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In the event of any doubt arising,

the original Standard in Japanese is to be final authority.
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Mathoda far- Determination of . . M 8217 1983
- Sulfur in Iron Ores - | - o

1. Saapa .

This J apanaae Induatmal Standard apamﬁea tha mathada far datarmmatmn
of" aulfur in‘iron ores., - - . .

Ganeral Mattara

. Ganaral mattara common. to the method for datermmatmn af 11:*01‘1 area shall
be in acaardanae w1th JIS M 8202 o . |

3_. Olaa ElfICEI.‘tlﬂ'ﬂ. af Mathada

- o . Tha mathad for datarmlnatmn af aulfur 111 1ran araa ahall be 111 accardanca |
. | Wl.th mthar uf the fﬂ]lﬂWlng‘ methﬂda S .

(1) Barium Sulfate. Gfammatmg Mathad - Thla mathad shall ba apphed ta
the aampla nf 0,01 % min, in aulfur aantant |

(2) .Tharmal daaampaaﬂmn Pataaamm Iadata T1tr1matrlc Mathad o
- ~This method ahall be apphad to the aampla af 0.002 % min, in sulfur.
3 aantent - . _ | o . .

4. Bamum Sulfate Gra’mmatric Mathud |

4.1 Summar Decompaae a. aample wfch potaaalum chlorate and the ramed
-acid of hydfaa%lama acid and nitric acid and evaporate it to dryness.

- Dissolve the salts with hydrochlorie acid and filter the insoluble residue.

"~ Remove most of iron from the filtrate by extraction with MIBX and reserve
the remainder solution as a main solution. After processing the insoluble

 residue by hydrofluoric acid treatment, fuse it with sodium cerbonate.
Thereafter, combine it with the main aulutmn. After reducing the slightly

 coexisting iron (III) to iron (II) with zine, precipitate it as barium sulfate

| W1th bamum chloride, filtar it ta be d‘rmd dry it and maaaure 1ta maaa. '

4, 2 éEphaabla Field This mathad can not apply to the walghad aut
- aample whlah contains nut laaa than 25 ng barlum or titanium.,

1.3 Reag'anta Tha raagenta ahall ba aa fﬂllﬂWS
(1) Hydrochlamc acld - | |
T . .(2).__ Hydrochloric acid (1u+s 1+1 z+1uo>

(3) Nltrlc acld

| Apphcable Standarda

| JIS K 8005 Standard Subatancaa for Valumatrm Analyala |
. o _JIS M 8202- Ge_aer_al Rule:a-far_. Q_h_emwal Analysis D.f Iron Oraa
~ JI8 R 1306-Porcelain Combustion Boats for Chemical Analysis
JIS R 1307-Porcelain Combustion Tubes for Chemical Analysis
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(4) Hydrofluoric acid

(5) Mixed acid (4 parts of hydrochloric acid and 1 part of nitric acid)

(6) Sodium carbonate (anhydrous)

(7) Potassium chlorate (powdery)

(8) Zinc It is the zinc of 100 to 300 pm in particle size, having as
high purity as possible, which contains no sulfur, or otherwise
the sulfur content of which is as little as possible and known.

(9) Iron It is the iron of as high purity as possible which contains no
sulfur, or otherwise the sulfur content of which is as little as
possible and known,

(10) BSodium nitrate solution (saturated, about 46 w/v %)

(11) Sodium carbonate solution (2 W/v %) It is reserved in a plastics
reagent bottle.

(12) Barium chloride solution 100 g barium chloride (2 hydrate)
(BaCl,-2H,0) is dissolved with 1000 ml water and boiled.
Thereafier, it is successively heated on a water bath for 2 h.
After standing at ordinary temperature for one night, it is
regserved in a plastics reagent bottle and filtered with a filter
paper (Class 5 C) at each service. |

(13) Barium chloride hydrochloric acid sﬁlutinn 10 ml barium chloride
solution { 4.3 (12)} is dissolved with hydrochloric acid (2-+100) to
1000 ml.

(14) 4-methyl-2-pentanone (MIBK) 200 ml MIBK and 100 m1 hydrochloric
acid (1+1) are taken into a separatory funnel of 500 ml, vigorously
mixed by shaking for about 1 min and let it stand still.

After separation into two layers, the MIBK phase is taken out to be
used,

(15) Silver nitrate solution (saturated, about 68 w/v %) It is prepared
at each service and reserved in a brown bottle.

(16) Ammonium thiocyanate solution(10 w/v %)

(17) Methyl Orange solution (0.1 w/v %)

4.4 Weighing Out Amount of Sample and Use Amount of Mixed Acid

The weighing out amount of sample and the use amount of mixed acid shall
be, as a rule, as given in Table 1.

Documents )



http://www.avadocuments.com/doc/jis-m-8217-1983
http://www.avadocuments.com/doc/jis-m-8217-1983

'..‘

"JIS Nx8217 &3 WM 4933608 00bbk3Z b WM

M 8217-’1983-

| _Tabl'e 1.

Weig"hin'g out amount | Use amount of mixed

N - t ar
Sulfurcqntent_u 1| of sample & | acid ‘ml

- 0.01_ and over -tn-.

'Uianduvertn" R

0.5 and uver."

| _Nute (1) The sample shall be so we1g'hed c:ut as tﬂ be 1{] mg max
- .in sulfur amﬂunt - . |

4 5 - Operatmn The determmatmg uperatmn shall be carmed ﬂut in.

aecordance with the fnllow:mg prﬂcedures

4, 5 1 Preparatmn of Sample Sﬂlutlon- Transfer the wmghed ﬂut sample

info a beaker (500 ml), cover it with a watch glass, add 1 g potassium

chlorate and 3 to 4 ml water, sufficiently mix them by shaking to a muddy
astate, add mixed acid in aceordance with Table 1 and decompose it by = .
gradually heating it. After decomposition, dry up it on a hot plate at abnut -
150°C (%), cool it. Further, add 10 ml hydrochloric acid. Dry up it agam |

on the hot plate at about 150°C. Add 10 m! hydrochloric acid once agam. '
After evaporating it to dryness, heat it at about 110°C for 30 min. |

After completely removing nitric acid, let it stand to cool. - Add 30 m]
hydrochloric acid (1+1), dissolve the soluble salts by quietly heating it

add about 25 ml water and boil.it for about 25 min. After cooling,

filter the insoluble residue by using a filter paper (Class 5 C) and wash
the filter paper and the residue with warm hydrochloric acid (2+100).

- until the reaction of iron (III) ion disappears(?®). Collect the filtrate and |

washmgs mto a beaker (500 ml) Reserve the ingoluble res1due.

Nﬂtes- (2) _When the dEﬂDmpﬂﬂl‘tlﬂl‘l of sample for 1 to 2 h 13 not -
| _ enough, after evaporating it until a film is. generated,
further add mixed acid and evaporate it. After repeatmg

this operation 2 to 3 {imes, evaporate it to drynass and
| fﬂllﬂw the next ﬂperatmn. :

NON Take one tu two drops of the washings, drup ammonium '_
| thmcyanate golution onto it and detect iron (III) mn
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