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L&i néi dau
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Tiéu chuan Po lweng Chét lwong trinh duyét, Uy ban Khoa hoc va ky

thuat Nha nwéce (nay la B6 Khoa hoc va Cong nghé) ban hanh.

Tiéu chudn nay duwoc chuyén dbi nam 2008 tir Tiéu chuén Viét Nam
cung sb hiéu thanh Tiéu chudn Quéc gia theo quy dinh tai khoan 1
Diéu 69 cua Luat Tiéu chuan va Quy chuén ky thuat va diém a khoan 1
Diéu 6 Nghi dinh sb 127/2007/ND-CP ngay 1/8/2007 cta Chinh phu
quy dinh chi tiét thi hanh mot sé didu cta Luat Tiéu chuan va Quy

chuén ky thuat.

TCVN 5383 : 1991



TIEUCHUAN QUOC GIA TCVN 5383 : 1991

Dau thé — Xac dinh ham lwong niken bang phwong phap
quang phé hap thu nguyén tir

Crude oil — Determination of nickel content by atomic absorption spectroplotometry

Tiéu chudn nay quy dinh phwong phap xac dinh niken trong dau thd bang phwong phap quang

phé hap thu nguyén t& véi ham lwong tir 10 p.p.m tré 1én.

1 Ban chéat cua phwong phap

M&u dau thd dwoc tro hoa trong 16 nung & nhiét do 550 °C. Sau khi loai hét silic bang axit flohydric
dung axit nitric va clohydric hoa tan cdn con lai va dinh m&rc bang nwéc cat. Nong dd nguyén té

niken trong dung dich dwoc xac dinh bang phwong phap quang phé hap thu nguyén to.

2 Dung cu va thudc thir

21 Dungcu

- May quang phé hép thu nguyén to;

- Can phan tich c6 d6 chinh xac 0,001 g;

- Lo nung cé bo diéu chinh nhiét do tw dong;
- Chén bach kim 50 ml;

- Binh dinh m&c 50 ml; 1000 ml;

- Buret 10 ml;

- Pipet 1 ml; 2ml; 5 ml.

2.2 Thubc thir
- Axit sunfuric (H,SO,) d=1,84,

Axit clohydric (HCI) d=1,18;
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- Axit clohydric loang (1:1);

- Axit flohydric (HF) d=1,13;

- Axit benzensunfonic;

- Niken kim loai (dang bét);

- Dung dich niken chuan 1000 pg/ml;

Can 1 g niken kim loai da dwoc sdy khé truéc & nhiét do 110 °c trong thoi gian 2 gio. Chuyén
lwong can vao cbc chiu nhiét 250 ml, thém vao dé 25 ml axit nitric dac, l1ac déu cho tan hét.
Chuyén vao binh dinh m&c 1000 ml va dinh mirc bang nudc cat hai lan. Dung dich dwoc bao

qguan trong binh polyetylen hay binh thuy tinh trung tinh.

CHU THICH Cac hoa phdm dwoc dung la loai tinh khiét phan tich.
3 Cach tién hanh

3.1 Céch lay mau

Viéc Iy mau diu dé xac dinh niken dwoc tién hanh theo TCVN 2715 : 1978.
3.2 Chuén bj dung dich mau

3.2.1 Tro hoa mau dau

Can 5 g mau dau thd trong chén bach kim, thém 3 ml axit benzensunfonic néng chay dé gitr cac
kim loai d& bay hoi. D&t chén l&én bép dién kin va dun néng tlr tr dé tranh séi trao. Cham Itra cho
dau chay thanh than. Chuyé&n chén cé mau vao 16 nung, nang nhiét do dén 550 °C va duy tri &

nhiét dd nay trong 2 gid. San pham thu dwoc la mot I&p tro mau trdng xam.
3.2.2 Hoa tan mau

Thém vao chén dwng mau 1 giot dén 2 giot axit sunfuric va 2 ml axit flohydric. D&t chén Ién bép
dién kin, nang nhiét do 1én tr tir va tiép tuc cd khi khéng con khoi trdng béc ra. Thém 2 ml axit
clohydric (1:1) vao mau va c6 can. Thém 3 ml axit nitric, tiép tuc co6 can. Hoa tan can con lai bang

mot lwgng nhd nwdc cat va chuyén vao binh dinh m&c 50 ml. Dinh mirc bédng nwéc cét hai lan.
3.3 Chuén bi dung dich mau trdng

Viéc chuén bi dung dich mau tréng gibng nhw chudn bi mau phan tich (muc 3.2) chi khac & chd khéng lay

lwong mau.

4 Tién hanh do mau

4.1 Chuan bj dung dich chuan lam viéc

Tw dung dich niken chudn 1000 ug/ml va nwéc cat, chuan bi cac dung dich cé ndng dd theo thir tw

cao dan:
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0 pg/ml —=0,1 ug/ml - 0,2 pg/ml — 0,5 pg/ml — 1,0 ug/ml — 2,5 pg/ml — 5,0 ug/ml — 7,5 ug/ml — 10 pg/ml.

4.2 Chuén bj cac diéu kién do trén may

Céc diéu kién do trén may dwoc chon theo Bang 1.

Bang 1
i o o o Dong lam viéc Lwu lwong khi (lit/ phat) Chidu dai
Tén nguyén to | Bwéc song | D6 mé khe Lo
cua dén catot R . .
A° Axetylen Khong khi ngon Ira
M
mA
cm
Ni 2320 100 15 0,8 5 10

4.3 Dyng dwdng chuan

Lan lwot do cac dung dich chudn theo thr tw néng do tir thap dén cao va ghi ndng dé chét chuén trén truc
hoanh va ghi mat dé, quang do dwoc trén truc tung. Budng biéu dién sy phu thudc ctia mat do quang va
ndng dd cta dung dich chudn niken tuan theo dinh luat Lambert -Beer, khoang tuyén tinh cta

ndng doé tr 0 pg/ml dén 10 ug/ml.

4.4 Po mau
Tién hanh do dung dich mau nhw khi do dung dich chudn tir s6 do mat dd quang suy ra néng do

nguyén td niken c6 trong dung dich mau.

5 Tinh toan két qua

Ham lwong cta niken chira trong mau dwoc tinh theo cong thie:

trong do:
M la ham lwong nguyén té niken c6 trong mau p.p.m;
C la néng dd cla niken cé trong dung dich mau pg/ml;
V la thé tich dung dich mau dwoc pha loang, ml;
G la lwvgng can mau th dung dé phan tich, g.

Két qua thu duoc la gia tri trung binh s hoc cla céac Ian xac dinh song song, véi diéu kién ching

thoa man cac quy dinh & muc 6.

6 DO chinh xac cua phwong phap

Do léch twong dbi gitra hai lan xac dinh song song khéng dwoc vwot qua gia tri néu trong Bang 2.
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Bang 2
Do léch cho phép (%)
Ham lwong
Ni Do lap lai Do tai lap

15 25

6.1 D6 lap lai: B6 léch gilra két qua cla hai phép xac dinh do cung mét nguwdi phan tich tién
hanh trén cung mét may trong cung moét diéu kién thi nghiém, khéng dwoc veet qua gia tri néu

trong bang trén.

6.2 Do tai lap: Do léch gilra két qua cua hai phép xac dinh do hai phong thi nghiém phan tich

khac nhau, khéng vwot qua gia tri néu trong bang trén.

5 Bién ban th nghiém

Bién ban th&r nghiém cé nhirng thdéng tin sau:

a) Tén tiéu chuan qui dinh phwong phap phan tich;

b) Két qua phan tich;

c) Nhirng diéu kién bat thworng xay ra trong khi tién hanh thir nghiém:;

d) Ngay, thang phan tich, don vi phan tich, t&én nguwoi tién hanh phan tich.






