 
less than' 70 milligrams 'Of phosphoric acid 
(P 205) and prefer.ably about 50 milligrams 
phosphoric acid (p 205» of the solution 
obtained as above described in paragraph 

, (4)(B)(a) shall be trans'ferred to a conical 
flask of about 500 millilitres capacity fitted 
with a stopper or a rubber bung and 'IJ;1;arked 
at 150 millilitres. The aliquot part shall be 
diluted to 150 millilitres, 'and 50 millilitres 
'Of the citric molJ71bdate reagent (1) (para
graph (4)(B)(g)) shall be added. The 
solultion shall' be heated to incipient 
ebullition and kept at this temperature for 
3 minutes, then heated to the boiling point. 
25millilitres' 'of' the quinoline reagent, 
(paragraph (4)(B}(h» shall be slowly Tun 
in from a burette, with constant swirling 
throughout, the first, few milHlitres being 
added q.ropwil'le, and the rest in a sl'OW 
stream keeping the .solution gently boiling 
throughQut. Tne flask shall then be 
allowed to stand i11- a bath of boiling water 
f'Or five ,minutes, after which it shall 'be 
cooled innmning. water to 15°C. The 
contents of the flask shall be filtered 
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(1)' 

through a pad of filter paper pulp, and the 
flask, precipitate and filter shall be washed 
with successive small volumes of 'cold water 
until they are free from add. The filter
pad and prec-ipitate shall then be trans
ferred to the original flask, using not more 
than 100 millilitres of water. A few p.r,ops 
of a dilute neutral solution -of a surface 
active agent (e.g. a 0·5 percent. ,solution of 
sodium dodecyl benzene sUlphonate) may 
be added if desired to facilitate the 
dispersal of the precipitate. The flask shall 
then be stoppered and shaken vigorously 
until the pulp and precipitate are 
thoroughly dispersed. The stopper shall 
be removed and washed with distilled 
water, the washings being returned to the 
flask, then an accurately measured volume 
of 0·5 normal sodium hydroxide solution 
(free from carbon dioxide) shall be added: 
the volume added beipg such that it con
tains an excess of sodium hydroxide beyond 
that necessary'to dissolve the precipitate. 
The stopper or bung shall be replaced, and 
the flask ,shaken until the precipitate is 
completely dissolved. The eXicess O'f sodium 
hydroxide shall be titrated with 0·5 normal 
hydrochloric acid solution, about 0·5 to 1 
millmtre of indi.cator solution (paragraph 
(4)(B)(i)) being added and the end point 
being taken as' the sharp change from 
green-blue to yellow. . 

The volume of 0·5 normal hydrochloric 
acid used shall be deducted ;from the volume 
of 0·5 normal sodium hydroxide, previously 
added, in order to ascertain the volume of 
0·5. normal sodium hydroxide equivalent to 
the phosphoric acid (P 205). 

1 miUilitre 0·5 normal sodium hydroxide 
solution is equivalent to 1·3'80 milligrams of 
phosphoric acid (P 205). A" blank" deter
mination shall be carried out on all the 
reagents, omitting only the sample, and 
using 0·1 normal solutions- or! acid and 
alkali for the titration. The" blank" shall 
be calculated in terms of 0·5 normal sodium 
hydrox-tde and the result first obtained 
corrected accordingly. 

Quinoline molybdate method tor the deter
mination of total phosphoric acid in all 
substances except basic slag 

50 'millilitres or 25 millilitres' (chosen to 
contain' lel?s than 70 milligrams of phos
phoric acid (P ~O,,) ~nd preferably about 
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. . 50 milligrams phosphoric acid (P 206» of the 
solution o'btained as above described in 
paragraph (4}(J3)(c) shall be transferred to 
a 'coni-cal flask . of about 500 millilitres 
capacity fitted with a stopper or a rubber 
bung and marked at 150 millilitres. The 
solution shall be dHuted to about 100 milli
Httes and if the sample does not contain 
calcium, 100 .. to 200 milligrams of pure 
<;!alclu:m.. 'carbonate shall be added, then 
sodium hydroxide solution until a ;faint 

. permanent precipitate O'r turbidity is 
formed. Dilute hydrochloric acid shall. be 
·added dropwi::;e until. the precipitate -just 
dissolves. The solution. shall then be 
diluted to 150.millilitres and the phosphoric 
acid determined as described above in 
paragraph (4)(B)(i3) beginning at· the 
words" 50 millilitres of-the citric moly·bdate 
reagent (1) (paragraph (4)(B)(g)) shall be 
added". . . 

(g) Preparation of citri.c molybdate reagent (1) 

54 grams of rp.olybdic, anhydride (MoOa) 
shall be stirred With 200 millilitres of water 
and 11 grams of so.dium hydroxide until the 
molybdic anhydride dissolves: the mixture 
shall be heated to assist solution. 60 grams 
of citric acid shall be dissolved in a furtper 
300 millilitres of water and 140 millilitres of 
pure hydrochloric'· acid (SpecifiC Gravity 

. l'l8} added to it. 'l'he 'mQlybdate solution 
shall then be poured- into the acid solution, 
whtch shall . be . stirted throughout the 
addition. The whole shall be cooled and if 
necessary· filtered through a' pad of filter 
Pa'per pulp .. The filtrate shall be diluted, to 

.. a 'Utre and the Slight green or blue colour 
discharged by the dropwise ·addition of a 
1 per cent. ·,solution of potasSium bromate. 
This reagent shall be stored in the dark. 

. (h) Preparation of quilWli11,e reagent' 
60 millilitr:es' 'of ,concentrated bydro-, 

chloric a,cid shall be diluted to 400 millilitres 
with water and warmed to between 70 and 
80°0: 50 millilltres'of quinoline (laboratory 
reagent quauty) Shall be poured into the 
diluted a¢'id in, a tp.iJ:l stream, with con.,. 
tinuOU8 stirring. After the quinoline has' 
dil3l3olved . the' solution shall be cooled, . 
diluted to one utre with water;, and filtered ~ 
~1;lr01:1gh,a:'l;iftdof tnter paper pulp .. The pulp' 
shall ·not be Washed. . 
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0) Preparation oj indicator 
0'10. gram of thymol blue shall be dis

solved in 2'2 millilitres of 0·1 notmal sodium 
hydroxide solution, 50. mi1lilitres of m~thy
lated .spirits shall 'be added and the whole 
diluted to 10.0. milliHtres with water and 
mixed .well. Three volumes of this solution 
shall then be mixed with one volume of 
0.·1 per cent. solution of phenolphthalein in 
60. per cent. ethyl alcohol. 

(j) Quinoline molybdate. meth.od. jor deter
mination oj total phosphoric aCid in basic 
slag , 

2·5 grams of the finely powdered sample ' 
'shall be transferred :to a ,300.' millilitre 

beaker, thoroughly mixed with 3D millilitres 
of water after Which a further 70. millHitres 
of water shall be added with continuous 
stirring. The mixture shall be warmed, and 
during stirring, 10 millilitres of concen
trated hydrochloric aCid shall be added 
'dropwise followed by 5 millilitres of concep.
trated nitric acid. The whole shall be 
gently boiled for 10. minutes, cooled, trans
ferred to a 250. millilitre volumetric fl.ask, 
diluted to the mark and well mixed. This 
solution shall be filtered through a dry 
paper into a dry beaker, the first 20. or 3D 
millilitres of filtrate being rejected. , 

According to the expected phosphoric 
acid (P205) content 50. milIilitres or 25 milli
litres shall be transferred to a conical flask 
o~ about 50.0. millilitres cap3icity fitted with 
a stopper or a rubber bung and marked at 
150. millilitres, The solution shall be 
diluted to about 10.0. milliHtres with water 
heated almost toboiUng and a 20. per cent. 
solution of sodium hydroxide added drop by 
drop until there is a .faint permanent 
precipitate. A few drops of hydTochloric 
acid shall be added to the now ,boiling 
solution to redissolve the precipi:tate. The 
solution shall be diluted to 150. millilItres, 
1 gram o:f c~tric acid aqded and then 
50. millilitres of the citric molybdate reagent 
(2) (paragraph (4)(B)(k)). The solution 
shall be gently boUed for 3 minutes and 
then 25 milHlitres of the quinoline reagent 
(paragrapli (4)(B)(h)) shall be' slowly 
added from a burette" the flask being 
swirled continuously during the addition. 
The solution .shall again be heated to 
boiling, and boiled gently for 2 minutes, 
a'fter whi,ch it shall be kept hot but not 
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boiling for a further 5 minutes, then cooled 
to 15°0. 

The ,contents of the flask shall be filtered 
through a pad of filter paper pulp, and -the 
flask, precipitate and filter shall be washed 
with 8uc'cessive small volumes ot cold water 
until .they are free from acid. The filter 
pad and precipitate shall be transferred to 
the original flask; not more than 100 milli
litres ot water being used 'in effecting the 
transfer. A few drops of a dilute neutral 
solution of a surface active agent (e.g. a 0,5 
per cent. solution of sodium dodecyl benzene 
sulphonate) may be ·added if desired to' 
facilitate. the dispersal of the precipitate. 
The flask shall be stoppered and well 
shaken until the pulp and precipitate are 
thoroughly dispersed. The stopper shall be 
removed and washed with distilled water, 
the washings being returned to the flask, 
then an accurately measured volume ot 0·5 
normal sodium hydroxide solution (free 
from carbon dioxide) shall. be added, the 
vblume added being such that it contains 
an excess of sodium hydroxide beyond that 
necessary to dissolve the precipitate. The 
flask shall be .shaken until the precipitate 

. is completely dissOlved, and the excess of 
sodium hydroxide titrated with 0·5 normal 
hydrochloric acid solution, about 0'5 to 1 
rhillilitre of indicator solution (paragraph 
(4)(B)Ci» being added and the end point 
being taken as 'the sharp change from 
green-blue to yellow. 

The volume of 0·5 normal hydrochloric 
acid usedsh~ll be deducted from the 
volume of 0'5 normal sodium hydroxide 
previously added, in order to ascertain the 
volume of 0'5 normal sodium hydroxide 
equivalent to the phosphoric acid (P 205)' 

1 millilitre 0·5 normal sodium hydroxide 
solution is' equivalent to 1,366 milligrams of 
phosphoric acid (P 205)' A" blank" deter
mination shall be ,carried out on all the 
reagents, omitting only the sample, and 
using 0·1 normal solutions of acid and 
alkali for the titration. The" blank" shall 
be ,calculated in' terms of 0·5 nOrmal 
sodium hydroxide"and the result first 
obtained. corrected accordingly .. 

(k) Preparation otcitric molybdate reagent (2) 
This reagent shall be prepared in -the 

:manner described in par:;tgraph (4) (B) (g) 
except that 120 grams of pure citric acid 
shall be used instead of 60 grams". 
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(2) Regulation 15 of ·the principal Regulations shall be 
amended as follows: - . 

(L.S.) 

,For paragraph (5) ·there shall be substituted the 
following paragraph: 

." (5) Determinatiorz, of phosphoric acid 
Either 
(i) A weighed portion of the sample shall 

be heated with concentrated sulphuric 
acid until all organic matter is 
·destroyed and the phosphoric acid is 
completely in solution. After dilution, 
the solution shall be' filtered, the 
insoluble matter thoroughly washed 
and the filtrate made up to a definite 
bulle The phosphoric acid shall be 
determined by, tl).e method described in 
Methods of Analysis of, Fertilisers, 
paragraph (4)(A)(e), in an aliquot part 
of the- solution, which shall first be 
nearly neutralised and then acidified 
with nitric acid. 

Or, alternatively, 
(ii) A weighed portion at the sample shall 

be treated as described in Methods of 
Analysis of Fertilisers, paragraph 
(4)(B) (c)(ii), and the phosphori,c add 
in an aliquot part of .the solutiori 
obtained thereby shall be determined 
by the method described in paragraph 
(4)(B) (1) !'. 

Sealed with the Official Seal of the Ministry of Agriculture 
for Northern Ireland this fifth day o'f December, 
nineteen hundred and fifty-six, in the presence of 

J. C. Baird, 
Assistant Secretary. 

FiRE SERVICES 

Conditions of Service 

REGULATIONS DATED 29TH OCTQBER, '1956" MADE BY THE MINISTRY OF 
HOME AFFAIRS, ·UNDER 'SECTION NINE OF THE FIRE SERVICES 
(AMENDMENT) ACT (NORTHERN IRELAND), 1950. 

1956. No. 165 [C] 

. The Ministry '9f Home Affairs, by virtue and in exercise of the 
powers ,conferred upon it 'by Section, Nine of the Fire Services 
(Amendment) Act (Northern Ireland), 1950, and Qf all other 


	009041
	009042
	009043
	009044
	009045
	009046
	009047
	009048
	009050



