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L&i n6i dau

TCVN 11056:2015 hoan toan twong dwong ISO 6844:1983.

TCVN 11056:2015 do Ban k§ thuat tiéu chudn quéc gia TCVN/TC91
Chét hoat ddng bé maét bién soan, Téng cuc Tiéu chudn Do lwdng Chét
Irgng d& nghi, B6 Khoa hoc va Céng nghé cong bé.
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Chét hoat dong bé mat - Xac dinh ham lwong sulfat khoang -
Phwong phap chuén dé

Surface active agents - Determination of mineral suifate content - Titrimetric method

1 Pham vi ap dung

Tiéu chudn nay quy dinh phrong phap chudn do @& xac dinh ham lugng sulfat khoang clia chit
hoat ddng bd mat.

2 Linh vype 4p dyng
Tiéu chudn ndy 4p dyng ddi v&i cdc chit hoat ddng b& mat anion, cé chlra natri, amoni va céc
alkanolamin sulfat.

Tiéu chudn ndy khdng 4p dung abi véi céc sdn phdm cé chira céc hop chét khac nhir phosphat
hodic lugng 16n clorua, do tao ra cac mudi chi it tan trong didu kién thir nghiém, tidu chuln nay
cling khdng &p dyng trong tredng hop san phim cé lrgng 1én mubi clia axit yéu (vi dy, xa phéng
ho3c monoeste ciia axit sulfosuccinic) do lam ng#n ¢an viéc didu chinh chinh xéac pH.

CHU THICH: CAn thiét thyrc hién phép xéac dinh tai pH bidu kién dugc xé4c dinh trong chi thich 1 & 8.2. Tai
gia trj pH bldu kién duwdi 4, phdn (eng khéng theo dung ty Iveng.

Tiéu chudn nay duge 4p dung khi dugc @& cap trong tiéu chudn thich hep cho tirng sdn phim.

3 Tailigu vién din

Céc tai lidu vién din sau day rat cAn thiét cho vigc 4p dung tidu chudn ndy. Déi véi céc tai lidu
vién dn ghi nim cdng bé thi 4p dyng ban dugc néu. D& véi cac 13i lidu vign din khdng ghi ndm
¢dng bé thi 4p dung phién ban méi nhit, bao gdm ca cac sira adi, bd sung (néu cb).

TCVN 5454 (ISO 607), Chét hoat ddng bé mat va chét tdy rira — Phuong phép chia méu.
TCVN 7148 (1SO 385), Dung cy thl nghiém béng thay tinh — Buret.
TCVN 7151 (ISO 648), Dung cy thf nghiém bing thily tinh — Pipet mt mirc.
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TCVN 7153 (ISO 1042), Dung cy thiy tinh phdng thf nghiém — Binh dinh mire mét vach.

ISO 835-2, Laboralory glassware — Gradualed pipettes,— Part 2: Pipettes for which no waiting time
specified (Dung cu thdy tinh phong thi nghiém - Pipet chia dg - Phén 2: Pipet khGng c6 thoi gian ché
quy djnh) .

4 Nguyén tic

Chuln 46 dung dich @&m axetonic clia phAn miu thir bing dung dich chudn a9 tiéu chudn chi (I1)
nitrat vé&i chét chi thj dithizon.

5 Thuéc thir

Trong quéa trinh phan tich, chi s dung thubc thir c6 cip dd phan tich da duwgc cdng nhan va chi
st dung nuwdc cit hodic nwére cb b tinh khiét twong dwong.

5.1 Axeton.

5.2 Axit nitric, dung dich ¢(HNOQs) = 1 mol/L.

5.3 Natri hydroxyt, dung dich 40 g/L.

5.4 Chi (i) nitrat, dung djch chuén 44 tiéu chuén, c[Pb(NO,),] = 0,01 mol/L.

Hoa tan 3,312 g £ 0,005 g chi (I} nitrat trong 200 mL nwéc. Chuyén sang binh dinh mtre mét vach
dung tich 1000 mL ¢6 ndt thiy tinh nham, pha lodng d&n vach mirc bdng nuwde va ldc k.

5.5 Amoni dicloroaxetat, dung dich dém, pH 1,5 dén 1,6, trong méi trung axeton, 70 % dén
85 % (theo thd tich), gi4 tr] pH bidu kién 4,1 £ 0,2.

Thém 67 mL axit dicloroaxetic vao khodng 250 mL nwéc va trung hda cdn than bdng dung dich
amoniac 18 % (theo khéi lwgng) (khoang 80 mL) dén pH 7 nhu duge chi bdo bang thiét bj do pH
hosc gidy chi thj chinh xac. B4 ngudi, cho thém 33 mL axit dicloroaxetic va pha lo&ng dén 600 mL.

5.6 1,5-diphyneyl thiocarbaxon (Dithizone) (CeHs-NH-NHCSN=NCgHjs), dung dich 0,5 g/L trong
axeton.

Bdo quan trong chai mau s3m va bd di sau mét tudn.

6 Thiét bj, dung cu

Thiét bj, dung cy thdng thudrng trong phdng thi nghiém va thiét bj, dung cy sau
6.1 Céc, dung tich 150 mL.
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6.2 Binh dinh mdir¢ mdt vach, dung tich 100 mL, phu hep véi céc yéu cAu clia TCVN 7153
(IS0 1042).

6.3 'Binh tam giac, dung tich 250 mL.

6.4 Pipet, dung tich 5 mL, 10 mL, 15 mL va 20 mL, ph0 hop véi yéu cdu clia TCVN 7151
(IS0 648).

8.5 Pipet chia 49, dung tich 1 mL ho#c 2 mL, phl hgp véi yéu cAu clia ISO 835-2.
6.6 Buret, dung tich 25 mL, phu hgp véi yéu cdu loai A clia TCVN 7148 (ISO 385).

6.7 Ong dong, dung tich 100 mL.

7 Léy miu

M3u phéng thl nghiém phai dwgc chuln bj va ey gitr theo TCVN 5454 (ISO 607).

8 Céach tidn hanh

8.1 Phin miu thir

Tiy thuéc vao ham legng natri sulfat dy kién, can ltrong miu phang thi nghiém trong cée (6.1)
theo chi d&n trong Bang 1, chinh x4c d4n 0,001 g.

Bang 1 — Khél Irgng phidn miu the

Ham lwgng natrl sulfat dy kién trong miu Khél lwgng phin miu thir
% (theo khdi lvgng) g
<05 10 dén 14
0,5dén 6 5
>6 <5
* Ddi v&i san phim c6 chira hon 6 % (theo khdi lvgng) natri sulfat, can phin miu thir c6 chira 0,1 g dén
0,3 g natri sulfat.

8.2 Phép xéc dinh

Hoa tan phin miu thir (8.1) trong khodng 50 mL nwéc bding cach dun 4m, ndu cin thidt, aén
khdng qua 50 °C. Chuyén dinh lwrgng sang binh dinh mikc mét vach (6.2), pha loéng dén vach
mirc bing nwdc va lic ky.
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Sir dyng mét trong nhirng pipet (6.4), 14y mdt phdn dung dich thich hep, tiy thugc vao ham lreng
natri sulfat di kién nhw dwgc dwa ra trong Bang 2.

Bang 2 - Thé tich cia phin dung djch |4y ra

Ham lwgng sulfat natri dy kién trong miu Thé tich phdn dung djch 1iy ra
% (theo khéi lugng) mL
>3 5,0
1aén3 10,0
05dén 1,5 15,0
<05 20,0

Chuydn phadn dung dich vao binh tam gidc (6.3) va pha dén 20 mL béng nudc. Thém 1 mL
dung dijch dithizon (5.6).

Néu dung dich | mau xanh 14 cdy, thém dung dich natri hydroxyt (5.3) vao cho dén khi xut hién
mau do.

Thém dung dich axit nitric (5.2), nhd tirng giot mét, cho dén khi xuét hién mau xanh la cay va
sau d6 thém 2,0 mL dung dich amoni dicloroaxetat (5.5) va 80 mL axeton (5.1). Ngay sau khi thém
axeton, chuin dé dung dich dém axetonic bing dung dich chi (I1) nitrat (5.4) cho dén khi dat dugc
mau dd gach bén trong 15 s.

CHU THICH 1: Gia trj pH bidu kién ban d4u 1a 4,1 £ 0,2 va gidm dang k& trong qué trinh thyc hién phép
x4dc dijnh.

CHU THICH 2: Tai di8m cubi ham lrgng axeton phai nim trong khodng 70 % va 85 % (theo thé tich).

9 Biéu thj két qua

9.1 Phwong phép tinh
Ham lwong sulfat khoang, tinh bing phan trim khéi igng natri sulfat, theo cdng thirc
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me 14 khéi wgng ctia phan m3u thir (xem 8.1), tinh bing gam;

Vo | thé tich clia phdn dung dich dwgc 4y cho phép xéc dinh (8.2), tinh béng milifit;

Vi | 14 thé tich cia dung djch chi (11} nitrat (5.4) dwec sl dyng cho phép xac dinh (8.2)
tinh bing mililit;

¢ 1a ndng @ thye té clia dung dich chi (il nitrat (5.4), tinh bang mol clia Pb(NOy), trén Iit;

0,142 12 khéi lwgng cta natri sulfat trong &ng véi 1,00 mL cha dung dich chi (1) nitrat
c[PB(NO3)2] = 1,000 mol/L, tinh blng gam.

9.2 D) chym

Phan tich so sanh, trén m3u clia hai amoni laury) ete sulfat c6 chira khodng 0,15 % va 1,15 %
(theo khéi lvgng) sulfat khoang duec thyc hién trong bay phdng thi nghiém, duwa ra két qua
théng ké dwgc dwa ra trong Bang 3.

Béng 3 - D§ chym

Ham lwong sulfat khoéng 0,16 % 1,10 %
Gi4 tr] trung binh (theo khdi lvgng) (theo khéi lrgng)
D léch chudn cha a9 13p lai, o, 0,02 0,04
D6 léch chudn clia db tai 1ap, or 0,04 0,16

10 Bao cao thir nghiém

B4o cao thir nghidm phai bao gdm céc thdng tin sau:

a) T4t ca cac thdng tin cin thiét d& nhan biét ddy ai miu;
b) Vién din tidu chuln nay;

¢) Két qua th&r nghiém va don vj tinh dwgc sl dung;

d) Chi tiét thao tac bAt ky khéng dugc quy dinh trong tiéu chudn nay hodc trong tiéu chudn
vién ddn TCVN 5454 (1SO 607), va bét ky thao tdc ndo dwec coi 1a tly chon cling nhw bt ky
s ¢ ndo dnh hudng dén céc két qua.
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