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Tiéu chuldin nay quy dinh phwong phap chudn dd phuc chit
x4c dinh canxi trong ferosilic (khi ham lwong canxi tic 0,07 dén
0.5% ).

1. YEU CAU CHUNG

Khi x4c dinh canxi trong ferosilic phai theo cde yeu ciu chiang
trong TCVN 4149 -85

2. BAN CHAT PHUONG PHAP

Hoa tan ferosilic trong hon hop axit nitric va flob.dric. Che
axit ndy duoc loai khi bée hoi vé1 axit pecloric.
" Cac nguyén t8 ghy &nh hudng dén xac dinh ehio sit, «hdm,
cerém duoc loai trir bdng urdiropin,
Chuln d6 dung dich thu dwge bing dung dich trilor 1% Duang
Muréxit lam chi thi.

3. THIET B], HOA CHAT VA DUNG DiCH

Axit flohidric, dung dich 40%.

Axit pecloric d 1,51 hay 1,67.

Axit nitrie, dung dich 1+1: 14 50.

Axit clohidric, dung dich 141.

Etanola.

Amoniac, dung dich 1--1.

Urotropin, dung dich 304%.

Malachit xanh, dung dich (,29] trong elanola
Natri clorua

Natri hidroxit, dung dich 10Y%.
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Mursxit: nghién 0,1g muréxil véi 10g natri clorua.
vt () nitrat: hoa lan 145g mudi trong 400 cm® dung dich
axit niteie 1450 trong binh dinh me dung tich 1dm3, thém axit
nay dcn vach, lac déu. Ham lugng sit trong dung dich khoéng
0,02¢/em?
Amoni oxalat, dung dich 0,1 v& 4%,

Metyl do, dung dich 0,1% trong ctanola.

Canxi cacbonat.

Dung dich tiéu chuin canxi: cho 5g canxi cachonat di s{y
kho & 105°C vio céc dung tich 800cm?® va hoa tan trong 200cm?®
dung dlcl nitric 1 44. Dun séi dung dich 5 - 10 phuat, dé nguél
chu¥én vao binh nén dung tich 1dms3, thém nude dén vach, lic
déu. Nong @9 khoi clia canxi trong dung dich khoéng 0.0020g/cm?3

“ae dinh noéng d¢ canxi bang phwong phap khéi lugng nhu
sS4t
iy vao 3 binh nén dung tich 250¢m® mdi binh 10em3 dung
1 idu chudn canxi, 150 em® nude néng, 25em3 dung dich amoni
oxalat 4 _:..' roi d€ binh & ¢hd dm 10—15 phat. Thém 2—3 giot chi
thi meiyl do. trung héa dung dich bing amoniac dén ddi mau chi
thi, roi cho dl' lem?® nita. Dun s6i 10 phat, 48 ling 15 — 18 gio.
tha qua gidy Ioc chdy cham, rira 6—8 lan bdng dung dich
amoni oxalal 0,1%. Cho gidy cing két tha vao ehén chh kim, cAn
thin héa ‘ro roi nung & 1000 — 1100°C dén khdi lvong khong ddi
Tién hanh phén lich dong thoi véi thi nghiém kidm tra. Nong d6
dung dich (C) x&c dinh theo canxi tinh bdng g/em?, theo cdng
thire .

Loc kel

(m — my) . 0,7147
\T

(_, =

trong do:

m — khéi lugng két tha canxi, g:

m; — khoi lugng két tia thi nghiém kiém tra, g;

0 ?1&" — h¢ 56 chuyén canxi oxit ra uanxi'

~ — the tich phiin dung dich xac dinh, cm?.

'-'rllm B, dung dich 0.005 Mol/dm3: héa tan 1,58¢ tulon B
trong 800 - 990 cm? nuée trong binh dinh muc dung tich 1dm?
thém nudce dén vach, lic d&u.
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Nong d¢ khoi dung dich trilon B x4c dinh theo mau chudn
ferosilic ¢6 thanh phin giin v&i mau phin tich va tén bhanh (ua
(4t c& cac giai doan ph"in tich, nhw chi ddn trong muc 4.

Nong d¢ khoi ena trilon B (Cy) xae dinh theo canxi tinh bang
g/em3, xac dinh theo méu chuan, theo c¢dng thic:

Cy.m

Cy = ; > e
(V. — Vo 100

trong do:

C, — Ham lugng canxi lrong mau chuan, Y% ;

m — lwgng cin miu chuin ¢d trong phin dung dich cem xéc
dinh, g;

V — Thé tich dung dich trilonl3 tiéu hao khi chuan ¢ dung
dich mau chuin, cm?®

« V, — thé tich dung dich (rilon B tiéu hao khi chuan ¢ dung

dich thi nghiém kiém (ra, cm?®,

Trudng hop khdng c¢6 mau chuidn ferosilic ¢6 ham luung
canxi xac dinh, thi xac dinh ndng d¢ khdi eta dung dich chuidn
d6 theo dung dich tidu chuiin canxig 14y lugng tuong Gng dung
dich canxi nilrat vao bal bach kim, rét 10 em3 dung Jdich sat
nitrat, 10 sm3axit nitric va 10 cm3 axit flohvdrie, bde hoi dén kho
roi tiép tuc phan lich nhuw chi din trong diéu 4.

Nong do khdi dung dich trilon B (C)) xéc dink theo dung dich
canxi nitrat va tinh biing g/cm?, theo cony thigg:

G, = -zt
Vv,
frong d6:

V — thé lich dung dich canxi nitrat dem chuin do, c. n

C — nong a6 canxi nitrat theo canxi, g/em?;

V, — thé tich dung dich trilon B tiéu hao khi chuin ¢0, cm3.

1. TIEN HANH PHAN TiCH

Can 1g ferosilic, cho vao bat bach kim, thdm wdt bang nude,
can than rot vao 10em3 axit flohydric, cho tung giot axit aitric
dén ngung sai bol roi them 3em3 nda. Dat bal lén bép didn. dun
néng dé hoa tan miu, boe hoi dung dich dén khd. ROt vio bal
10 em3 axit pecloric roi lai boce hoi dén kho.
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Rt vao 10 em? axil clohydric, dun néng dén tan mudi. Chuyén
dung dich sang coc dung tiein 400cm3, thém 5 giot ruou, 100cm3
nide nong, trung hoa dung dich baing amoniac d€n xuft hién két
tia roi hoa tan ngay biing vii gioi axit clohydric. Thém 10 cm?
dung di~hurotropin, dun dén 70 — 80°C, gitt & nhi¢t do 10-15 phat
(khong dwee dun s6i). D& ngudi, chuyén dung dich cing két tua
sang biah dinh mire dung tich 2007, thém nudc dén vach, lac ddu,
de iing. |

Loc dung dich qua gify loc khé, loai chay nhanh vao céc kho,
ha nhdn dung dich dau.

LA 160 em?® dungdich loc vao ede,thém 3 — 4 giot dungdich
mazeht xanh, vira khudy manh vira cho tir tir dung dich natri
hy!roxt d&n mat miu dung dich rdi cho duw 6 — 8 giot (10ng edng
hét bheang demddunyg dich natri hvdroxit). Sau d6 cho 0,10 — 0,15g
chi thi murdxit. Chuan 49 biing dung dich trilon B dén khi mau
" chuven sang xanh sang.

| 5. TINH KET QUA
51 Ham hrong cenx (Ca) tinh bdng phin trdm, theo cdng

thire :
__il_?':\'—-—\-';)_ 100

m

Ca =

(rong 16:
C, —nodng 4o Tung dich (rilon B, xac dinh theo canxi, g/em3.
T~ the lich dung dich trilon B, tiéu hao khi chudn d¢ dung
dich miu, em3;
v, — the tich dung dich trilon B, tiéu hao kbichuin d¢ dung
dich thi nghicm kidm tra. em?;
m — luong cdn maucod rong phan dung dich dem xac dinh, g;
5.2. Bang sai léch gigi han
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ITam lwgng canxi Sai l¢eh tuy¢t ddi gioi ban
1|"..""'_'7'—_‘T-" Lp So—— ea s - - - 3 X
1'
[ T 0,65 dén 0,10 0,015
| Trér 0,10 » 0,25 0,025
; n “.‘25 ¥ ”,5” - 0.035




