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L&i néi dau

TCVN 10423:2014 hoan toan twong dwong véi 1ISO 3705:1976.
ISO 3705:1976 da dwoc ra soat va phé duyét lai vao nam 2012, v&i
b cuc va ndi dung khodng thay déi.

TCVN 10423:2014 do Ban ky thuat tiéu chuan qubc gia TCVN/TC47
Héa hoc bién soan, Tdéng cuc Tiéu chudn Do lwong Chét lwong

dé nghi, Bd Khoa hoc va Céng nghé cong bé.
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TIEUCHUAN QUOC GIA TCVN 10423:2014

Lwu huynh str dung trong c6ng nghiép — Xac dinh ham lwong asen —
Phwong phap do quang bac dietyldithiocacbamat

Sulphur for industrial use — Determination of arsenic content —
Silver diethyldithiocarbamate photometric method

1 Pham vi ap dung
Tiéu chuan nay quy dinh phwong phap do quang bac dietyldithiocachamat d& xac dinh ham lwong
asen cua lwu huynh st dung trong cong nghiép.

Phwong phap nay co thé ap dung cho san phdm c6 ham lwong asen I&n hon hodc bang 0,5 mg/kg.

2 Tai liéu vién dan

Céc tai liéu vién dan sau day rat can thiét cho viéc ap dung tiéu chuan nay. Déi v&i cac tai liéu
vién dan ghi nam céng bé thi ap dung ban dwgc néu. Déi voi cac tai lieu vién dan khéng ghi nam

coéng bb thi ap dung phién badn mé&i nhat, bao gém ca cac stra dbi, bd sung (néu co).

TCVN 1694:2009 (ISO 8213:1986) San phdm hdéa hoc s dung trong céng nghiép —

Ky thuat ldy mau — San phdm héa hoc rén & dang hat ttr bot dén tang thé.

ISO 2590, General method for the determination of arsenic — Silver diethyldithiocarbamate
photometric method (Phwong phdp chung dé xac dinh asen — Phuong phdp do quang
bac dietyldithiocacbamat).

3 Nguyén tac

Hoa tan phan mau thir trong cacbon tetraclorua. Oxy héa bang brom va axit nitric.

Xac dinh ham lwong asen bang phwong phap quy dinh trong ISO 2590.

4 Thubc thor

Xem Diéu 4 cla I1SO 2590.

Tuy nhién, thay thé thubc thr 4.1 (axit clohydric) bang
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4.1 Axit sulfuric, dung dich khoang 15 N.

Ngoai ra, thém cac thubc thi sau:
4.9 Brom, dung dich chira ba phan cacbon tetraclorua va hai phan brom (theo thé tich).

4.10 Axit nitric, p khoang 1,40 g/mL, dung dich khodng 68 % (theo khéi lwong).

5 Thiét bi, dung cu

Xem Diéu 5 cta 1SO 2590.

6 LAy mau va chuan bj mau thr

L4y mAu theo TCVN 1694:2009 (ISO 8213:1986).

Chuan bi mau tht t&r mau phong thtr nghiém bang cach sdy khé dd lwong mau trong 2 h trong
t0 sdy duy tri & nhiét d6 khoang 80 °C. Sau khi lam ngudi trong binh hut &m, nghién cho dén khi

hat m3u lot qua sang cé kich thwéc 16 danh nghia 630 pm.

7 Cach tién hanh

CANH BAO: Pyridin doc va cé6 mui khé chiu, do vay phai x&r ly can than va tién hanh trong tu hat
théng gi6 tot.

7.1 Phan mau thr va chuan bj dung dich th

can khoang 5 g mau thtr (Piéu 6), chinh xac dén 0,1 g, cho vao trong céc cé dung tich phu hop
(vi du 400 mL).

Trong ta hat théng gié tét, thém 20 mL dung dich brom (4.9). D& yén khodng 45 min, sau d6 thém
trng giot, vira thém vira khudy nhe, 25 mL dung dich axit nitric (4.10). Trong thao tac nay, lam
lanh cbc trong hén hop da/nwédc dé ngdn nglra sw thoat ra nhanh cla khoi nitro. Néu lwu huynh
khéng bi oxy héa hoan toan, cé thé lap lai thao tac nay s dung vai mililit dung dich brom (4.9) va

vai mililit dung dich axit nitric (4.10).

Gia nhiét trong bdn cach thiy dang s6i dé loai bd brom dw, cacbon tetraclorua va axit nitric. Néu
dung dich khéng trong, d& ngudi, thém mdt chat dung dich axit nitric (4.10), va lam bay hoi cho
dén khi khéng con khoi nitro bay ra. Thém mét chut nwéc va lam bay hoi lan niva trong bdn cat
cho dén khi khéi axit sulfuric trdng bay ra. Lap lai thao tac nay va dun dén béc khéi trong khoang

10 min dé bé hoan toan cac vét cudi cung cltia hop chat nitro. D& nguéi.

Dung nwéc pha lodng dén khodng 80 mL va dé ngudi.
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7.1.1 Ham lwong asen nam trong khoang 0,5 mg/kg dén 10 mg/kg

Chuyén dinh lvgng dung dich thr (7.1) vao binh dinh mirc mdt vach dung tich 100 mL, pha lodng

dén vach murc va lac déu.

Chuyén 40,0 mL dung dich vao binh tam giac cua thiét bj thiy tinh dé xac dinh asen. Thém 2 mL
dung dich axit sulfuric (4.1).

7.1.2 Ham lwong asen nam trong khoang 10 mg/kg dén 100 mg/kg

Chuyén dinh lwgng dung dich th (7.1) vao binh dinh mirc mdt vach dung tich 500 mL, pha lodng

dén vach mwrc va lac déu.

Chuyén 20,0 mL dung dich vao binh tam giac ctia hé guwong dé xac dinh asen. Thém 10 mL

dung dich axit sulfuric (4.1) va mét lwgng nwéc vira da dé tbng thé tich khoang 40 mL.
7.2 Phép thir trang

Xem 6.2 cua ISO 2590.

7.3 Chuan bi dwong chuan

Xem 6.3 cla ISO 2590; theo ghi nhé trong diéu nay, dung 10 mL dung dich axit sulfuric (4.1) thay
thé 10 mL dung dich axit clohydric.

7.4 Phép xac dinh

Xem 6.4 ctia ISO 2590.

8 Biéu thi két qua

Dwa trén dudng chuan (7.3), xac dinh khbi lwong cua asen twong &ng véi gia tri cia phép do

guang trong qua trinh xac dinh.

Ham lwong asen, tinh bang miligam trén kilogam theo cong thirc sau:

AL
mO
trong do
m, la khdi lwgng cha phan mau thr (7.1), tinh bdng gam;
m;  1a khdi lwong clta asen dwoc tim thay khi xac dinh; tinh bang microgam;
D la ty 1& thé tich cta dung dich dwoc chuén bi theo 7.1.1 hodc 7.1.2 v&i thé tich phan

woc s6 duoc lay dé xac dinh.
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9 Bao cao thir nghiém

B&o cé&o thir nghiém phai bao gébm cac théng tin cu thé sau:

a)
b)
c)
d)

Vién dan tiéu chuan nay;
Biéu thj két qua va phwong phap s dung;
Bét ky dac diém bat thworng ndo trong qua trinh xac dinh;

Bét ky thao tac nao khéng bao gébm trong tiéu chuan nay hoac lwa chon tly y.
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Phu luc A

(Tham khao)

C4c tiéu chuan lién quan dén Iwu huynh str dung trong céng nghiép

TCVN 10420 (ISO 3425), Lwu huynh s dung trong céng nghiép — Xac dinh ham Ilwong tro &
850 °C dén 900 °C va cdn & 200 °C.

TCVN 10421 (1SO 3426), Lwu huynh st dung trong céng nghiép — Xéac dinh hao hut khéi luong &
80 °C.

TCVN 10422 (ISO 3704), Lwu huynh st dung trong cbéng nghiép — Xéac dinh dé axit —
Phuwong phéap chuén dé.

TCVN 10423 (ISO 3705), Lwu huynh st dung trong céng nghiép — Xac dinh ham lwong asen —
Phuwong phap do quang bac dietyldithiocacbamat.

ISO 2866, Sulphur for industrial use — Determination of total carbon content — Titrimetric method
(Lwu huynh st dung trong céng nghiép — Xac dinh téng ham lwong cacbon — Phuwong phéap

chuén do).

ISO 5793, Sulphur for industrial use — Determination of chloride content — Photometric method

(Xac dinh ham lwgng clorua — Phuwong phap do quang).




