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L&i néi dau
TCVN 9940:2013 hoan toan twong dwong véi ISO 5809:1982;

TCVN 9940:2013 do Ban k§ thuat tiéu chudn quéc gia
TCVN/TC/F18 Dudng, mét ong va sdn phdm tinh bét bién
soan, Tdng cuc Tiéu chudn Do lwdng Chét lwgng thdm dinh,
B6 Khoa hgc va Céng nghé céng bb.
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Tinh bét va san pham tinh bét - Xac dinh ham lwong tro sulfat

Starches and derived products - Determination of suiphated ash

1 Pham vi ap dung

Tiéu chun nay qui dinh phrrong phap @8 xac dinh tro sulfat trong tinh bat va cac san pham tinh bét.

2 Tailiéu vién dan

Céc tai liéu vién din sau rat cAn thiét cho viéc ap dung tiéu chudn nay. Di véi céc tai liéu vién dan ghi
n3m cong bé thi 4p dung phién ban dugc néu. Dbi véi cac tai liéu vién dén khéng ghi nam cdng bb thi
ap dung phién ban mé&i nhat, bao gdm ca céc stra ddi, b sung (néu co).

TCVN 9934 (ISO 1666), Tinh bét — Xéc dinh do &m - Phuong phép dung ta séy

I1SO 1741, Dextrose — Determination of loss in mass on drying — Vacuum oven method (Dextroza — Xac
dinh hao hut khéi lugng sau khi sdy — Phuong phép ta sdy chan khéng)

ISO 1742, Glucose syrups — Determination of dry matter — Vacuum oven method (Siro glucoza — Xac
dinh ham luong chét khé — Phuong phép ti sdy chan khéng)

ISO 1743, Glucose syrup — Determination of dry matter content — Refractive index method (Siro
glucoza — Xéc dinh ham luong chét khé — Phuong phép do chi sé khic xa)

3 Thuét ngir va dinh nghia

Trong tiéu chuén nay st dyung thuat nglr va dinh nghia sau day:

31

Tro sulfat (sulphated ash)

Phan con lai thu dwoc sau khi nung san pham theo phwong phap qui dinh trong tiéu chun nay.

Ham luvong tro sulfat dugc bidu thi theo phan tram khéi lwong san phdm hoZc phén tram khéi luong
tinh theo chét khé.
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4 Nguyén tic
Nung phan miu thir véi axit sulfuric, & nhiét @6 525 °C + 25 °C.

Ding axit sulfuric @& phan hly chit htru co va tranh bj that thoat do chuyén héa cac mudi clorua dé
bay hoi thanh cac mubi sulfat khéng bay hoi.

5 Thubc thir

Trong qua trinh phan tich, chi st dung céc thudc th loai tinh khiét phan tich. Nwéc st dung phai 1a
nwéc cét hodc nwdc b dd tinh khiét twong dwong.

5.1 Dung djch axit sulfuric
Cho ¢in than 100 ml axit sulfuric dam d3c, 0 = 1,83 g/ml, vao 300 mi nwdc va trén déu.
5.2 Dung djch axit clohydric

Cho cAn than 100 ml axit clohydric dam dc, oz = 1,19 g/ml, vao 500 ml nwéc va trn déu.

6 Thiétbj, dyng cu
St dung c4c thiét bi, dung cu phong thr nghiém théng thuréng va cy thé nhu sau:

6.1 Dia nung, bing platin ho#c cac vat liéu khac ma khéng bj anh huéng bdi cac didu kién thir
nghiém (vi dy, dia nung bang silica), dung tich 100 ml dén 200 ml va c6 dién tich bé mat htru dyng téi
thidu 15 cm?

6.2 L nung biing dién c6 tudn hoan khdng khi, c6 kha niing kiém soat durgc nhigt df 525 °C + 25 °C.
6.3 Bép dién hoac dAu dét bing khi hodc dén aét.

6.4 Binh hat 4m, chira chit hit 4m con tac dung.

6.5 Ndi cach thiy, cé thé kiém soat dugc nhiét o 60 °C dén 70 °C.

6.6 Can phén tich.

7 Céch tién hanh
7.1 Chuén bj dia nung

Lam sach dia nung (6.1) méi sir dyng hodc dia @ si dung bding c4ch dun s8i v&i dung dich axit
clohydric (5.2) rbi trang nhiéu 1an béng nuéc.
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Nung dia 30 min trong 16 nung (6.2) dugc kiém soat & 525 °C + 25 °C. D& ngudi dia dén nhiét a3 phang
trong binh hat dm (6.4) rdi can chinh x4c dén 0,0002 g (dia nung phéi dwgc nung dén khéi lvgng
khang adi).

7.2 Chudn bj miu thir

Trén d&u va trdn nhanh mau trong vat chira bang cach khudy (ddi véi dang bot) hodc trdn béng thia
(ddi véi dang 16ng)".

Néu thé tich cla vat chira khdng G d& trdn thi chuyén nhanh toan b m3u sang vat chira khac c6 kich
thudc thich hop da dugc sy khd trudc.

Tién hanh cin than dé tranh 1am thay ddi 6 4m clia m3u. C6 thé khé dé l4y dwoc khoang 5 g miu dai
dién (vi du glucoza dang cyc). Trong trwdng hop nay, stf dyng mét trong hai qui trinh mé ta dwéi day:

a) Can cén than khodng 100 g mAu, chinh xac dén 0,01 g cho vao vét chira khé ¢6 nép day, da duoc
can trudc cling véi nép. Thém khodng 100 ml nuéc & 90 °C, Gy nép va khudy cho dén khi mau hoa
tan hoan toan. D& ngudi dén nhiét d phang rdi can chinh xac @én 0,01 g.

b) Lam tan chdy miu dang rén, dng trong vét chira cé ndp, bdng cach ngam trong ndi c4ch thly
(6.5), duwgc kiém soat & 60 °C dén 70 °C. LAy vat chira ra khdi ndi c4ch thly rdi @& ngudi dén nhiét 4o
phong, 14c trén thwéng xuyén nhung khéng mé ndp va trén nwéc ngwng ty véi mau,

7.3 Phin miu thir

Néu tién hanh pha lodng thi Iy phan dich 1dng clia dung dich thu dwgc (xem 7.2) sao cho khéi lwong
méu thu dugc tvong dwong nhu trong Bang 1.

Trong tt ca cac trung hop khac, can mét lwong méu thi (7.2) chinh xac dén 0,001 g cho vao
trong dia nung (6.1) da dugc céan trwéc chinh xac dén 0,0002 g, nhw trong Bang 1.

Bang 1
Tro sulfat Khéi lwgng phdn miu thi
% (khéi lugng) g
<5 10
>5va<10 5
>10 2

" i véi sird glucoza, loai bd 1&p phia trén (khodng 0,5 cm) trudre khi trdn déu.



TCVN 9940:2013

7.4 Détsobd

Cho 5 ml dung dich axit sulfuric (5.1) vao phan miu thir hoZic phdn chét 16ng (7.3). Trén déu bing dia
thly tinh va trang bang mét it nwée, thu Iy nwéc trang vao chén nung. Lam néng chén nung tir tir va
cén than trén bép dién hodic diu @bt béng khi hodc dung dén d@ét (6.3) cho @én khi cacbon héa hoan
toan (nén tién hanh trong tl hut).

7.5 Tién hanh nung

Dit dla nung vao 10 nung (6.2) dugc kidm sodt & 525 °C + 25 °C va duy trl nhiét do nay cho dén khi
hét hdn cacbon. Thei gian nay thwedng khodng 2 h.

D& ngudi. Cho vao phn tro vai giot dung dich axit sulfuric (5.1), lam bay hoi & clra 10 nung va nung
tiép trong 0,5 h. Dt chén nung vao trong binh hit 4m (6.4) va @& ngudi dén nhiét @6 phong. Can chén
cling véi tro chinh xac dén 0,000 2 g. Tiép tuc nung cho dén khi thu dugc khéi leong khéng ddi.

Khéng dwgc dat qua bén chén nung trong binh hit 4m mét Ian.
7.6 S614n x4c djnh

Tién hanh hai phép xac dinh trén cling mot phan miu thir (7.2).

8 Bidu thj két qua
8.1 Phwong phép‘va cbng thirc tinh
Tro sulfat, dwgc bidu thj theo phan tram khéi lweng san phdm, tinh dwec bdng cong thire sau:

100
Ms=M —_—
(mz-my) x

0

Tro sulfat dwgc bidu thj theo phan trim khdi long tinh theo chét khé, tinh dugc bing cdng thire sau:

(- my) x 220100
m, 100-H
Trong dé:
my 1a khéi legng phan mau thir c¢é tinh dén viéc pha lodng (7.3), tinh bdng gam (g);
m 1a khéi lvgng chén trudc khi nung (7.1), tinh bang gam (g);
m, 14 khéi lgng clia chén sau khi nung ciing véi tro (7.5), tinh bang gam (g);
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H 14 45 Am cla san phdm, xac dinh theo TCVN 9934 (ISO 1666), I1ISO 1741,
ISO 1742 hoac I1SO 1743 twong (rng.

LAy két qua 13 trung binh clia céc gia trji thu dwoc trong hai phép xac djnh, véi didu kién dap (ng Guoc
yéu chu vé d9 I3p lai (xem 8.2). Néu khong thi 13p lai phép thi.

CHU THICH 1 Trong céc sin phdm tinh bt thiy phan c6 chira natri clorua, 14 chét khoang chiém wu thé, ham lugng tro c6
thé dugc danh gia theo natri clorua bing cach nhan quy wér tro sulfat véi hé sé 0,823 véi ty 1é:

natriclorua _ 2(NaCl)
natrisulfat (Na,SO,)

Két qua dugc l1am tron dén hai chir sb thap phan.

8.2 Do I13p lai

Cheénh l&ch tuyét ddi gitra cac két qua thu dugc trong hai l4n xac dinh tién hanh ddng thoi hodc lién
tiép nhanh, do mét ngudi phan tich, thye hién trén cling mdt mau thir khéng dugc Ion hon:

- 4% gi4 trj trung binh trong trdng hop tro sulfat Ién hon 2 % (khéi lueng);
- 0,08 g trén 100 g trong trwdrng hep tro sulfat nhd hon 2 % (khéi lwvgng);
8.3 Dbjtailap

Chénh léch tuyét adi gitra céc két qlia thu dwgc trong hai 18n x4c dinh tién hanh trén cing mét méu
thir, do hai phdng thir nghiém khac nhau thire hién khéng dwgc qua:

0,1 g/100 g trong trwdng hop tro sulfat nhd hon 0,5 % (khéi lwvgng);

1 % trung binh céng trong trwdng hop tro sulfat Ién hon 5 % (khéi lveng);

20 % trung binh cdng trong trrdng hop tro sulfat tir 0,5 % dén 5 % (khéi lvong)

9 Bao cao thir nghiém

B4o cdo thlr nghiém phai chi rd phwong phap da st dung va két qua thir nghiém thu duwoc. Ngoai ra,
bao céo thir nghiém cling @& cap d&n moi chi tiét thao tac khdng qui dinh trong tiéu chudn nay, hozc
duoc xem la ty chon, cling véi moi tinh huéng bét thirong ¢ thé anh hudng dén két qua thir nghigm.

B4o c4o thir nghiém cling bao gdm mgi théng tin cn thiét d& nhan biét ddy G vé mau the.
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