TIEU CHUAN VIRT NAM Nhém A

QUANG SAT

Phvorg phep xic dinh haw lueng TCYN
Titan dioxit 1669—86
Pyl Aenesnuc Iron ores
MeTod onpelerenid \Method fer determina-
coAepmanns tion of titanium dioxide

Cod hiéu lre

ABYOKHCH THTHHE content .
‘ tr 1.7-1987

Tiéu chuiin nay thay thé cho TCVYN 1669—75.

Tiéu chulin niay 4p dung cho «uiing sit7cé ham’ lwong titan
dioxit tor 0,01 dén 5.

1. NGUYEN TAC CUA PHUONG PHAP
"So mau hgp chit phitc bén mau vang gflfm titan (IV) véi
diantipyrinmelan (rong méi truong axit clohydric 1—4N. ‘

Anh hirdng cda sit (I11) va vanadi (V) dwoe loai trit bing
cach khir chung bing axit atcobie.

2. QUY BINH CHUNG
2.1, Miu d2 xae dinh ham lwong titan dioxit duge chuin bi
theo TCVYN 1664 — 86, | - .
2.2. Nuoe ¢t dung trong tiéu clivin nay phai la nu6e edl phu
hop vai TCVN 2117 -77. '
9.5. Cae thude thd ding lrong tiéu chuan ndy phai 14 loni
« TKHH » hoiic « TRKPT »

3. THIET BIL VA THUOC THU
Can phan tich ¢6 dd chinh xdc dén 0,0002 ¢;

.o nung dam bhio nhiét do nung nong 16 da kl:éng (hip
hon 1000°C;
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TCYN 1669 — 86 Trang 2/5

May so mau quang dién;

Kali pirosunfat;

Natriccacbonat khan :

Natri tetraborat ngam mudi phin t& nude duoc lAm khan
theo phirong phap sau: dun néng dan dan tinh thé natri tetra-
borat ngam muoi phan Ur nuwée dén nhigt Ao 350 — 100°C-va sau
dé nung & nhiét @0 nay trong thoi gian 1,5 gior;

Sat (111) oxit;.

H8n hop nung chay: tron ddu natri lelraborat va cacbonat
khan theo ty 1¢ kh6i lugng 1: 4. Sau do6 trdén 15 phan khéi lugng
nay véi mét phin - khéi luong siat (111) oxit. Hdn hop dwoe bao
quan trong binh kin;

Axit ateobic, dung dich 100g/1, str dung dung dich nudc pha;

Axit nitric (d = 1,40);

Axit sunfuric {d = 1.81), dung dich 1:4 va 1:9;

Axit clohydric (d = 1,19), dung dich 1IN, 1:1 va 1:4;

- Diantipyrinmetan, dung dich 50 g/1 duoge chuin bi nhur sau:
hoa tan 5g diantipyrinmetan trong 70 ml dung d 'ch axit clohydrie
IN, néu dung dich duc thi loc. Chuyén dung d'ch vao binh dinh
‘mirc dung tich 100 ml ya dinh mic ciing bing dung dich axit nay ;

Dung dich chudn titan:

Dung dich A: can 0,1000g titan dioxit di duge nung & 900°C
trong thoi gian 40 phat vao chén platin v& nung chay voi 3 — 4 g
kalipirosunfat & nhi¢t doé 650 = 700°C dén khikhoinung chay trong
sudt. D& nguodi chén va chuyén chén vao c6e dung tich 200 ml,
thém 50 ml dung dich axit sunfuric 1:9 va dun néng nhe dé&n
hda tan hé&t khoi nung chay. Liy chén ra, dé chén trén thanh cde,
rira chén bang nude va hirng nude rra vao coe. Chuyeén toan bé
dung-dich vdo binh dinh muc dung tich 250 ml, dinh mite bing
dung dich axit sunfuric 1:9 va lic déu. Iml dung dich A chira
0,4 mg titan didxit. .

‘Dung-dich B:14y 25 ml dung dich A vao bink dinh mtrc dung
tich 1 lit, dinh mre bdng dunyg dich axit sunfuric 1:9 va lic déu.
1 ml dung dich B chtra 0,01 mg titan dioxit.
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Trang 3/5 TCYN 1669 - 836

4. CACH TIEN HANIL

Cin mot khoi lwegng quang phu thufe vao ham lugng
titap dioxit-nhu c¢hi ra & bang 1 vio chén plating thém hén hop
nung chayv va nang & 1000°C trong thai gian khodng 20 phut dén
khi khéi nung chay lrong suét.

Bang 1

| ;
I e _ Khoi livong | Phian thé tich |
1 Ham ll.u-r,_rr.m“[_l,l:xr: Antcun‘ Irgog BGn Ligp nung | dung dich ‘phan §
i dioxit A mau, g chiy; @ tich, il |
e e e o |
| i 0,00 dén 0,05 0,5 5 50 |
| Tren 0,05 dén 0,25 0,2 3 20 i
| Trén 0,25 den 0,5 S R 3 : 10 !
| Trén 0,5 dén 3 0,0 ] 3 5
| Trén 3 dén 5 (1,1 3, 5 !

D8 ngudi chén va chuyén chén vio cd¢ dung tich 300ml,
thém 100 midung dizh axit clohvdrie | : {. Lay chénra virrachén
bing mirée. Diy c¢de bing mit kinh dong hd va dun oi dung dieh
trong thoi gian 2—3 phit. Khi him [vgng mangan trong mau lén
hon 0,19, d& tranh hong chén platin, ngim chén va khidi nung
chay 'rong 50 — 80 ml nwde, 1y kbdi nung chiiv ra khdi chén.
rira chén bitng wirde, thém vio dang dich 20ml axit elonydric
(A = 1L19) va dun s6ir dung.dich trong thoi gian2—3 phut, Dé
ngudi dung dich va' chuyén vao binh dinh mre dung tich200ml’
diny intre bins nude va 'lac déu.

4.2. Ciing e6 (hé phd mau bing axit theo phuong phap sau:

CAn m:—Tm 10 coe dang tich 300 ml, thi#m 30 ml axit clohydric

= 1,19), day kinh ddng ho vh dun nhe dén phian hiv-miu. Thém
;ml axit nit rie (d = 1,10), 10ml dwng dich.axit sunfuric 1:4, dun
nong Lr L Wén boe khai trang va dun thém 10 phdat nita. B8
ngudi, them 20 m! dung dich axit ('.Iuhyduc 1:1, 30 ml nuwde va
dun s0i dén tan cic mudi két timh, Loec phia k&t tia khéng tan
bang ¢idy 1o thuong. Ria cde 2—3 lin mrm nroc ndng va sau
d6 ria gidy loeva k&t tha 8 =-10 lan. Nwde loe duoe gits lai (dung
dich C). |
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TCYN 1669 86 Trang 4/6

Gidy loc va két tin dwge huivén vao chén platin, dot chay
gidy loc, nung d&n 600 = 7000, va 48 ngudi. Cho vao chén 1 = 2
giot nude, 3 + | giot axil 8 mluric (4 = 1.8, 5 — 10 ml axit {lokya
dric va cd dén kho. Thém iih()ﬁng 0.3°= 1.0p kali pirosunfal va
nung O 700--27000C trong thoi sian H phit. D¢ ngudi. cho chén
vao coc dung tich 250 inl, ngam khdi nung chav bang 20 m! nude
néng, ria ‘chén bing nude va gop dung dich nay vio dung dich Gy
éhnw‘a dung dich thu duoc vao binh \Im homire dung tich 200 mi,
d]nh mire bing nude va lae deén.

., Tay thuoe vio ham leerng titan dioxit wa lay dung dich
theo l)ang | vao binh dinh muire dung tich 100 ml, thém 10 ml dung
dich axit atcobi va lic déu. Sau 5 phat thém [5ml dung dich axit
clohydric 1:1 va 10 ml duang dich (lnnhpummemu Pinh mirc
bing nude va lac déu. Sau 20 phat do mit d¢ quang cia dung

n

dich & @9 dai song 380 + 400nm, su dung mlffn cat lam dung

dich so sanh.

Néu trong qudng chira cic nguyen (6 lam cho dung dich méu
¢6 mau (nhir crom, niken) thi dung dich so sknh la dung dich man
duwoc tién hanh songsong nhung khong cho 'dung (_lgch drantipy-
rinmetan. . '

{4, Khi hAm lwong titan dioxit ddn 1,07 thi xdy dung dudng
chuin trong binh dinh mie dung tich 100 ml véi 1 2,5: 3,0; va
7ml dung dich ¢hu an B, twong wng vai 0,013 0,025 0,050 va 0,075
mg titan dioxit. ' ,

Khibam lronyg titan dioxit 1on hoa 109 thi xay dung dudng
chuin trong binh dinh mic dung tich 1w mlvoi 7,5; 10,0; 12,5 va
(50l dang dich chudn B, tuwoag trng 0,075: 0,100; 0,125 va
0,150 mg titan dioxit, Thém cdic thudc (hiwr va tién hanh so mau
nhu d8i vé&i dung dieh mau. Dund dich so sinh la nuds cdl.

CTiNH KET Qw

2.1, Ham lugnog ti!an dioxit (X) theo phén iram khoi lugog
duge tinh theo cong thirc:

my . IOO K
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Trang 5/5 TCVN 1669 — 86

trong do:

m,; — khdi lwong tilan dioxit clia miu twong irng voi duwong
chuin, mg;

m — Kho! Irgng mau trong ttng voi dung dich miu d@ so

mau, g:
X — h& s6 chuyén quiang sang quing khd linh theo cbng
thite :
= 100
K = ——
100 —W

trong doé:
W — D am coa miu, 9 ; dueoc xac dmh theo TCVN 1666 —86

5.2. Sai léch két qua gifra hai lan xace dinh song song khi do

tin cay p = 0,95, khodng dchc vuol qua cie gia tri néu trong
bdng 2

% Bing 2

Ham lvgog titan dioxit ! Sai 1¢eh cho phép |

e e S - f

Tw 0,00 dén 0,015 0,006 i
Trén 0,015 ddén 0,025 0,01

Tren 0,025 dén 0,05 ; 0,015 |
Trén 0,05  dén 0,1 0,02

Tren 0,1 dén 0,25 | 0,03 {

Tréen 0,25 dén 0,5 i 0,05 l

Trén 05  dén 1 | 0,07 |

Trén 1,0 dén 2,5 0,10 |

Trén 2,5 dén 5 ]| 0,15 t
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