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L&i n6i dau
TCVN 9474:2012 hoan toan twong dwong véi ISO 5985:2002 (cung
v&i dinh chinh 16i ky thuat 1).

TCVN 9474:2012 do C\uc Chan nubi bién soan, B6 Nong nghiép yé
Phat trién nong thon dé nghi, Téng cuc Tiéu chuén Do lwdng Chét
lwong tham dinh, B6 Khoa hoc va Céng nghé céng bo.
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Thirc &n chdn nudi — Xac dinh ham lwgng tro khdng tan trong
axit clohydric

Animal feeding stuffs - Determination of ash insoluble in hydrochloric acid

1 Pham viap dyng

Tiéu chudn nay néu rd hai quy trinh x4c dinh tro khéng tan trong axit clohydric déi véi thirc &n

chan nuoi.
Quy trinh dwgc 4p dung:phy thudc vao ban chét clia mau.

a) Quy trinh A &p dung d6i véi thirc &n chin nudi hiru co don va déi véi thirc &n chin nudi hén
hgp (trr nhirng loai dwec néu trong quy trinh B).

b) Quy trinh B 4p dung dbi v&i cac chat khodng, hdn hop chéat khodng va thirc n chin nudi dang:
hén hgp ¢6 ham lwong tro khdng tan trong axit clohydric Ién hon 1 % (theo khéi liegng) khi xac
dinh theo quy trinh A.

2 Tailidu vién din

Céc tai lidu vién din sau day rat cn thiét cho viéc ap dung tiéu chuln. Déi véi cac tai liéu vién din
ghi nam cdng b thl 4p dyng phién ban dwec néu. D&i véi céc tai liéu vién din khong ghi nam
cdng b thl 4p dung phién ban méi nhét, bao gdm ca céc stra ddi, bd sung (néu cé).

TCVN 6952:2001 (ISO 6498:1998), Thirc &n chdn nuéi - Chuén bj méu thir

3 Thuat ngi? va dinh nghia

Trong tiéu chuan nay st dung thuét nglr va djnh nghia sau:

3.1 Tro khéng tan trong axit clohydric (ash insoluble in hydrochloric acid)

Phan tro khdng tan trong axit clohydric lodng dwéi cac diéu kién quy dinh trong tiéu chuén nay.
CHU THICH: KAt qua dwoc bidu thj bing phin trém khéi legng clia miu thir.

4 Nguyén tic
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4.1 Quytrinh A

Céc chit hiru co trong phin miu thir dwec phan hiy bing cich nung.

X ly phin tro thu dwgc béing axit clohydric. H8n hop dwoc lgc, sau d6 séy kho, nung va can phan
con lai.

4.2 QuytrinhB
Mét phan mau thir dugc xiz Iy bing axit clohydric. H8n hep dwoc loc, sau d6 sdy va nung.
Tro dugc x(¢ Iy nhue 4.1.

5 Thubc thir

Chi si¥ dung thuéc thir dat chét lrgng phan tich, nuéc cit hodc nwede khir khodng hoic nwéc cb
46 tinh khiét trong drong.

5.1 Axit clohydric lo&ng, 3 mol/l.

5.2 Dung dich axit tricloaxetic, 200 g/.

5.3 Dung dich axit tricloaxetic, 10 g/l.

6 Thiétbj

Sir dung c4c thiét bj phdng thi¥ nghiém théng thudng va cu thé sau day:

6.1 C4n phan tich, c6 thé can chinh xéc dén 0,001 g.

6.2 Lo nung, a6t ndng bing dién, kiém soét dwoc nhiét 46 va dwoc gan voi nhigt ké.

Lo nung khi a3t & nhiét.dd 550 °C phai cé khd nang kiém soat sao cho nhigt a9 tai cac diém dat
chén nung khdng duwgc chénh Iéch qua 20 °C so v&i nhiét 36 da cai dat.

6.3 Tu sdy, c6 kha nang kiém soat nhiét d¢ & (103 £ 2) °C.
6.4 Bép dién hoic bép ga

6.5 Bép cach thuy

6.6 Chén nung, bang platin ho&c hg'p kim vang platin (vi dy 10 % Pt, 90 % Au) hosc vat liéu khac
khong bj anh hwdng bi cac didu kién thir nghigm, tot nhét 1a loai hinh chi¥ nhat cé dién tich bé
mét khoang 20 cm? va chiu cao khodng 2,5 cm.
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Pbi véi cac mAu c6 xu huréng phdng i8n khi cacbon héa thi diing céc chén cb dign tich b& mit
khoang 30 cm? va chidu cao khodng 4 cm. .

6.6 Binh hat m, chira céc chit hot &m higu qua

7 Liy méu

Pidu quan trong 1a mAu glri 3én phdng thi nghiém ddng la m&u dai dién va khéng bj hw héng hodc
thay @8i trong suét qua trinh v&n chuyén hoc bio quan.

Bao quan mAu sao cho tranh dwgc sy hwe hdng va thay d@di thanh phan.

Viéc Iy mAu khéng quy dinh trong tiéu chuén nay. Nén 14y méu theo TCVN 4325 (ISO 6497).

8 Céch tién hanh

8.1 Chuén bj miu t-hI:P _

Chuln bj m&u thér theo TCVN 6952:2001 (1ISO 6498:1998).

8.2 Quytrinh A

8.2.1 Phin miu thir

Can khoang 5 g mau thir (8.1), chinh xac dén 0,001 g, cho vao chén nung (6.6).

8.2.2 Xac djnh

8.2.2.1 D3t chén nung ¢6 chira phin mAu thi¥ (8.2.1) 1én bép dién hoic bép ga (6.4) va ddt néng
lién tyc dén khi mAu thir chay thanh than. Chuyén chén vao I8 nung (6.2), g3 dwoc d3t tredc &
550 °C va dé trong 3 h. Kidm tra bing mét xem mau thr d3 duwoc tro hda hét chira. Néu chura thi
dst chén nung vao 10 va nung thém 1 h. Néu vén con nhin th&y cac hat cacbon hodc nghi ngdr sip
o mit clia ching th d8 tro dén khi ngudi, 1am &m bang nuwéc cét, dé bay hoi cn than cho dén
khd trong'tﬁ sdy (6.3) da dwoc cai dat & 103 °C. Sau d6 dat chén vao Id nung va nung tiép thém
1 h. D& chén nung ngudi d&n nhiét @6 phang trong binh hat &m (6.7).

CHU THICH: Tro thu dwgc trong phén nay trrong (ng véi quy trinh dwoc ndu ra trong TCVN 4327 (ISO 5984).

8.2.2.2 Chuy&n tro vao cbc dung tich 250 ml dén 400 ml béng 75 ml axit clohydric lodng (5.1).
Pun can than dén sdi trén b&p dién hosic bép ga (6.4) va dé sdi trong 15 min. Loc dung dich néng
qua gidy loc khéng tro, ri¥a gidy loc va cin bing nudc néng dén khi hét axit. Chuyén gidy loc ciing
v&i phan c&in vao chén nung (6.6) ma chén nung ndy da dwgc dét néng trrdc it nhat 30 min trong
16 nung (6.2) & nhiét @4 550 °C, dwec 1d3m ngudi trong binh hat 4m (6.7) va can chinh xac dén
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0,001 g. SAy chén chira gidy loc va ciin trong 1u sdy (6.3) & 103 °C trong 2 h, sau dé nung 30 min
trong 13 nung (6.2) & nhiét @9 550 °C. Lam ngudi chén dén nhiét a9 phang trong binh hat &m (6.7)
r8i ¢4n nhanh véi @ chinh x&c dén 0,001 g.

8.2.2.3 Tién hanh hai IAn x4c dinh trén cac phin mAu thir dugrc 14y tir cing mot mau thir.
8.3 Quytrinh B

8.3.1 Phin miu thir

C4n khodng 5 g mAu thl (8.1) chinh x4c @én 0,001 g, cho vao cbc dung tich tir 250 mi dén 400 mi.

83.2 Xac djnh

8.3.2.1 Thém IAn luot vao cdc b chira miu thir (8.3.1), 25 mi nuéc va 25 m axit clohydric lodng
(5.1). KhuAy va a8 yén @én khi hét bot. Thém 50 ml axit clohydric va tiép tyc chér, néu can, dén khi
hét bot hoan toan. Dun céc trén bép céch thily (6.5) trong 30 min hoic lau hon &én khi tat ca tinh
b6t trong miu dwece thly phan hoan toan.

Loc dung dich néng qua gidy loc khéng tro va rira gidly loc va phan c3n con lai véi 50 ml nwéc
noéng.

8.3.2.2 Néu dung dich khé loc, 1ap lai viéc xac dinh v&i phdn miu thir méi nhung thém 50 ml
dung dich axit tricloaxetic (5.2) thay cho 50 ml axit clohydric va rira gidy Ioc va phin cin véi dung
dich axit tricloaxetic (5.3) néng trw&e khi nlra véi nwréc néng.

8.3.2.3 Chuyan gidy loc cling v&i phan cin vao chén nung:(6.6). SAy khé 2 h trong ti sy (6.3) &
103 °C, sau d6 nung trong 16 nung (6.2) & 550 °C trong 3 h. & chén nung ngudi @én nhiét 46
phéng trong binh hit &m (6.7).

8.3.2.4 Tiép tuc nhu myc 8.2.2.2
8.3.2.5 Tién hanh hai 1An x&c dinh trén cac phan miu thir dwee 18y tir cling mét mAu thi.

9 Bidu thj két qua

Tro khéng tan trong axit clohydric, w, duge bidu thi theo phin tram khéi lvgng miu, tinh béng

¢bng thirc sau:
m,—m
w=—2—2x100
m, —m,
Trong dé
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mo 14 khéi igng, clia chén ring (8.2.2.2), tinh bang gam (g);
my 1 khéi Ivgng, clia chén chiva phn m&u thir (8.2.1 holic 8.3.1), tinh bing gam (g);
m2 1a khi lugng, clia chén va tro kfiéng tan trong axit clohydric, tinh béng gam (@)
Két qua 12 trung binh cdng cla hal 1An x&c dinh néu thda mén y8u cAu v& ab 13p lai (xem 10.2).
Béo céo két qua chinh x4c dén 0,1 % (phan khéi Ieong).
10 D) chym
104 Thir nghigm lién phéng

Céc chi tiét clia cac phép thir lién phdng v8 a9 chum clia phwong phép duec ndu trong phy luc A.
Gi4 trj tir phép thir nghiém ndy cb thd khang 4p dung cho cac gidi ndng a9 va cac chit nén khéc.

10.2 D3 lip lal

Chénh 1&ch tuyét a6l gitFa hai két qua thir nghiém ddc 14p, don 18, thu dwgc khi sir dyng cling mét
phwong phap trén vat liéu thir gibng nhau trong cling mét phong thir nghiém, do mét ngurdi thiee
hién, stz dyng cling thiét bj khdng qué 5 % c4c tneéng hop vret qua gidi han 13p 1ai (r) dugc ndu
trong Bang 1. '

Bang 1 - Giéd han Idp lal () va gléd han téi p (R)
Céc gia tr] tinh biing gam trén kilogam

Mau Tro thd r R
Bot ca 8,2 0,8 23 .
Taploca 34,6 28 48
B6t thit : 86 ' 0,8 19
Thire &n cho lgn con 26 - 0.3 1.0
Thirc &n cho g broiler | . 1,7 0,3 0,8
Lda mach ' 2,6 0,5 1.6
Khé diu hat ¢o 6,0 0,8 1.1
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10.3 Do tailgp

Chénh I1¢ch tuyét dbi gitra hai két qua thir nghiém don I8, thu duwec khi st dyng cling mét phrong
phép trén vat liéu thir gidng nhau trong céc phdng thir nghiém khéc nhau, do nhing ngudi khac
nhau thyec hign, st dung thiét bj khéc nhau, khdng qué 5 % c4c trrdmg hop vurgt qua gi¢i han tai

l4p (R) dwgre néu trong Bang 1.

11 Bdo céo thir nghiém
Béo cdo thir nghiém phai ghil rd:
a) mol théng tin cAn thit d& nhan bidt ady ad v& mAu;
b) phwong phap 14y m3u 84 sl dung, néu biét;
c) phwong phép thir nghiém a4 ding (quy trinh A ho#c B), vién din tidu chuin nay;

d) mei chi tiét thao tac khdng durorc quy dinh trong tiéu chudn ndy hosc nhirng didu dwec coi
1 ty y cling nhw céc sy cb bt ky ma c6 thd anh huwdng @én két qua;

e) két qua thir nghiém thu duee;

f) néu d4p (g yéu cAu va a8 I3p lai, thi ghi két qua cudl cing thu duge.

10
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Phy lyc A
(tham khdo)

Kit sk thr nghijen lidn phdag

DO chym clia-phudng phip aukse il iip b1 tdo phép thir Mn phong thi nghiém tién hanh theo
TCVN 6910-1'(ISO §725-1 v& TCVN 6810-2 (1ISO 5725-2), a8i véi tredmg hop ngoal 18 thi phép thir
Dixon dugc thay biing phép thir Grubbs. Trong céc phép thir ndy, 20 dén 30 phang thi nghi¢m &2
tham gia va d4nh gi4 trén cdc mu bét ¢4, tapioca, bét thit, thire &n cho Ign con, thirc &n cho ga broiler,
lGa mach va khd diu hat cg. Cac két qua clia thir nghiém lién phéng duwgc néu trong Bang A.1.

Béing A.1 — Két qua théng ké ctia cac phép thir lién phong thir nghigm

Miu*
Théng sb
1 2 3 4 5 6 |7

Gia trj trung binh tro thé khéng tan trong HCI, 82 |346 |86 |26 (17 2'.6 6,0
a/kg :
D4 I&ch chuln I3p lai (s), a/kg 03 |10 (03 |01 |01 (02 |03
Hé sé pién sai 3p lai, % 34 |28 (31 |42 |64 (65 |48
Gi&i han I3p lai (), g/kg 08 (28 |08 (03 {03 |05 |08
D léch chudn téi 14p (s,), kg 08 [17 |07 |03 |03 |06 |04
Hé sb bién sai tai lap, % 98 (49 |77 |136]|197 {22566
Giéi han tai 1ap (1), g/kg @ 23 (48 |19 |10 |09 [16 |11
& 1:botca : 5: thirc &n cho ga broiler

2: tapioca 6: lia mach

3: bot thit ' 7: kho ddu hat co

4: thirc an cho Igrn con

11
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THU MYC TAI LIEU THAM KHAO

[1] TCVN 6910-1 (ISO 5725-1), D chinh x4c (d6 ding va d§ chum) ctia phuzong phap do
va két qua do — Phan 1: Céc dinh nghTa va nguyén téc chung.

[2] TCVN 6910-2 (ISO 5725-2), B$ chinh xac (49 ding va dd chum) clia phwong phap do va két
qua do — Phén 2: Phuwrong phép co ban d8 xac dinh a8 14p lai va a9 t4i l3p cla phuong phap tisu
chuan,

[3] TCVN 4327:2007 (ISO 5984:2002), Thitc &n chén nubi — Xéc djnh tro thé.

[4] TCVN 4325:2007, Thirc &n chan nudi — Ly méu.




