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Tiéu chulin nady, quy dinh phwong phap khéi luong d& xac
dinh ham lwong silic (It 0,5 % trd 1én) trong ferocrom.

Khi tién hanh phan tich, nhét thiét phai tuan theo nhirng yéu
ciu chung trong TCVN 3853 — 83

1. PHUONG PHAP KHOI LUONG PECLORIC
(dung cho ferocrom khongchira cacbon va ferocrom cacbon)

1.1. Nguyén tic

Phuong phap dua vao su tach-silie dudi dang axit silixic
trong dung dich axit peclorlc bing cach bic hoi dung dich dén
thoat khéi day ddc cla axit peclorie.

1.2. Héa chit-va dung dich

Axit nitric d 1,40.

Axil clohydric d 1,19 va dung dich (5 + 9:)

Axit sufuric d 1,84 va dung dich (1 + 1), (1 + 2).

Axit pecloric, dung dich 57 %.

Axit {lohydric, dung dich 40 %.

.3. Cach tién hanh

Cin c vao ham lugng silic ¢6 trong mau dé ldy lwyng can
theo bang 1. '

Bing 1
*[1am lwrgng silic, % Kbsi lrgng miu, g
Dén 1,0 1,0
Trén 1,0 dén 3,0 0.3
» 3,0 » 50 V.3
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Cho mau di can vao cdc dung tich 400 ml, hoa tan trong
15ml axit sunfuric va 30 ml nuwée. Thém 3 — 5ml axit nitric va
dunsoi 6 — 7 phut. Thém 50 — 60 ml axit peloric, béc hoi dung
dich dén thoat khoi tring. Thém 100 — 150 ml nuwéce nong va dun
dén tan hét mudi. Trong trwéng hop mudi chAm tan thi thém
25 ml axit clohidric.

Loc két tia axit silixic qua gidy loc trung binh ¢6 chira mét
it bot gidly loc. Rira két tia 3 — 4 lan bing dung dich axit clohy-
dric va sau do bang nuée néng dén hét ion clo (th bing dung -
dich bac nitral). Giir gidy loc cung vai két taa lai.

Béc hoi dung dich loc dén thé tich 15 — 20m! thém 20 —
25ml axit pecloric va lai boc hoi dén thoat khéi tring Lam
nguoi dung dich, thém 100 — 150 ml nuée néng, dun cho tan hét
mudi roi loe, rra axit silixic nhw (rén.

Cho ¢ hai gidy loc cung voi két tha vao chén bach kim. Hoa
tro va nung & 1000 — 1050°C dén khéi lugng khong ddi, dé nguoi
trong binh hat 4m rdi can.

Thim wdt két tha trong chén bing vai giot nude. Thém 2 — 3
giot dung dich axit sufuric ([ 4 1), 5 —7ml dung. dich axit
flohydric va c6dén b6c hé: khoi tring clia axit sunfuric. Lai cho
vao 10 va nung & 1000 — 1050:C dén khoi lrong khong ddi, dé
ngudi trong binh hut am roi can.

Phéi tién hanh x4c dinh silic trong miu tring song song véi.
mau phan tich.

1.4. Tinh két qua

Ham lrong silic (X) tinh bing phén trim theo cong thire:
[((m; — mp) — (mg — my)]. 0,4672 . 100

m

X ==

trong do:

m,; — khoi lugng chén véi két taa silic dioxit ¢a mau trude
khi xt&r ly bing axit flohidric, g;

mg — khoi luong chén voi cian mau sau khi xir 1y hdng axit
flohydrie, g;

mg — khoi luong chén véi kél tha cha silic dioxil cta mau
trang (rwde khi xir 1y bang axit flohydrice, g;

)
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m, — khéi lwgng chén voi cin miu triing sau khi xi 1y bing
axit flohydric, g ;

m — khdi lugng miu, g;

0,4672 — hé s8 chuy@n tu silic dioxit ra silic.

9. PHUONG PHAP KHOI LUONG CLOHYDRIC

(ap dung cho ferocrom cachon trung binh va ferocrom cacbhon)

2.1. Nguyén téc

Phuong phap dua vao su dong tu axit silicxic voi gelatin
trong moi trudng axit clohidric & nhiét do dudi 60°C, Miu duge
phan hiy biang cach nung va&i natri peoxit.

2.2, Hoa chit va dung dich

Axit clohydric d 1,19 va dung dich (1 + 1), (2 + 98).

Axit nitric d 1,40.

Axit flohidric,dung dich 10%.

- Axit sunfuric, d 1,84 va dung dich (1 + 1).

Natri peoxit.

Gelatin, dung dich 1Y% chuin bi nhu sau: cho 1y ;,clalin vao
ciac dung tich 300 ml d& c¢6 sin 30—40 ml nuac. Bé 1 gio q nhiét
do phonrr va Lhinh thoang khudy. Ngim-cdc vao nuwdc nong,
dun va khudy lién tuc cho tan. Pha loa mg bang nude dén

100 m1. D& ddm bao st dung L6t trong | — 2 thang thi thém 0,1 g
thily ngan (II) clorua vao mdi 100 ml dung (ll(‘h do.

2.3. Cach ti¢n hanh

Cén ¢t vao ham luwgng silic trong mau ma can khoi luyng
mau (theo bang 1) roicho vao chén niken dii ¢ sin 5 g natri peoxit
va phu lén trén 1g nita, Nung trong 10 didu lén & nhiét do vira
phai sau d6 & 750 — 800°C khodng 4 — 5 phat, d& ngudi chén, cho
vao cdc dung tich 500 — 600 ml. Ldy khdichay ra bing dung dich
axit clohydric (1 4+ 1) va 3 — 4 1an nira bing nudc nong.

Thém 40 ml axil clohydric d 1,19, c6 d&n dang mudi Am. Dé
ngudi, thém 15 — 20 ml axit clohydric réi dun nhe dén tan mudi.
Vira khudy vjra cho 2ml dung dich gelatin. Sau 1 — 2 phat lai
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cho thém 2ml dungdich gelalin nita, dong théi khudy ky. pé yén
10 — 15 phuat. Sau dé thém 70 — 80 m! nuwrde nong, khudy k¥ roi
dé yén 15 phui. -

Loc két tha axit silixic qua gidy loc trung binh cé-chira mot
it bot gidy loc, rira 10-12 Iin bdng dung dich axiteclohydrig (24 98)
néng va sau do bing nudce néng dén hét ion clo “(thir bing dunﬂ‘
dich bac nitrat) gilt gidy loc. (.ung’\ o1 két tua.

Dun soi dung dich loc va cho vao do 10 — 15 axit nitric. Co
dén dang mudi im. thém 10ml axit clohydric va lai c6 dén dang
muoi A, Qua trinh ¢ véi axit clohvdric duoe lap lai hai 1in va
sau do tién hanh cdc burde tudn tu nhu trén.

Nhap gidy loc_cing voi k&t tha cd hai 1in lai. Cho véo chén
bach kim, hoa tro va nung & 1000 — 1050°C dén khoi luong. k]]bna"
d&i.

Thdm uét két taa trong chén bang vai giot nwde. thém 2—3
giot dung dich axit sunfuric (1 4 1) va 5 — 7 ml riung? dich axit
flohydric roi dun bae hoi dé dnubi het khoi cla axit sunfuric.

Lai nung chén & 1000 — 1050°C dén khéi luwgng k’hﬁng aoi,
48 nguoi trong binh hat din roi cin. Hiéu s6 hai lan can’ lu*on;_{
trng voi hanu lrong silic. '

Phai tién hanh xac dinh silic trong m&u triing song song véimin
phan tich.. '

2.4. Tinh két qua

2.4.1, Ham lugng silic (X) tinh bang phin tram theo cong thire:

[(m; —.my) — (m3 — my)] . 0,4672. 100
e

X =

trong do:

my — khoi lwong chén véi két tda silic dicxit cia mau truoc
khi xu ly bang axit flohydric. g:

mg — khoi lwong chén véi cidn eha mau sau khi x& ¥ bang
axit lohydrie, g

my — khoi lirong chén voi két tga silic Yioxil cua mau tring
trirde khi xtr 1y bilug axit. flohidric, g:
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., — khéi lrong chén véi cin chia miu tring sau khi x& 1y
bdng ax1t flohydric', g:
— khéi lwong miu, g;
(),4672 — hé s6 chuyén tir silic dioxit sang silic.
2.4.2. Bang sai léch cho phép

Ham lugng silie, % i Sai ldch cho phép, % (tuyét d5i)
. Te 05 d&n 1,0 | 0.06

Trén 1,0 » 2.0 | ‘ 0,08

» 20 »» 3,0 | 0,10

»m. 30 »” 4,0 0,12

» 4,0 [ 0,15
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