>
TIE0 CJULN VIE? Fau

Ehom B

! o ) ,mﬂiﬁgl . ! TCVN |
i' arong phap xac dinh hen lworg -sat !217}_ a7 !
1 Onoso. Tin TR
! Merox ompe. :ieHnd method for the deter lg° hig‘u !
! CoxepxaHk’ xenesa, mination of pup E g
! iron content 101/7/19¢€81
!

|
]
|
|
I
|
|
:
|
|
|
'
;
}
I
|
|
|
|
|
|
|
|
|
|
:
|
|
1

Tiéu chu 1 ney ben hanh thay th& TCVE 2173-77

Tiéu chu.n nay quy dinh phuong phep so mBu va  phuong
phep hEp thy rgiyén t¢ dé xec dinh han lugnz sit tir 0,002
dén 0,05 % trong chidc.

Khi tién hann phén tick phei tuan theo nhrng yéu ciu
chunc tromg TCVV 2172-87 . '

1. Phuwong phé,p §0 miu

1.1. Ban ch&t phuong pr-.ép

Pheong phep nay duva trén co sd miu duwgc hoa tan biag
hSn hqgp axit clohydric, axit brémhydric voi brém. Thidc
duge tach ra duoi deng bromua Sit drqgc tgo thenh phuc miu
voi . 1,10 phénantrdlin va do mét d3 queng trén may somdu
quang dién hay phd k€ ¢ bwoc sorg 510 n

1.2. Thift bi, hoa chét ve dung dich .

Kay phd k& hey may e miu quang didn ve cac phy kién
kem t hso .
Axit clohydric 41,19
Axit brémhydric d1,49
Brom
H0n hqgp ding dich exit hoa ten (pha dung ngay):
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Treng 2/7 TCVN 21713-37

45 ml axit clohydric, 45 ml axit brdmhydric
va 40 ml brdm .

Axit nitriec 4 1,40 ve dung dich (1 +1 )
Peoxyd hydrogen dung dich 30 &

Axit exétic 4 1,05

Hatri axétat .

Dung dich 1 : Hydroxilamin clorua, dung dich 1%
(phe dung ngay) '

Dung dich 2 : 1,10-phAnant»3lin  (holc ia 1,10 -
pnénantrolin clon&a), dung dich 0, 15%.

Dung dich 3 : 270 7 nattri axétat hoa tan trong
500 m1 mrce c8t, cho vao 240 ml exit
axétic. Lgc, chuyén dung dich vaobinn
dinh mure dung t{ch 1000 nl thém mrce
cft d8n vach, 1ldc dBu .

Dung dich hdn hep dé so md3u (pha dung ngay) : trén 3
dung djch 1, 2,73 theo t7 18 (1 + 2 + 3)

st im losgi .

Dung dich s&t chuln

- Dung dich A ¢ cho 0,100 gam s&t cho veo ¢3¢ dung
tich 100 ml hoa tan b3ng 50 ml dung dinch exit nitric va
dun 881 dé& losi oxit nito. Dung dich d& nguji chuyén vao
binh dinh mre dunz tfich 1000 m1l, thém nudc cét ¢&n vach
18c a®a o .

1 ml dung dich A pay chua 0,1 mg sft .

- Dung d3ch B : cho 10 ml durg dich & cho veo ©dinh
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ICVN 2173-87 treng 3/7

44nh mre duns tich 100 ml, thém nuwoc c4t d&n vgoh 1&c dau,
dung djch pb: trroc khi s dyng .

1ml éu g djch B nay chra 0,01 ug s§t
1.3. Ti. heoh phan tich

“e3¢1s Cin 0,5 gam m3u cho vao ¢3¢ dung t{ich 250 =ml,
thém 10 ml bOn kg, hoa tan, diy c8c bing mit kinh dBng " h3
dZ nguyén d8n khi ten hft mfu. Trang mit kinh d3ng hdbing
3 ml axit clohydric, sau do dun nong nhe cho b8c hol dung
dich dén khd, cho tifp 5 ml hdn hqp ve lgi cho d3c hel ...
Lam nhr vy 4 d8n 6 l8n cho toi kki thi8c dwuqo tachra hoan
toan.Phin mudi khd dwge tém wot bing 0,5 ml axit clohydric
thém 3 wl axit nitric va lgi dun nong nhe cho bSc hoi tot
khi con Xhdng qua 0,5 ml . '

Efu phan mufi 40 co m&u ndu xam,thém veo tidp 2 ml
axit clohydric, val giqt dung djch peoxyt hydrogien va lgi
dun nhg cho béc hoi dn kho. CAn thift 13p lgi qua trinmh
trén 1 - 2 1&n., Sen ¢o phén mudi khd dugc thém uot bing
0,5 ml exit clohydric, 3 ml exit nitric va lgi dem dun nhg
ocho b8c hoi d8n khi th& tich con khdng que 0,5 ml. Thém
mroc cft d&n khoang 20 ml, léc cho tan h8t va chuyén vao
blnk dinh mic dung tich 100 ml, thém nucc cft d8n 50 ml,
rét veo 25 ml dung dich hdn hgp tgo mBu va cho tifp nudc
cft vao cac dd 100 ml, pH chn dsgt la 4 - 4,5. Sau 30 phut
d6 mit d3 quang & broe song 510 mm., Dung dich so sanh 1la
dung dich kidm tre khéng c6 dung dich sét chufn.Ham luqng
sét arge tinh suy ra tirr d3 thi chuin .
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Zrong 4/1  TCVHE 2173-87

1.3.2. Dyng A% th} chuan .

I8y 9 ¢8c dung tich 100 ml, cho vao 8 cBc mdi cfc 1, 0;
2,0; 4,0 3 6,03 8,0; 10,0; 20,0; TaBOOmldungd;ch B,
twvong arong 0,01; 0,02; O, 04; 0,06;. 0,08; 0,10; 0,20; va
0,30 mg s&t. Cho vao tft ca cac c¢8¢c 50 ml nwoc ~3t, 25 ml
@upg dicu hdn hgp d& so mia va ssu do tifp tyc ti&n henh
theo &idu 1.3.%. Dung dich so samh la dung dich khdng oo
chwa dung dich s&t chudn. Trj =8 do A&rge cua mit d§ quarg
cec dung dijch s& twomg wng voi vac ham lwgng sit da 16y
4% phain t{ch. Trén co s cac thdng 88 46 v& d8 th{ chuén,

1.4. T{nh k6t Qe

1.4.1, Hem lugng sft (X) tink b¥ng phin trim,thec cdng
thire sen :

m1 . 1%
I = ! v ry
. m
Trong do: m,-kh8i lugng sét trong dang dich mfu thu.
t g1y ra dugc tu do thi cman, g ;

m - kxh8i lugng méu cén dé phén tich, g ;

1.4.2. Sai l&ch cho pheép giiia cac k8t ma phn tich
ony song kndng duge viet qua cac tri 36' quy dinh trong
bmg

[ tim leqre t T 1 ., B 15k olo ;;1;;"1'
E (tuyqt dr:u.}
™r 0,002 dén 0,005 1 0,001 '
Lon hon 0,005 * 0,010 ! 0,002
n 0,010 ~ 0,02 ! 0,003
n 0,020 " 0,05 (I 0,005
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TCVE_2173-87 treng 5/1

3. Phuong phap hfp thy ngiyén to

7

2.%. Ban chét phuong phép

Phwong nhép nay dya trén co s& m@ duec hoa tan trong
n8n hqp ax : fluohydric, exit ritric ve uwoe, Do mre  d3
nEp thy rg.vén t¥ cda s&t, trong ngen lium exétylen voi
¥hong khi buoc song 248,3 mm.

2.2, Th.£t bi, hoa chft va dung dich

hie'g Quang p_“.5 hdp thy nguyén tr va cac phy kién Kem
theo . _

34 ngudn phat xg sét .

CBc bing chit dé fluohoa dung tich 50 ml ho¥c la vet
bgch kim durg tich khérg nhd honm 50 ml.

Blnh pdliétylen dung tich 5C ml.

Axit Nitric d1,40 ve aarg djch (1 + 2).

Axit fluohydriec 40% .

H3n hgp dung dich Axit hoe tan; axit fluohydriec, axit
nitrie va nwde trdn voi nhm theo ty 1§ (2 + 3 + 5) . Hon
hgp duge beo @an trong binh pdliétylen.

Thidc kim losgi -
sit kim losi

Dung dich st chuéa : cho 0,100 g s%t vao c8c dung tich
100 ml, hoe tan bing 25 ml durg dich axit nitrie va dun
gdi dé loei h€t oxyt nito. Dé ngudi dupg djch va chuyén
veo binh dinh mrc dung tich 1000 ml thém npuoe cft dénvgeh
1éc deu .

1 ml aung djch nay ¢6 chim 0,1 mg sit .

2.3. ?41&n hanh phén tich
13



Trang 6/7 TCVE 2173-87

2,3.1. C&n 1 g=n m3u cho vao e8c chfit ddo ho¥c la dat
bgch kim, hoa tam bing- 10 ml h8n hqp dung dish axit, cho
veo tung lugrg nho m3t, tranh phén wng Ra manh. KEhi mfu
da hoa ten h8t, dun ndng nhg trong b8p cach tluy 1-2 phut
khdng dwge dun s8i. D& ngudi, chuyén veo blnh dinh mue
dung tich 50 ml, thém mroc o8t d&n vech lfc diu. Do mwe
a3 hip thy nguydn tw cua s4t trong ngqn 1lda axdtylen vol
khorg kh{ & buece edng 248,3 mm song song vol durng dich dé
x8y dyng 43 thi chudn va mBu kifm tra. Ham 1wong s&ttrong
durg dfch m&u duge tinh suy ra tw dd thi chuén.

2.3.2. Dyng d% thi chuén

L4y 7 cBc chfit' deo fluohoa (ho¥c 7 bét bech kim) cho
vao mOi c¢bc 1 gem thifc, 10 ml hdn hgp dung djch axit hoe
ten ve tién henh nhv didu 2.3.1..D8 ng1§i dung dich. ve
chuyeén veo bln;: dinh muc dung tich 50 ml. Cho vao 6 trong
7 binh : 0,25 0,4; 1,0; 2,0; 4,0; va 6,0 ml dung dich sét
chuln, tuong dworg voi 0,02; 0,04; 0,105 0,20; 0,40; va
0,60 mg s&t, thar nude dfn '.rqcb.)lgc_d&z.

Do mr d3 hfp th§ rguyén t¢ cla s&t theo dilu 2.4. 1.
Tri 83 do nhin duge vng voi hem lugng sét de 18y dé phén
t{ch. Trén co 80 cac thong 88 do v& dd thy rhuén . -

/ r

2.4.1, Hem lugng sit (X) tirn bing phin trim theocdng
thoe

(c,- ¢C,) . V
I = ] s x 120
=

i4



TCVN 2173-87 trang 7/7

Trong do @
C,— Eem luqug s&t trong mfu thd tinh suy ra tu do
thj chuin, g/ml,

- Ean luong sét trorg mfu kidn tra tinh ey ra tu
45 thi c¢mén g/wl (n& co),

vV - Thé t{ch aang djch mau the, =ml,

C2

m - Xn8i lugrg m&u cén, g .

2.4.2. Sei léch cho phép gida cac x&t quf.'a pbén tich
go ngsong khdng dugce vugt qua cec tri 88 ay
dinn trong bang .
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