Thirc an chan nuoi — Xac dinh ham ludng clorua hoéa tan trong nudc

Animal feeding stuffs — Determination of water-soluble chlorides content

1 Pham vi ap dung

Tigéu chudn nay qui dinh phuong phap xac dinh ham ludng clorua hoéa tan trong nudc cia thic an
chan nudi dugc tinh theo natri clorua.

g2
Phuong phap nay ap dung cho thifc an chan nudi.

2 Tai liéu vién dan

Cac tai liéu vién dan sau la rat cdn thidt cho viéc ap dung tiéu chudn. Déi vdi cac tai liéu vien dan ghi
nam ban hanh thi ap dung phién ban dudc néu. Béi vdi cac tai lidu vién dan khéng ghi nam ban hanh

thi 4p dung phién ban mdi nhat, bac gém ca cac sla dobi.

TCVN 4851 {I1SO 3696), Nudc dung dé phan tich trong phong thi nghiém — Yéu cau kj thuat va phuong
phap thur.

TCVN 6952:2001 (ISO 6498:1998), Thirc &n chan nudi — Chudn bi mau thir,

3 Nguyén tic

Hoa tan clorua cé mat trong phan mau thir bang nudc, Néu mau co chita chat hitu co thi phai lam sach.
Sau do dudc axit hoa nhe bang axit nitric va clorua dude két tla thanh bac clorua bang dung dich bac
nitrat thé tich chudn. Ludng bac nitrat duf dige chudn dd bang dung dich ameni thioxyanat hodc kali
thioxyanat thé tich chuan.



4 Thudc thir

Chi st dung thudc thi tinh khigt phan tich.

4.1 Nude, it nhat dat chat Iugng loai 3 theo TCVN 4851 (ISO 3696),

4.2 Axeton.

4.3 n-Hexan.

4.4 Axit nitric, o, (HNO;) = 1,38 g/ml,

4.5 Than hoat tinh, khong chifa clorua va khéng cé khé nang hdp thu clorua.,
4.6 Amoni sat (lll) sunfat, dung dich béo hoa.

Chuan bi tir NH,Fe(S0,),.12 H,0.

4.7 Dung dich Carrez I.

Hoa tan traong nudc 10,6 g kali hexaxyanoferat (I} ngam ba phan t& nudc [K.,Fe{CN),.3H,0]. Pha
lodng bang nudc d&n 100 mi.

4.8 Dung dich Carrez Il

Hoa tan trong nudc 21,9 g kém axetat ngam ha phan tlf nudc [Zn{CH,C00),.2H.0] va thém 3 m|
axit axetic b&ing. Pha lodng bang nudc d&n 100 ml.

4.9 Amoni thioxyanat hozc kali thioxyanat, dung dich thé tich chudn, ¢(NH,SCN) = 0.1 moall hogc
¢ (KSCN) = 0,1 mal/l.

4.10 Bac nitrat, dung dich thé tich chuan, c{AgNG,) = 0,1 mol/,

5 Thiét bi, dung cu

Sir dung cac thiét b, dung cu clia phang th-_’r.nghiém théng thudsng va cu thé aa.u:
5.1 May lac quay, van hanh & tan s6 quay khnﬁun—g 35 1dn dén 40 I1&n trén phut.,
3.2 Binh dinh mirc médt vach, ¢d dung tich 200 ml va 500 mi.

3.3 Pipet, ¢6 dung tich thich hdp.

5.4 Buret,



5.5 Can phan tich, cé kha ning can chinh xac dén 0,001 q.

6 Lay mau
Viéc I8y mau khdng qui dinh trong tiéu chuan nay, Nén Idy mau theo TCWN 4325:2007 (IS0 6497:2002 ) [1].

Digu quan trong |4 mau gifi d&n phong thir nghiém phai dldng 1a mau dai dién va khéng bi hu hdng
hodc thay dai trong sudt qua trinh van chuyén hoac bao quan.

7 Chuan bi mau thir
Chudn bi mau thit theo TCVN 6952:2001 (1SO 6498:1998).

Néu & dang rén thi nghién mau phéng thit nghiém (thudng 500 g) sac cho mau lot hét qua sang cd

16 1 mm. Trén k. .
8 Cach tién hanh

CHU THICH Mé&u cédn kiém tra su thod man yéu cau vé gidi han 13p lai (xem 10.2), thi ti€n hanh hai ldn xac
dinh ddc 1ap theo 8.1 dén 8.5,

8.1 Lua chon cach tién hanh 2
Méu mau thir khéng chira chat hiru ca, thi tién hanh theo 8.2.

MNéu mau thir chita chét hitu cd, thi ti€n hanh theo 8.3, ngoai trir mau thir lién quan dén thitc an chan
nudl da dudc nau, khd dau lanh va bét mi, cac san pham khac chira nhiéu bét hat lanh, va cac san
pham khac giau chat nhay hodc chat keo (vi du tinh bot dude dextrin hoa). Trong trudng hop cac san
pham nay tién hanh theo 8.4,

8.2 Chuan bi dung dich thir tir mau khéng khéng chira chit hitu co

Can mét phan mau thir (khéi Iuvgng m) tir mau da chudn bi khéng qua 10 g dude du doan khéng chita
nhiéu han 3 g clorua, chinh xac dén 0,001 g. Chuyén véo binh dinh mifc 500 ml (5.2} va thém 400 m
nuGc & nhiét do khoang 20 °C.

Tron 30 phut ﬁrong may l&c quay (5.1}, pha loang bang nudc dén vach (thu dugc thé tich V), sau dé

tron va loc.

Tién hanh theo 8.5.



8.3 Chuan bi dung dich thir tir mau chifa chat hitu cd, ngoai trir nhimg san pham da liét ké trong 8.4

Can khoang 5 g (khéi Iugng m) clia mau thir da dude chudn bj chinh xac dén 0,001 g va chuyén vao
binh dinh mic 500 ml (5.2). Thém 1 g than hoat tinh (4.5), 400 mi nuée & nhiét 96 khoang 20 °C va 5 ml
Carrel | {4.7). Sau d6, khudy thém 5 ml dung dich Carrel || (4.8).

Lac 30 pht trén may lac quay (5.1). Pha lo&ng béng nuéc dan vach (duge thé tich V), 1ac déu va loc.
Tién hanh theo 8.5.

8.4 Thic an chan nudi da nau, khé ddu lanh va bat mi, cac san pham chia nhidu bét hat lanh,

va cac san pham khac giau chat nhiy hoac chit keo

Can khodng 5 g (khdi lugng m) mau thir 3 dude chudn bi chinh xac dén 0,001 g va chuyén vao binh
dinh mic 500 ml (5.2). Thémi 1 g than hoat tinh (4.5), 400 m| nudc & nhiét dd khoang 20 °C va 5 ml
dung dich Carrez | {4.7). Khudy, sau d6 thém 5 ml dich Carrez || {4.8),

Trén 30 phit trén may 1ac quay (5.1). Pha lodng bing nudc dén vach (dudc thé tich V) va trén.

Gan (ly tam, néu can). Diing pipet (5.2) sy 100 mi chét 1éng ndi phia trén cho vao bink dinh mitc 200 ml (5.2),
Tron vdi axeton (4.2), pha lo&ng bang dung méi nay dén vach, trén va loc,

8.5 Chuan do

Dung pipet (5.3) 18y mét phan chat Idng tir 25 ml dén 100 mi phan dich lge (thé tich V,) cho vao binh
nén. Phan dich loc khéng diuge chita nhidu hon 150 mg clorua.

Pha lo@ng bang nuéc dén thé tich khéng nhd hon 50 mi, néu can. Thém 5 mi axit nitric (4.4), 2 ml dung
dich amoni sat (111} sunfat (4.6} va 2 giot dung dich amoni thioxyanat ho#c kali thioxyanat (4.9) tir buret
(5.4) da dugc lam ddy dén vach zero (D).

CHU THICH Phén con lai elia dung dich dude diing d& chudn dé bac nitrat dir.

Tir buret (5.4) cho dung dich bac nitrat (4.10) cho dén khi mat mau nau dd, sau d6 cho thém ti€p 5 mm
(dugc the tich V,,). Lic manh dé tao két tia. Cé thé cho thém 5 mi n-hexan (4.3) dé giip dang lai, néu can.

Chuan dd ludng bac nitrat du bang dung dich amoni thioxyanat ho&c dung dich kali thioxyanat {(4.9) cho

dén khi cé mau nau db, bén trong it nhat 30 giay (dudc the tich V,q).



8.6 Thirmau tring

Tién hanh thif mau trang song song véi phép xac dinh, sit dung eling qui trinh va cling thuge thir nhung
khéng sl dung phan méu thir, p

9 Biéu thj két qua

Tinh ham Iudng clorua hoa tan trong nudc, dude biéu thi theo natri clorua, biing cong thite sau day:

MtV —Vaode, - -Yo)e,]

i
*—x F < 100%
m W

d

Wye =

trong doé

W

la ham lugng clorua hoa tan trong nudc clia mau thl, dude bidu thi theo natri clarua, tinh theo
phan tram khai ludng;

M la khéi Iugng phan ti gam clia dung dich natri clorua (M = 58,44 g/mol), tinh bang gam trén maol:

Vir

la thé tich clia dung dich bac nitrat thém vao dé chuin dé dung dich thi (8.5}, tinh bang mililit;

V., la thé tich clla dung dich bac nitrat thém vao d€ chugn do dung dich mau tring (8.6), tinh

bang mililit;
la néng dé chia dung dich bac nitrat (4.10), tinh bing mal frén lit:

e
la thé tich clia dung dich amon) thioxyanat hozic dung dich kali thioxyanat dung dé chuin da
dung dich thir (8.5), tinh bang mililit;

la thé tich clia dung dich amoni thioxyanat hosic dung dich kali thioxyanat dudc ding 6& chusn
do dung dich mau trang (8.6), tinh bang mililit:

la néng @6 cla dung dich amoni thioxyanat ho#ic dung dich kali thioxyanat (4.9), tinh béng mol
trén lit;

14 khdi ludng clia phan mau thi, tinh bang miligam:

la thé tich clia dung dich thir da dudc chuin bi trong 8.2, 8.3 va 8.4 (Vi = 500 ml), tinh béng
mililit;

la thé tich phdn mau thir clia dich loc da ldy (xem 8.5), tinh bang mililit:
la hé s6 pha lodng:

f =2 d6ivéi thic an chan nudi da n&u, khe dau lanh va bt mi, cac san pham khac chira
nhiéu bt hat lanh va cac sdn pham khac c6 chét nhdy hosic chit keo (xem 8.4);

f=1 d6i véi thirc &n chén nuéi khéc (xem 8.2 va 8.3),



Bao cao két qua " chinh xac dén:
0,05 % déi vai ham luong clorua hoa tan trong nudc nhd hon 1,5 %;

0,1 % déi vai ham lugng clorua hoa tan trong nudc [8n han hodc bang 1,5 %.
10 Do chum

10.1 Phép thir lién phéng thir nghiém

Cac chi tiét clia phép thif lign phong thit nghigm vé d& chum cla phudng phap dudc dua ra trong phu
luc A. Cac gia tri dude |&y tir phong thir nghiém nay ¢é thé khong ap dung cho cac dai ndng dé va céc
chat nén (matrix) khac vdi cac gia tri da néu.

10.2 D6 lap lai

Chénh l&ch tuyét déi gilta céc két qua cla hai phép thir dbc lap don |&, thu dude khi sif dung cing
phudng phap trén vat liéu thir giéng hét nhau trong ciing mét phang thir nghiém, do mét nguai thuc
hién, sif dung cting thiét bi, thuc hién trong mot khoang thdi gian ngan, khéng qua 5 % cac trudng hop
vuct qua gidi han |ap lai (r ), dude tinh tlf cong thifc sau day:

r=0,314 (w,) **

trong dé

r la gidi han lap lai, dude bigu thi theo phdn tram khdi ludng:

w .. lagia tri trung binh cla hai két qua thir déc 1ap, dudc biu thi theo phan tram khéi lugng.
10.3 DG tai lap

Chénh léch tuyét dai gilta cac két qua cla hai phép thir dan 1, thu dude khi st dung cling phudng
phap trén vat ligéu thir giong hét nhau trong cac phong thit nghiém khac nhau, do nhilmg ngudi khac
nhau thifc hién, s dung cac thiét bi khac nhau, khing qua 5 % cac trudng hop wudt quéa gidi han tai lap
R dudc tinh tir cong thife sau day:

R =0,552 % + 0,135 w,,

trong do

= soc bigu thi theo phan tram khdi lugng [% (mfm)],



R |4 gidi han tai lap, dugc biéu thi theo phan trdm khéi lugng;

w,. 14 gia tri trung binh cla hai két qua thir dac lap, dudc bidu thi theo phan tram khdi ludng.

11 Bao cao thi nghiém

Béo cao thir nghiém phai ghi ré:

~ moi théng tin cin thiét d& nhan biét day di vé mau;

~ phugng phap 18y mau da sir dung, néu biét;

- phugng phap thir nghiém da dlung, vién dan tiéu chudn nay;

~ maoi chi tiét thao tac khéng dugc quy dinh trong tiéu chuan nay hofc nhing diéu dude coi 1a tuy ¥
cling nhu cac su ¢d bat ky ma cé thé anh huding dén két qua thir,

két qua thir nghiém thu dugc; hodc

- néu dap (mg yéu cdu vé do 1ap lai, thi ghi két qua cudi cling thu dudc.



Phu luc A
{tham khao)

Cac két qua cla phép thir lién phéng thir nghiém

Mét phép thir lién phang thir nghiém do ISCITC 34/SC 10 Thifc an chan nudi da dudc t8 chitc nam
1987 va dudc tién hanh theo ISO 5725:1986) . Phép phan tich thdng k& cudi ciing tién hanh theo
TCVN 5725-2:2001 (IS0 5725-2:1994) “l Trong phép thir nay, c6 24 phéng thir nghiém tham gia. Cac
mau thirc &n gluten ngd, thic an chan nudi vO béo da dudc tron tridc, bot ca, thic an chan nudi da
dudc tran trudc dam dac (2 loal), san phim premix va ndm men d3 dudc kiém fra.

Bang A.1 - Céc két qua cia phép thir lién phéng thir nghiém

b Bugc bidu thi theo phén tram khai lwang [% (mim)].

Théng s6 Mau * ]
1 R e - G 8 5 a8t 7
OO i
S8 lugng eac phong thi nghiém sau 23 23 s B HRALL 23 23 23
khi trir ngoai l& l
Ham Iugng trung binh clorua hoa tan 3,22 0,105 1,56 14,1 3,56 2.54 1,07
trong nude, chat khd, % ° | 5 .
Bt ! — |
Bid lech chudn Ep lai (s,), % ° a11 @ 0,018 0,05 0,20 010 0,08 | 0.03
Hé 58 bién thign 13p lai, % a5 17.2 3.5 1.4 29 3,0 2.9
Gigi han Bp lai (A {=28x5) %" 0,308 (0.050 0,140 0,660 0280 | 0,224 0,084
- D9 léch chudn tai lap (sg), % ° 0,22 022 | 037 088 | 050 | 030 0,16
= 1 ——
Heé s& bign thién tai lap, % 7 210 24 B 14 12 15
Gid han tai lap (K} (R=2.8 % 52} % ° 0,616 0616 1,036 2,464 1,400 0,840 0,448
a Mau 1: bt ea;
Méu 2 thitc &n tir giuten ngd;
Mau 3: ndm men;
Mau 4; san pham premix; |
Mau 5: thifc &n chan nué 33 dude tron Inddc Jam dac;
Mau B: thifc &n chan nudi 33 duds tedn Insdc Jam dac,
Mau 7: thifc an chan nudi da dude trén inedc vé béo;
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