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TCVN 11058:2015

L&i n6i dau

TCVN 11058:2015 hoan toan twong dwong véi ISO 8214:1985.

TCVN 11058:2015 do Ban k¢ thuat tiéu chudn quéc gia TCVN/TC91
Chét hoat ddéng bé mét bién soan, Téng cuc Tiéu chuan Do lwérng Chét
Iong d& nghi, B6 Khoa hoc va Céng nghé cong bé.
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Chat hoat dong bé mit - Bot giit - Xac dinh cac sulfat vé co bang
phwong phap khéi lwong

Surface active agents - Washing powder - Determination of inorganic sulfates -
Gravimetric method

1 Pham vi ap dung

Tiéu chudn nay quy dinh phuong phép khéi lvgng dé xac dinh ham lwgng sulfat vo co cla tat ca
céc loai bot giat thwong phdm, khéng bj dnh hudng béi cac hep chit khac.

2 Tailiu vién din

Cac tai liéu vién din sau day rit cAn thidt cho vidc 4p dung tidu chuédn nay. Péi véi céc tai ligu
vién d&n ghi n3m cdng béb thi 4p dyng ban dwgc néu. Déi véi céc tai lidu vién din khéng ghi nam
céng b thi &p dung phién ban m&i nhit, bao gbm ca cac sra ddi, bd sung (néu co).

TCVN 5454 (ISO 607), Chét hoat ddng bé mit va chét tdy rira — Phuwong phép chia méu,

3 Nguyén tic

Loai bo tAt c3 cac chét tan trong etanol khéi phdn miu thir bing cach chiét véi etanol.

Trong trwdrng hop ¢6 silicat, loc sau khi khir nwéc, sau d6 két tha sulfat c6 trong phin loc véi bari
clorua. Loc phin két tda, rira, nung tai nhiét o 800 °C va can.

CHU THICH: C#n thu dugc sau khi loc silicat ¢6 thé dugc sir dung @& xac dinh ham lugng silica tdng theo
TCVN 11059 {ISO 8215).

4 Thubc thi

Trong qua trinh phan tich, chl st dung thuéc thir cé cip d¢ phan tich 83 dwoc cdng nhdn va chi
st dung nuéc cht hodc nudc ¢b dd tinh khiét twong dwong.

4.1 Etanol, khan ho3c bién tinh.

4.2 Axit clohydric, khdi lwgng riéng {@) tir 1,16 g/mL dén 1,19 g/mL.
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4.3 Amoniac, dung dich dam dic.

4.4 Bari clorua dihydrat (BaCl,.2H,0), dung djch 100 g/L.
4.5 Bac nitrat, dung dich 5 g/L.
4,8 Metyl da cam, dung dich 1 g/L.

4.7 P4 bot, c¥ hat tir 2 @én 4 mm hodc twong dwrong d8 hd tro soi.

5 Thiét bj, dung cy

Thiét bj, dung cy thdng thwedng trong phdng thi nghiém va thiét bj, dung cy sau:
5.1 Binh djnh m&c mdt vach, dung tich 1000 mL, phi hgp v&i cac yéu clu cta I1ISO 1042.
5.2 B® chiét Soxhlet, v&i binh dung tich 500 mL va éng chiét dung tich 200 mL (xem Hinh 1).
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Ong chiét

Hinh 1 - B chiét Soxhlet
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6.3 BO chiét vong thiy tinh, c6 ¢ 18 P 1,6 (1,6 pm), dudng kinh khodng 36 mm, chidu dai
khodng 95 mm; khi phép xac dinh silicat khéng yéu clu thye hién, c6 thd st dyng vong chiét
twong duong bing gidy.

5.4 Tu sdy, c6 khd ning dwgc kim soat nhiét 46 tai 105 °C t 2 °C.
5.5 Chén loc, béng si, c& 18 P 4 (1,6 pm aén 4 pm).
5.6 Chén bach kim.

5.7 L& nung, cé kha nang duy trl nhigt a9 900 °C,

6 Léy miu

MZ&u bat gidt phdng thi nghiém phai dugc chudn bj va lvu gilr theo TCVN 5454 (1SO 607).

7 Céach tién hanh

7.1 Phin miu thér

Can, chinh xac dén 0,001 g, khodng 10 g mAu phéng thi nghi¢m trong céc dung tich 600 mL ho#c
trong bd chiét véng thay tinh (5.3).

7.2 Logi bd chét hiru cor
C thé slr dyng mét trong hai quy trinh sau:
7.2 Chiét Soxhlet

Cho 300 mL etanol (4.1) vao binh d4y trén dung tich 500 mL cla bd chiét Soxhlet (5.2) va mdt vai
vién da bot (4.7).

Dat vong (5.3) ¢6 phan miu thr (7.1) vao trong dng chiét clia bd chiét Soxhlet va I4p thiét bj
(binh, éng chiét, éng sinh han).

Bét ddu chiét va tidp tuc vai tbe a8 chiét nhanh vira trong 2 h 30 min sau khi dn qua éng xiphong
dlu tién.

Dé ngudi va ad etanol con lai trong binh chiét vao binh va loal bd phin tan trong etanol.
7.2.2 Chiét bing xi¥ Iy trong céc
Cho khodng 250 mL etanol (4.1) vao ph&n miu thi (7.1).

Day béing kinh dbng hd, gia nhiét va khudy biing mdy khudy co hoc hofic may khuly tir cho dén khi
etanol sdi.

Tiép tyc dun sdi va khudy trong 5 min.
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D& cbc ngudi va chit khdng tan l4ng xudng. Loc pha etanolic qua gidy loc cép trung binh. Lp lai
qué trinh chiét nay hai 1An ntra véi phin etanol méi (4.1) s& dung gidy loc trén.

Cho khodng 75 mL etanol néng (50 °C dén 60 °C) vao cbc cé chira chit khéng tan va ding
4Ga thuy tinh dAm vé& tht ca c4c manh cirng nao con lai. D& chit khdng tan 1&ng xuéng va loc qua
giay lgc trén.

L&p lai thao tac nay hai 13n nira.

Choc thiing day gidy loc va rira bang khoang 50 mL nwéc néng dé chuyén toan bd ciin vao cée co
chira chét khéng tan.

7.3 Loai bo silicat

Sau khi chiét (7.2.1), ldy vang ra khdi bé chiét Soxhlet (5.2) va st dung nwéc néng (50 mL dén
75 mL), chuyén dinh lugng h8n hop ndy vao cée dung tich 400 mL; hodc si dung cdc dung tich
600 mL va chit khéng tan trong etanol thu dwgc nhw quy dinh trong 7.2.2,

Cho 10 mL axit clohydric (4.2) vao cbc. Khudy béng dGa thay tinh.
Dé bay hoi dén khd trén ndi cach thiy.

Cho 35 mL dén 40 mL nwéce. Gia nhidt trong 10 min, thinh thodng khudy. Néu khdng c6 silica va
chét khéng tan, tién hanh theo quy dinh trong 7.4; néu khéng, thye hign nhw sau.

Cho 10 mL axit clohydric {4.2) vao, khudy va dé& bay hoi dén khd nhv truéc. Hoa tan cén, cho
10 mL axit clohydric (4.2), khudy va @& bay hoi dén khé I4n thiz ba. Dt cée va cén vao t0 sdy
(5.4), duy tri tai nhiét a8 105 °C £ 2 °C, trong 1 h. Cho 50 mL nwére néng va 10 mL axit clohydric
(4.2). Gia nhiét trong 10 min trén bdn céach thiy, thinh thodng khudy.

Loc qua chén loc bing st 43 trir bl (5.5) dwéi lye hit hodic qua gidy loc crng loc nhanh.
Rira cin bén 1An bing nwéc ndng, mdi 1an 30 mL.

CHU THICH: Can khéng tan cé thé dugc s dyng d& x4c dinh ham lwong silica tdng theo TCVN 11059
(1SO 8215); trong truéng hop nay, thay @i binh nhan phan dich loc tai didm nay va tiép tyc @8 va rra cin
theo quy dinh trong TCVN 11059 (1SO 8215).

7.4 Phép xéc dinh

Chuy&n dinh Iwong phan dich loc va bén I4n rira dAu tién (ti 7.3) vao binh chudn d& mét vach
dung tich 1000 mL; hosic chuyén dung dich néu khang cé silica va chét khéng tan.

Pha loing dén vach mirc va l4c ddu.

St dyng pipet, chuy&n phan thé tich clia dung dijch vao cbc, 1y 200 mL dbi véi ham lrgng sulfat
nhé hon 6 % (theo khéi Ivong) (Gwgc tinh theo Na,SO,) va dbi véi ham lwgng cao hon lay
thé tich twong (rng véi khéi Ivong bari sulfat trong khodng tir 0,15 g dén 0,30 g.
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Pha lodng dén 200 mL néu cin thiét. Cho bén giot dung dich metyl da cam (4.6) va trung hoda
béng dung dich amoniac (4.3).

Cho axit clohydric (4.2) dén khi vira chuy&n sang axit va sau dé cho dw 5,0 mL.

Gia nhiét cho dén khi séi va cho tir t 5 mL dung dich bari clorua (4.4) trong khi dang sdi. Day
béng kinh d8ng hd va cho sbi nhe trong 5 min.

Dat trén ndi cach thiy trong it nhét 1 h tai 70 °C ¢én 80 °C.
Thir két tlia hoan toan chwa, bing céch cho thém mdt vai giot dung dich bari clorua (4.4).

Loc chan khong qua chén loc st a5 trir bi (5.5) ho3c qua gidy loc khdng tro cip trung binh hodic
gidy loc min. Trudc khi can bl, gia nhiét chén s trong 16 nung (5.7), dwgc didu khién tai 900 °C,
va d& ngudi trong binh hat m.

R(ra phan két tua trén bd loc bang nwéc néng va tiép tyc ripa cho dén khi khéng con clorua, thir
b&ng mét vai giot dung dich bac nitrat (4.5).

Trong trwdng hop gidy loc, &t vao chén bach kim (5.6), 43 dwoc can bi trwéc d6 sau khi gia nhiét
trong 16 nung (5.7), dwec duy tri tai 900 °C, va dé ngudi trong binh hut 4m.

Gia nhiét tir tir chén va chit cé bén trong dén 900 °C, sau d6 d& trong 1d nung (5.7), dugc
kiém soat tai 800 °C, trong 30 min. D& ngudi trong binh hit 3m va c&n chinh xac dén 0,001 g.

8 Bidu thj két qua

8.1 Phwong phap tinh
Ham lwgng sulfat vd co, tinh bing phan trim khéi lgng clia natri sulfat (NaSO,), theo céng thire

m x1000x0,6086x 100= 60860m,
myxV mV

trong 46
mo 14 khéi lwgng clia phan miu thir (7.1), tinh bdng gam;
my 1A khéi lwgng cla két tﬁa bari sulfat, tinh b&ng gam;
v 14 thé tich ctia phan dung dich dwgc 14y, tinh bang mililit;
0,60861a hé sé chuyén abi adi véi BaSO, sang Na,SO..

8.2 B$ chym

Phan tich so sanh trén ba mau thir iz 6 % dén 15 % Na,SO,, dugc thyc hién tai mwdi mét phong
thi nghiém, d4 duwa ra két qua théng ké duwgc bidu thj trong Bang 1.
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Bing 1 - Két qua théng k& tir thir nghiém lién phdng

Ham lugng sulfat (Na,SO4), x 6 % dén 15 % (theo khéi lwvgng)
B3 ldp lai o’osJ;
DO t4i lap 0,20V

9§ Bdéo cao thir nghiém

Béo céo thir nghiém phai bao gdm c4c théng tin sau:

a)  Thtca céc thong tin cin thiét && nhan biét diy Al miu;

b)  Vién din phwong phap dwgc sir dung (vién din tidu chuin nay);
c)  Két qua thir nghiém va don vi tinh dwgc st dung;

d)  Didu kién thir nghiém;

e)  Chi tiét thao tac bit ky khéng dwge quy dinh trong tiéu chudn ndy hodc trong tiéu chudn
vién dan, va bAt ky thao tac nao dwgc coi I3 tiy chon cling nhw bét ky sy ¢é nao dnh hudng
dén céc két qua.
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