CVN TIEUCHUANQUOC GIA

e

TCVN 11873:2017

MUOI (NATRI CLORUA) - XAC DINH HAM LUQNG DONG -
PHU'ONG PHAP DO QUANG SU DUNG KEM
DIBENZYLDITHIOCARBAMAT

Sodium chloride - Determination of arsenic content -
Using silver diethylithiocdrbamate photometric method

HA NOI - 2017



L&i néi dau

TCVN 11873:2017 dwoc x3y dung trén co sé& tham khao tai ligu clia
Hiép hdi mudi Chau Au EuSalt/AS 005-2005 Determination of Copper
Zinc Dibenzyldithiocarbamate Photometric Method;

TCVN 11873:2017 do Ban ky thuat tiéu chuan quéc gia TCVN/TC/F4
Gia vj va phy gia thyc phdm bién soan, Tdng cuc Tiéu chudn Do
lwdrng Chét lwong thdm dinh, Bo Khoa hoc va Céng nghé cong bd.
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Muoi (natri clorua) - Xac dinh ham lwgng dong -
Phwong phap do quang str dung kém dibenzyldithiocarbamat

Sodium chloride — Determination of copper content ~

Using zinc dibenzyldithiocarbamate photometric method

1 Pham vi ap dung

Tigu chudn nay quy dinh phuong phap do quang st dung kém dibenzyldithiocarbamat dé xac dinh ham
Iong ddng trong mudi (natri clorua).

Phwong phap nay ¢6 thé-ap dung cho cac san pham cb chira ham lugng déng (Cu) bang hoac In hon
0,01 mg trong 1 kg muéi.

2 Nguyeén tic
Hoa tan mu trong axit clohydric.

Chiét phirc¢ mau tao thanh tir phan (ng clia dong véi k&m dibenzyldithiocarbamat trong cacbon
tetraclorua. Do quang dich chiét hitu co nay & buwérc séng khoang 435 nm.

Phép xac dinh chon loc trong mdi tredng axit, trong d6 ngan can cac chat gay nhiéu d3c biét la sét,
mangan, niken va coban,

3 Thubdc thir

Chi st dung cac thudc thir dat chét lwong tinh khiét phan tich va sir dung nwéc cét hodic nwdc cb 66
tinh khiét twong dwong.

3.1 Carbon tetraciorua (CCl4), dwoc chung cét lai.
LUV Y: Han ché st dyng carbon tetraclorua do né 1 mdt chét gay pha hiy ting ozon.

3.2 Axit clohydric (HCI), cpen = 2 moll

3.3 Kém dibenzyldithiocarbamat, dung dich 0,5 g/l trong carbon tetraclorua (3.1).
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3.4 Dung dich géc ddng I, #(Cu) = 1000 mg/i, dung dich chudn ban trén thj tredng hoac dwgc chuan

bi nhw sau:

Hoéa tan 1,000 g déng (kim loai 99,9 %) trong hdn hgp clia 20 mi dung dich axit nitric [0 =~ 1,40 g/ml,
dung dich 65 % (khéi lwgng)] va 60 ml nwée. Cho vao binh dinh mirc mdt vach 1000 mi, thém nwéc dén
vach va trdn.

3.5 Dung dich gbc dong Il, B(Cu) = 1 mg/l

Chuyén 1,00 ml dung dich gbc déng | (3.4) vao binh dinh mirc mét vach 1000 ml, thém nwéc dén vach
va tron.

Chuén bj dung dich nay ngay triéc khi sir dyng.

4 Thiét bi, dung cu

St dung céc thiét bj, dung cu ctia phdng thir nghiém thdng thwéng va cac thiét bi, dung cu sau:

4.1 May do quang phd, hodc

4.2 May do mau, co gan bd loc, dam bao do truyén t6i da trong khodng buéc song tir 430 nm dén 440 nm.

CHU THICH: Can néu rd kiéu thiét bi dugc sk dyng (may do quang phd hodc may do mau), chidu dai dudng quang va brde
song (hodc kidu bd loc) trong bao cao thir nghiém.

LUU Y: T4t ca cac dyung cy thily tinh méi, duge sir dyng dé xac dinh ham lugng ddng cin dwgc rira sach va trang bing nwéc
sau mdi thao téc nhu sau:

~ dung ban chai va chét tdy rira néu thanh éng ¢6 ddu ma,

— dung axit lodng nitric, cgmosy = 7 molll.

5 Laymau

L4y khodng 500 g mAu dai dién cho toan bd 16 hang dé phan tich,

Dam bdo trong cac hoat dong l4y mAu khong bj nhim vét ddng, vi dy: dinh vao dung cu 1y mau.
6 Cach tién hanh

LWU Y: Déi voi ham lwong dong 1on hon 1 mg/kg mudi, thi thé tich dung dich méu thir (6.2) dwoc
chuyén vao phéu chiét (xem 6.5.1) dwoc giam dén mirc sao cho lwgng dong cb trong dung dich cudi
cling ndm trong dai cla Bang 1. Thé tich dung dich mau trdng (6.3) dwgc stk dung cb thé phai gidm
twong tw. Cong thire tinh két qua trong Didu 7 phai dugc stra ddi phu hop.
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6.1 Phin méu thi
Can khoang 100 g mau thl, chinh xac dén 0,1 g.
6.2 Dung dich mau thir

Chuyén phan mAu thir (6.1), 350 ml nwdc va 50 mi axit clohydric (3.2) vao cbc co mé 600 ml. Bun soi
cho dén khi hoa tan hoan toan.

Sau khi ngudi, chuyén dinh lrgng vao binh dinh miec 500 ml, thém nwéc dén vach va tron déu.
CHU THICH: Néu dung dich mau thir dye, ¢an loc truére khi thu vao binh dinh mie 500 ml.

6.3 Dung djch mau trang

Dung dich chira 100 mi axit clohydric (3.2) trén lit.

6.4 Hiéu chuan

6.4.1 Dung dich hiéu chuan

Céc dung dich nay dwoc str dung dé do quang trong c&c cuvet c6 chiéu dai dwéng quang 4 cm hodc
5 cm.

Chuyén 25 mi axit clohydric (3.2) va cac lugng dung dich gée déng Il (3.5) nhw trong Bang 1 vao mt
day nam phéu chiét 500 ml, pha loang dén khodng 250 mi bang nudc va tron déu.

Bang 1 — Chudn bi cac dung dich hiéu chuan

Dung dich hiéu chuén sé Dung dgch:\;}éc déng I, Khéi lwong di:g twong (rng,
10) 0 0
2 2,5 25
3 5,0 5.0
4 75 7,5
i 10,0 10,0
(*) dung dich higu chudn zero.

CHU THICH: Néu ¢an c6 thé kéo dai dudng chudn, dudng chudn phai tuyén tinh it nhat gén 50 pg déng.
6.4.2 Tao phirc va chiét

Tién hanh déi véi mdi day nam phéu chiét nhu sau:
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— thém 25,0 ml dung dich k&m dibenzyldithiocarbamat (3.3) va I&c déu trong 1 min.

- sau khi tach lop, théo 6p hitu co phia dwéi va loc qua gidy loc khdng thdm nwdc vao mét cuvet.
6.4.3 Phép do quang

Chinh thiét bj vé 5 hép thu zero béng carbon tetraclorua (3.1).

Pé tranh dung mdi hiru co bi bay hoi, thie hién ngay cac phép do quang, sir dung may do quang phd
(4.1) dwoe cai dat & bwéc song co do hap thu tdi da (bwée song xap xi 435 nm) hoic str dung may do
mau (4.2) c6 gén bd loc thich hop.

6.4.4 Dwng dwong chuan

Ly d6 hép thu cha tirng dung dich hiéu chudn triy di d6 hép thy clia dung dich higu chuan zero va
dyng dudng chudn thé hién cac lugng ddng, tinh bang microgam, chira trong cac dung dich hiéu
chuén trén tryc hoanh va cac dd hap thu da hiéu chinh twong (g trén truc tung.

Duwng lai dudng chudn dbi véi mdi dung dich thude thir do mau méi (3.3).
6.5 Xac dinh
6.5.1 Tao phirc va chiét

Chuyén 250 ml dung dich mau th» (6.2) hoac cac dung dich mu tréng (6.3) vao phéu chiét 500 ml va
tiép tuc tién hanh nhw 6.4.2. »

6.5.2 Phép do quang

Thye hién cac phép do quang hai dung dich thu dugc trong 6.5.1 theo cac hwdng dan néu trong 6.4.3,
7 Tinh va biéu thi két qua
Tinh ham lwong ddng clia mau, ac.), bing miligam trén kilogam mudi, theo Céng thirc sau:

m~my V,
wcu =—¥x_1
m v,

Trong dé:
m 12 khdi lvong clia mau thir (6.1.), tinh bing gam (g);

m1 14 khéi lwong clia ddng phan tich dwoe trong dung dich cudi cling 6.5.1 déi véi dung dich
mau thir 6.2, tinh bang microgam (ug);
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mo la khdi lvong ciia ddng phan tich duoc trong dung dich cudi cling 6.5.1 déi voi dung dich
mau tréng 6.3, tinh béng microgram (pg);

Vi la thé tich clia dung dich mau thir 6.2, tinh béng mililit (mt);
V2 14 thétich clia dung dich mau thir st dyng trong 6.5.1, tinh bang milifit (ml).
8 Bao cao thir nghiém
840 cao thi nghiém phai néu ré:
~ moi thdng tin cin thiét dé nhan biét ddy 40 vé mau thir;
- phuong phap ldy mau da s dung, néu biét;
— phwong phap thtr da st dung va vién dan tiéu chuén nay;

- moi thao tac khéng qui dinh trong tiéu chudn nay, hodc dugc xem Ia tiy chon, cung v&i moi tinh
hubng bat thirdng c6 thé anh huwdng dén két qua thir nghiém;

— két qua thir nghiém thu dwoc hoic néu dap ng yéu cu vé do 1p lai thi néu két qua cudi cling thu duoc.
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Phu luc A

{Tham khao)

Két qua théng ké vé do chum ctia phwong phap

Céac phép phéan tich do mét sé phong thir nghiém thuc hién trén bdn miu, mdi phong thir nghiém cho
cac két qua thu dwoc tlr cing mdt ngudi thwe hién hai phép phan tich trén mot mau cho cac két qua
thdng ké néu trong Bang A.1 dudi day:

Bang A.1 - Cac két qua thong ké vé @5 chum ciia phwong phap

; Mudi kéttinh | Mudibidn | Mudi bién
Mudi mo . " < %
chan khong | (dang ran} | (dang iong)
S6 Ivgng phong thir nghiém tham gia 11 13 13 13
Ham lwgng ddng trung binh, mg/kg 0,020 0,030 0,054 0,041
B§ léch chuan Ip lai, s 0,0018 0,0030 0,0083 0,0031
D léch chudn tai lap, sw 0,0153 0,0159 0,0258 0,0178

Mau mudi bién dang dung dich cling nhu m&u muéi bién dang rdn déu duoc chuén bj gibng dung dich
mau thir (6.2).
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