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“’ﬁéﬂ chuéh nay qr.u dfnh p&dbﬁg pﬁap vo o h(pa mau dé xac dinh Pb va As trong sira. Tuy theo muc dich co

thé chon mot trong hai phuong phap dugc néu dudi day. Tiéu chudn nay co thé ap dung dé vé co héa mau khi
x&c dinh cac kim loai nang khac trong cac san phdm ( trir Hg va Mg ).

1 V6 co héa mau bang phuong phap dét ( phuong phap trong tai )

1.1 Ndi dung phuong phap : D6t mau co chat trg d6t Mg (NO,), & nhiét d6 450 + 10°C. Sau dé hoa tan tro
bang dung dich HCI.

1.2 Dung cu va hoa chat

- Lo nung dién c6 thé khdng ché nhiét do 450 + 10°C.

- Bép dién boc kin c6 diéu chinh nhiét do.

- Can phan tich tai trong 200g, chinh xac dén 0,0001g.

- Binh hit 4m c6 HoS04 dac.

- Bat platin, hoac chén thach anh hodc chén sur chiu nhiét, dung tich 50 - 100mi.
- Magié nitrat Mg (NO,), TKPT, dung dich 50g/lit.

- Axit clohidric HC!, TKPT dung dich 1:4.

- Axit nitric HNO4 TKPT, dung dich c6 d = 1,4g/ml.

- Nudc cat 2 lan theo TCVN 2117 - 77 hodc nudc cé dé tinh khiét tuong duong.
- Gidy loc dinh lugng ( khéng tro )

- Dha thdy tinh duding kinh 6 mm, dai 15 cm co dau dugc lam tron bang dén xi.

1.3 Cach thuc hién

Can vao chén dé nung khoang 25g mau ( chinh xac dén 0,01g), thém vao 5mi dung dich Mg (NO,),, néu la sira
bt thém nudc cat vira du tham udt bdt, trdn déu bang dia thuy tinh, sau khi tron  déu, lau dda bing mét nua t&
gidy loc khéng tro, cho gidy lau vao chén, Iam mét chup hinh nén bang gidy loc, c6 mot 16 nhd & gida ¢ 3 -
4mm. Day chup vao chén, dat chén Ién bép dién, dun nhe cho dén khd, sau dé tang nhiét"dd Ién dén khoang
3009C cho dén khi khi ngimg thoat ra ( mau héa den, nhung nhat thiét khong duoc bén Ira). Chuyén chén vao
10 dién ngudi, dat khéng ché nhiét dd 450 + 100C. Bat dién cho nhiét dd tang ti tir. Gilr mau & nhiét do 450 =
109C trong 3 gi¥s, cr 15 phut ma clra id mét 1an, sau d6 tat 10, dé cach dém, ldy mau ra khdi 16, khi d6 tro phai
trdng hoan toan. Thém vao chén 10mi HCI 1 : 4, 1 - 2 giot dung dich HNO3, dun nhe trén bép dién ( khong dé
sdi ) d€ hoa tan tro, chuyén hét dung dich vao binh dinh muc 25 mi, rira chén 3 1&n méi Ian bing 3 - 4 ml nudc
cat, chuyén hét nudc nra vao binh dinh muc, 1am ngudi, thém nudc dén vach. Dung dich nay dung dé xac dinh
Pb va As ( ciing nhu mét s6 nguyén t6 khac ).
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2 Phuong phap v co héa theo 16i udt trong binh Kendan

2.1 Néi dung phuong phap : V6 co héa mau bang hén hop a xit nitric, sunfuric, pecloric va hydropedxit dam
déac trong binh Kendan, dun ndng cho dén khi phan hly hoan toan cac chat hiu co.

2.2 Dung cu va hoa chét

- Binh Kendan 300ml|

- Can phan tich tai trong 200g, chinh xac dén 0,0001g

- Bép dién cb diéu chinh nhiét 46

- Bithay tinh @ 3 - 4mm

- A xit nitric HNO, TKHH, d = 1,4g/ml.

- A xit peclonic HCI O, TKPT, dam dac 70% -
- A xit sunfuric H,SO, TKPT, d = 1,84g/ml

- Hidropedxit H,O, TKPT, dung dich dam dac ( trén 30% )

- Nudc cét 2 1an theo TCVN 2117 - 77 hodc nudc ¢ db tinh khiét tuong duong.

2.3 Cach thue hién : Cén truc ti€p vao binh Kendan khoang 25 gam sira ( chinh xac dén 0,01g) cho vao d6 2 -
3 vién bi thiy tinh. Thém timg phan 20m!  dung dich  HNO, véo binh, d6 lang theo c& dé 16i kéo cac phan sira
con dinh & ¢8 xudng dudi day binh, dun nhe cho dén khi hét khoi ndu, 13p lai thao tac trén 1 -2 1an cho dén khi
duoc hon hop ddng nhét, co mau 'nau sam, lam ngudi, thém 20ml HNOg, 2,0 m! H,SO,, 2,0 m! HCIO,, réi dun
nhe can than cho dén khi c6 khéi trang thoat ra, lam ngudi, néu hén hgp chua hét mau thi thém timg phan nhd
H,0, ( khoang 1ml mbi lan ) rdi ti€p tuc dun dén khi hdn hogp khdng cé mau. Dun can cho dén khi thé tich chat
long con khoang 3 - 4ml, lam ngudi han hén hop, thém 10mi nuoc cat, lac déu toan bd dung dich, dun nhe cho
tan két tha ( néu khong tan hét thi loc nong bang giy loc x8p vao binh dinh mirc 25ml, ria binh va gidy loc vai
1an bang nudc ct ). Chuyén toan bd dung dich vao binh dinh mirc dung tich 25mi, trang binh Kendan 2 1an mbi
14n 3 - 4 mi nudc cat, gop ca vao binh dinh mie, 1am ngudi dén nhiét dd phong, thém nudc cho dén vach. Dur.
dich nay dung dé xac dinh Pb va As.

2.4 Chudn bi miu trang

Lay vao binh Kendan mét lugng cac héa chat gidng nhu luong cac chat da dung khi vé co hda mau sia, dun
can cho dén khi co khoi trang thoat ra, va thé tich chét ldng con lai khoang 3 - 4 ml. Lam ngudi han, thém 10m!
nudc cit chuyén vao binh dinh muc 25ml, trang binh Kendan 2 18n, méi 1an 3 - 4m! nudc cat.. Lam ngudi, thém
nudc cét dér vach. Dung dich nay dung dé€ lam méau trang. Luong Pb hoac As c6 trong mau trang khéng dudc
vuot qué 1 pg/25 mi dung dich mau trang.




