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2 Nguyén tic

Selen trong m3u dwoc chuyén vé dang vé co bing phuong phap vé co hda miu trong 16 vi séng va
duoc phan tich bing phurong phap quang phd hap thy nguyén t& véi ky thuat hydrua hoa (HG-AAS) &
budc séng A = 196,0 nm.

3 Thuébc thw

T4t ca thude thir duoc sir dung phai la loai tinh khiét phan tich va khdng chira selen. Nude st dung
phai 1a nudre cat hai lan hodc nude cb d tinh khiét twong duong, trir khi ¢é quy dinh khac

3.1 Dung djch chuin selen

3.1.1 Dung djch chuén géc, 1 000 pg/m!

Chuén bj dung dich chudn géc tir chudn selen cé dd tinh khit Ién hon 99,8 %.
Dung dich @a pha sn c6 thé bén trong 1 ndm khi dwec bao quan & nhiét 36 phong.

CHU THICH : C6 thé sir dung dung dich ban sin trén thj treéng.
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3.1.2 Dung dich chudn trung gian, 500 pg/!

Dung pipet 14y chinh xac 1 ml dung dich chudn géc (3.1.1) cho vao binh dinh mirc 100 ml. Pha lo&ng bing
dung dich HNO; 2 % dén vach, thu dugc dung dich A. LAy chinh x4c 5 ml dung dich A cho vao binh dinh mire
100 ml, pha lodng bang dung dich HNO, 2 % dén vach dé thu dwoc dung dich chuln trung gian 500 ug/.

Chuén bj dung dich ngay truéc khi s dung.
3.1.3 Cac dung djch chudn 1am viéc, c6 ndng a0 5 ug/l, 10 ug/l, 20 pg/l va 25 ug/l

Dung pipet lay chinh xac 1 ml dung dich chuln trung gian (3.1.2) IAn Iwgt cho vao tirng binh dinh mirc
100 ml, 50 mi, 25 ml, 20 ml. Pha lo&ng bdng dung dich axit clohydric 2 % dén vach.

Chudn bj cac dung dich nay ngay trwéc khi st dyng.

3.2 Dung djch hydroperoxit (H;0;), 30 %.

3.3 Dung djch axit nitric (HNO,;), 65 %.

3.4 Dung djch axit clohydric (HCI), 5 M.

3.5 Dung djch axit clohydric (HCI), 2 %.

3.6 Dung dich hén hop natri bohydrua (NaBH,) va natri hydroxit (NaOH)

Can 0,5 g natri bohydrua cho vao binh dinh mirc 100 mi, thém dung dich natri hydroxit 0,5 % dén vach.
3.7 Khi argon, dd tinh khiét bang hoac Ién hon 99 %.

3.8 Khiaxetylen, @b tinh khiét bAng hodc Ién hon 99 %.

4 Thiét bj, dung cy

St dung cac thiét bj, dung cy clia phong thir nghiém théng thudng va cac thidt bj, dung cy cu thé sau:
4.1 May quang phd hip thy nguyén tir.

4.2 B¢ héa hoi hydrua.

4.3 Cuvet thach anh.

4.4 Lo vi song, str dung éng teflon, dung tich 100 ml, cé thé hoat ddng & ap suét 100 bar va nhiét dd
200 °C

4.5 Can phan tich, c6 thé can chinh xac dén 0,000 1 g,

4.6 Nbi cach thay.
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4.7 Cbc c6 mo, dung tich 100 ml.
4.8 May trén miu.

4.9 Bép khudy tir gia nhiét.

5 Liy miu

MEu duoc glri @én phong thir nghiém phai 1a m3u dai dién. M3u khéng bi hu héng hodc bién déi trong
suét qua trinh bdo quan va van chuyén.

6 Chuin bj miu thee
Déi voi céc loai thyec phdm dang Iéng thi ldc déu miu.

Béi véi cac loai thye phdm dang rén thi m3u phai dugc ddng hda béng may trdon mau (4.8).

7 Cach tién hanh
7.1 Vb co héamiu

Can tir 0,3 g dén 2,0 g phan mau thir 83 dugc chudn bj theo Didu 6, chinh xac dén 0,000 1 g, cho vao
6ng teflon clia 16 vi séng (4.4). Thém khoang 7 ml dung dich HNO; (3.3). 1 ml dung dich H,0;(3.2) dgé
trén bép khudy tir gia nhiét (4.9) cho phan Ung xdy ra trwdc khi dua vao 16 vi song (4.4). Cai dat
chuong trinh vé co m3u cho 16 vi séng tang tir nhiét dd phong dén 200 °C trong 10 min, sau d6 git &
200 °C trong 20 min. Sau khi m3u da vé co hda, chuyén vao céc cd md 100 mi (4.7) rdi cd can trén ndi
céch thiy (4.6) dén mudi &m, thém dung dich HCI 2 % (3.5) dén vach.

Chuén bj m3u trdng theo cach tuong ty nhu trén, nhung thay thuéc thir bing nudc.

7.2 Didu kign van hanh thiét b] AAS

Cac thdng sb van hanh duéi day duec coi la thich hop:

- vach phd do selen: 196 nm

— déng dbt dén catot réng clia nguyén té Se: 22 mA (80 % Imas)

- khe do: 1,0 nm

- chiéu cao do: ché dd ty déng

= khi mdi trréng: argon (3.7)

- khi @bt khdng khi nén + axetylen (3.8)
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loai cuvet: cuvet thach anh (4.3)

téc 9 bom mavu: tir 5 mi/min dén 6 mi/min

téc @6 bom dung dich hdn hgp NaBH, va NaOH (3.6):  tir 2 ml/min dén 3 mi/min

tdc 46 bom dung dich HC1 5 M (3.4): ter 2 mi/min @én 3 m/min

thoi gian do: 5s

CHU THICH: Céac thong sb vé dong, ndng o cia dung dich hdn hop NaBH, va NaOH (3.6) va dung dich HCI 5 M (3.4) cb thé
duoc didu chinh tay thubc vao dibu kién thyc té cba thiét bj quang phd hip thy nguyén tr dugc sir dung.

7.3 Dyng dwong chuin

Sau khi thiét bj cai dat da 4n dinh, tién hanh do @ hip thy cda cac dung dich chudn fam viéc (3.1.3) va
dung dudng chudn biéu thi méi quan hé tuyén tinh gilra ndng do selen va do hip thu.

7.4 Xac djnh

Do a6 hap thy clia phan mAu thir véi cung didu kién nhu phép do chét chudn.

Dua vao duéng chuan, xac dinh ham lwgng selen cé trong miu.

Néu db hap thy ctia mAu cao hon a6 hép thy clia chudn cao nhat thi phai tién hanh pha loang mau va

1ap lai quy trinh phan tich.

8 Tinh két qua
Ham luong selen c6 trong mau thl, X, dwrec biéu thj bAdng microgam trén kilogam (ug/kg), duec tinh
theo ¢cdng thirc sau day:

X=CMx—V—xK
m

trong dé:
V la thé tich dung dich m3u thir pha loang cudi cing, tinh bang millit (ml);
Cwu la ndng dé selen trong dung dich mau thir bom vao, tinh bing microgam trén lit (ug/l):
m  1a khéi lvgng cla phan mAu thir, tinh bang gam (g);

K | hé sé pha loang.

9 Dbolaplai

Chénh léch tuyét @bi gitra hai két qua thu duoc cla hai 1An thir nghiém doc 13p riéng ré, khi st dyng
cling mét phuong phap, phan tich trén cling vat liéu thir, do cung mét ngudi tién hanh trong cling mét
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phong thir nghiém, st dung cung thiét bj, trong mét khodng thei gian ngdn, khéng qua 20 % gia tri
trung binh cua hai két qua.

10 Bao cao thir nghiém

Bao cao thir nghiém phai ghi ré:

moi théng tin cAn thiét d& nhan biét diy du vé& mau thr,;

phuong phap ldy mau da sir dyng, néu biét;

phuong phap thlr 83 dung, vién dan tiéu chudn nay;

t4t ca cac chi tibt thao tac khdng quy dinh trong tiéu chudn nay, hoac tuy ¥ lwa chon cing véi cac chi
tiét bAt thweng nao khac cé thé anh hwdng dén két qua;

— két qua thir nghiém thu duorc;

- néu kiém tra 6 13p lai, néu két qua cudi cling thu dugc.
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Thw myc tai liéu tham khao

AOAC 986.15 Arsenic, Cadmium, Lead, Selenium and Zinc in Human and Pel Foods.
Muiltielemment Method




