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Tigu chudn nay,quy djinh cac phwdng puap xac d;nb ham lugng axit
atcobic(dang khr caa v1tam1n C)cia cac san pham rau va qua ché bién.
Phuong phap chudn dQ—dung cho cac san pnam djch chidt c¢ mausang.
Phuong phap so mau-dung cho cac san pham djcn chidt ¢ mau t8i.
Tigu chuln nay phu hgp voi ST SEV 6245-88
4. Phuong phép chuin &3
4.1.Bén chét cue phuong phap
Phuong phép dya trén viéc chiét axit ascobic béng hdn hqp axit
axetic vz axit metaphotphoric,sau 3¢S chudn a3 bing 2,6-natri
diclophenolindophenolat aén xuét hién mau hdnz sang.

1.2. Nhimg quy dinh chung

4.2.41.7ién hanh thi theo gui dinh blen hanh

1e262e De tién hanh tbu néu khéng co cdc chi dan Lnac cin s 4ang

Zc¢ thudec thu loaitinh khiét phén Llch"(t.k.p.t)va nusc cdt hey nudecs
a9 tinh khiét tuwng duoug.

1.2. 3. Néu san pnam aa bi s ly nhiét aua 13u hay bao quan da  1lau
nggy thi cin due vao cac két qua sy hiéu chinh do sy co mit cua m§t sé
chét xhi khac.

1. 3.13u

Chudn bj wmdu && thd theo TCVN 5072-90(ST SEV 5807-86)

1.4.Dyng cy va vat lidu

p& tién hanh thi c3n dung:

1) Can phong thi nghida co vgch chia khéng nho hon 0,1 mZ.

2) Cfn phong thi nghigm co &% chinh xdc logi 2 voi vach chia khéng
lon aon 10 mg.

3) & 18y chg thé hoa.

4)Ccéi va chay sa

5)Phéu 1gc w&qL kinh 5-10cm

O)B;AA ajnh ouc dyns ticn 100,50 va 100C ce”
7)Rlnp noq dung tich SC va 100cm

8) Buret c¢6 vach chia 0,01 va 0,02 e’
g) Pipet duni cicn 1,2,5 va 10 cuB

10) Cns doag dung tich 100 va 200 cm’



{ch 50 va 100 cm2

1) T H0n hqp axit exetic va axit metaphotpheric dung dijch cnleu,auU“
chudn bj nhu seu: hoa tan 15g axit metaphotphoric vao 250 cm3 nuvc thén
vao %0 cm3 axit axetic bang,cho nudc dén vach 500 cm? khuay aédu va4qc
vao binh t8i co nut mai.Bao quan trong ti lgnh khéng quaa 10 ngay.

2)axit atcobic,dung djch chudn cd nonb as 1g/dm3 duge chudn bi
oing cach sau:cédn 0,100g axit atcolic voi a9 sai léch khdng qua o, 1agva
a0z tan banb dung djch chiét trong blnb djnh mi¥c 100 cm ,thém tlepd°n

sch méc cang bing dung dikh chit va- trdm-adu. Do :

3) 2,6-natridiclophenolindophenolat dung djca c6 ndng a% 250 mg/
de,ducc chudn bji nhu sauthoa tan 50 mg 2,6-natri diclopnenolindophenc-
‘2% vao nude néng(50-60)°C 42 duge dun sdi trudc hay A& hoa tan 42 mg
nzyri bicacbonat,lém lanh,thém nwic dén thd tich 200 cm3 khuéy ddn  va
¢ vao binh ¢d mau.Bdo quan dung djch thu dugc trong td 1gnh khdngqus
iC nzay.Do chudn cia dung dich 2,6~ natridiclophenolindophenoiat dugc

ac dinn tneo duag djch chudn axit atcobic voi ndng dd 'Xg/dm3> trongcung
133y % ién hanhb thi nsnlem.Cach lam nhuw sau: tu hai binh non dung tich
=C hay 100 cm5 dz ¢ sin 9 cm3 nuvc nguwoi ta cho thém vao mdi binh
1,0 cm5 dung djch axit atcobic va chudn &% nhanh banb dung djch 2,5-
natri diclophenolindophenolat dén mau hdng sang khéng nét ai trong 15-

[T ana

}.

20 giy.
DZno thdi tién hanh thi nghidw kidm tra bing cdch cho vao binh non
cm” dung djch cnidt axit,o cm’® nudc cdt va chudn &b bing dung djch

g
2,6-netri diclophenolindophenolat.

Dy chudn cda dung djch 2,6 - natri diclophenolindophenolat tinh theo
miligamaxit atcobic tuong ung voi 1 cm3 dung djch 2,6 -natri
diclophenokindophenolat dugc tinh theo codng thic:

Trong ao:
I- luwyng natr tcobic chia trong 1em” dung
X

djch cau ,t nn quu fulag



TCVN 5246-90 Treng 3/8

V1- thd tich trung binh cus dung djch 2,6- netri
dlclophenollndonhenolat ds dung dé chuldn dé d un g
djch chudn axit sdboblc,tltt v¥ng cm3,

Vz- ™h t{ch dung d;ch 2, 6-natr1 dlclopbenollndophenolat
da dung trong thi nghigém ki&m tra,tlnb bang cm3.

4) Dung djich dém exetat, voi pH = 4,duge chuan b; bing cach:hoa
tan 300g natri aexetat khan vao trong 70O cm nude va trdn d%u voi

1000 cm3 axit axetic bing.
5) Focmandehit,dung djch voi ndng do(36 -40)%;

6) Axeton
) Axit etylen dismintetraesxetic hay mudi dinatri cla no,dung

djch voi ndng &6 k.
B)Natrl axetat,dung djch bao hod, chudn bi bing cech ssuzh o &

tan 200g mubi trong 300 cm3 nuoc.

1.6. Chudn bi thu

1e 6.1 De chidt cec san nham khd nguvl ta lay 5-10g meungblc_
nhé trong c8i voi mqt it dung dich chlet(khong 1t hon 1 cm3 dungdich
trén 18 mau)chuyen t£t ca vao bimh d;nh me bay ong dong dung tich
100 cm3 bang dung djch chlet due thé tich dén vech mite cung bﬁng
dung djch chiét nay,khuay trén d%u va qus 10 pbut tién hanh 1gc.

1.6.2. Dé chlet cac san ph3n ade, nguoi ta 14y 5-50 g m3u, lsm
dong d®u khdng qua 2'phut voi mét lugmg khdng nhidu dung djch cb1e+
(kbong {t homn 1 cm3 dung djch trén 1g mau) chuydn veo blnh djnh mize
hay ong dong dung tich 100 cm3, rite may nhi®u 13n b¥ng mét 1 u ¢ng
khong nhiZu dung dich chiét toi khi thd tich day aén vgch muc, trén
diu va sau 10 phut tién hanh lgc.

1e6.3. pé chiét cac s&n pbaw ¢ dgng long va nuoc qua,ngucl te
1ay 5-50 g miu, chuyen vzo binh dj jnh muc hay ong dong dung tich 1OOcm3
b¥ng dung d}cb chlet thém thé tich dén vach mic clng bing dung dich
nay, trin dtu va seu 10 phut tién hanh lgc.

1.6.4. D chift céc ssn phdm cd chia luu huynh dioxit( SC,) ,
ngu&i te 15y 5-50g mgu,x& l§ tﬁy theo timg logi nhu ds chi & myc
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1e6e1,1.642,%.5.3 couyen vac bink djnn muc hey Ong dong dung tich
Y £ A : ‘ - N -
10C cm3 bing dung ¢éjch chiet,thix zxeton vol B§T ~ugng bing 1/5
£ - £ < - ~ ’
khoi lugng mzu kpudy ddu ve tién hemh lgc seu 1C Thut.

— - L. L ’ ’ X - ¢ N -
1.6.5. Dé chiét cac sen pham dymg trong cac tao bl béﬁ" kimlogl

nguol ta lay5— 30g mau,xu ly tuy theo tﬁng loagi nhu da chi & mpﬂ
1601, 10622, 1.6, 3,chuyen vao blinh d;nh mic hay dng dong dung tich
100 cm3 bang dung dich chlet ad aén vach 50 cm)va khuey deu.Sau
10 phut thém vao 10 cm3 dung dich axit etylendlamln tetra axetic
hay nudi dinatri cle no khuay deu thém dén vgch mue bYng dung dich
chleu,khu55 mGt 13n na ve 1lgc.

1.7. Tién hanh thi
3

djch chifs m3u thu
N 2 A *
3 va& chusn dc bang

1.7.1. Dunz pipet cho vao binh noén 1-10 cm
duge theo myc 1.6, 38u ad thém nudec cAt dfn 10 cm
dung dick 2,5-ratri dioclophenclindophenolet dén zuit hién meundng
nhgs khoéng mit dai trong ang 15 - 20 giay.

~ . ) . £ oo ? . A . el 1

2o *ng thei tien henh thi ngblem kidm tre nhu ds chi &
fl . -!

nhung %ney e dung dich Lklet mZu ban5 cung mjt lugng

chift w3u nhu khi xéc dinh axit escobic theo muc 1.7.1,thém g
-uqng dunc nhu thé dém axetatl va mqt lgong dung djch focmandehit
narg 1/2 th? tich dung dich dém, khuay dtu vs d& yén 10 phut. Seu
ad chudrc ag bing dung djch 2,6-natri diclophenolindophenolat.

1.8.T7inh k&t qle

1.8.1. Kndi lugne exit alcobie(X) t{nh bi¥ng miligem %rén

cq A ? p.4 4 ~ 4
kilégem san phazm dugc tinh theo clng thuc:

v
X = R S - Q-, 10~
ma.V,
-
,
“rong do: [ . P e s ) .
& J1- the tich dung dich 2,5-nstri diclophemolindc-
. W X 2 - - - N e ?

phenolat dung c& chuan &% dich chiet cus Tau
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Gs m3u thl 14y 42 chuin
hgn duge khi chift miu zha,
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m - Kndi lugng m3u thi,t{nh bine g.

1.8.2.K&% qua cudi cung la sé ligu
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2. Phuong phap so msu

2.1. Bén chét cule phuong phép

Pruong phap dye trén

. L,

axetic va sxit metaphotphoric,khu 2
’ .

vﬂg a1 gicobic seu do durng xylen de chi

‘cJthenoL;ndop ono‘a+ va tifn banh do m3

zyler nay & bucc song 50Cn. m.

2.2. Hhung quy dinh chung
hoe quy & nh chung-theo myc
A’ * ’ 4o .’ ’

T£% cs cac thaoo tec voi xyl

. A - L
vige chiés

sxit atcobic bine hin hgp

2,6-natri dicliophenclindoprenols

lugng du 2,6 - netri
A ? L3 .
d? gqusnz cue phzn chi

£
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1) Méy 1i tam phong th{ nghigm co tdc 46 2000/phut voi céc  dng
1i tim ¢d nut k{n,dung tich 25 cm3.

2) May so mau queng dién hay queng phd k& c¢d thé do 03t d§ queng
o budc song ) =( 500 + 10) nm

3) Phdu chiét dung tfch 50 cm’.

2.5. Dung djch va thudc thi

Céc dung dich va thudc thi-theo muc 1.5 va thém mdt s sau:

1) Netri hydroxyt,dung djch co ndng d¢ 200g/dms

2) Xylen,khdng chua chidt oxy hos.

Tién henh kidn tre 48 tinh khiét cle xylen theo cach sou: Liymdt
{t dung djch 2,6 -natri diclophenolindophenolat va cho thém dungdjch
axit atcobic dén mft méu,sau ac cbo thém 10 cm3 xylen,18c au vé al

yen trong 10 phut Néu 1cp xylen co mau thl can phai lam sagch no bing
cech chung cit va thu hdi & nhiét &% 137-141 °c

Vigc lam sgch xylen da su dyng sau khi xac djnh dugc tién hanh
béng cech trén vao dung dich nastrihydroxyt va trung hoa bﬁng axit
axetic dén dung dich c¢d mdi truomg trung tinh,ssu ad tién hanh chumg

£ ~ v o o
cat nhu da chi o trém.

P

4
1

3) Hidroquinon,dung dich nis b&o hoa cus hidroquinon trong axeton

duge chuln bi bﬁng cach thém vao dung dich bao hoa cus hidroquinon
trong exeton m{t lugng exeton dﬁng bdng nhu thé.Dung dich dugc chufn
bi ngay trude luc st dyng.

2.6. Chudn bj thu

2.6.1.Vigc chiét céc m3u th duge tién hanh tuy theo timg losisan
phém nhu da chl trong muc 1.6.

2.6.2.0% x5y dumg ab thi bilu dibn ngudi te chudn bi 5 dung dich
so senh,blng céch cho vec 5 éng nghiém 1i tdm hay phZu chiét 0; 0,2;
0,4;0,630,8 cm3 dung djch 2,6-natri.diclophenolindophenolat,thémdung
dich chift axit dén thd tfch 5 cm?, thém ti&p 5 em’ qung dich  dém
axetat,khudy d¥u ve cho vao mdi éng 10 cm? xylen.

Nt éng:li t5m hay phéu chiét lei va trjn deu trong 10 giéy.ang
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nghiém dem 1i tém,cOn poeu coiet ta- de lénec 4
S

2 - . ’ . o~
Chuyén lcop xylen qus cuvet co chieu dgy 10mm Vv

n krhi chis thenk lor.
Y ~ -~ ’
do mat d§ quanh cus

’ 1] N 4 ’,
no ¢ bucc song 500nm

Dung djch ¢di chung la zylen timh khiét.
2.6.3. Theo cac k&t qua nhin duge +1&n nanh xéy dumg ad thi Pidu
i&n sy phy thufc gite mét 43 queng cls ph%n chiét xylen dung djch
2, 6-netri diclophenolindophenolat. Véithé tfcb(cm’) dung djch 2,6 -
natri diclopbenolindopbenolet.

Viéc xby dyng db thi biéu difn duge +i&n ninh che wdi 13n pha ché
dung djch mgi cua 2,6-natri diclophenolindophenolat .

2.7. Tién hanh thu

2.7.41. Dmg pipet cho vao éne nehiém ly t8m hey phZu chiét 1-5cm”
djon cnift cle whu thl,thén dung dich chift sxit déntnd tich 5 om”.
Thém dﬁng mét lugng nhu +hé dung dich dém axetst va bing cach nhanh
anét,ding pipet thém mgt lugng khdng qle 2,0 om® dung dich 2,5-netri
diclopbenolindophenolat.Tr@n d%u va cho tiép 10,0 cm3 xylen.Congviéc
+iép theo dugc tién hanh nhu aye 2.6.2 t{nh tu 1lfic 1i tam.

Néu phén chiét xylen thu du@c bj dwc thl trucc khi do mit 49

quang c3n 1lg9c qua giéy loc khé.

2.7.2. Dong thdi tién hanb $h{ nghigm kidm tre bing cach cho vao
&ng 1i tam hsy phéu chift mot tw& tich ajch chift adng bing thétick
14y ad th{ nghigm.Thém 10 cm3 xylen va sau do tién banh xec dinh

nhu myc 2.56.2.

2.7+ 30 néu trong san phém co chie cac chft khx khac thl theo myc
1.2.3 Vviéc xac dink ching duqe tién hénh‘bgng-céch sau:cho vao 6ng
nghigm 1y tém hey pheu chift myt tbé tich dick chift v» dung djch
dém exetst nhu kbi tién pinh zhc dimh miu tha,thém +iép myt tadtich
dung djch focmendehit bing 1/2 thé tich dung dich dém, khusy dsu VE
10 phit.Seu a6 thém dung dich 2,6-natri,diclophenolindo -

e ~

de yén °©
’ -

zylen.Sgu do tieptuc

. 4 A 3 ~ - ~
phenolst lgi khuay mQt 1%2n nua ve thém 10 cm
z4c dinh nhz myc 2.6.2.

treng

' ’ , L~ L L N N
2.7.4. Ehi trong san phém ¢6 chus nhung chet mau fen cugc
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xylen thl viée xac dinh anh hu&ng cle cbﬁng duge tién heanh bingcéch
sau khi tién hanh thd nhu muc 2.7.1,thém vao 10p xylen 2 gigt dung
dich nta bao hoe cue hydroquinon,kbuéy d%u,dé léng sgu 30 giay va

. ~ ~ - L2~ L e - ~a ~ Y M s
lgi do mdt d¢ queng.Sau do lay &z& tri mit df queng ben dau cue lop
Xylen tri di gié tri mdt d queng nhin dugc trong truomg hgp nay.

2.8. Tinh két qus

2.8.1.Khéi lugng axit escobic(X) tinh bing miligem trénkildgzem
san pbém dugc tinh theo céng thizc:

Trong do: 2 .
V. - th& tich dung dich 2,6 -nstri diclophenolindo=

phenolat 14y ai tién nonh thi,tinh bing cm;

~-The tich du cus dung dich 2,6-natri diclopheno-
lindophenclst tim thiy trén a5 thi bidu daifn,

theo muc 2.7+1,2.7.4,tinh bing cm’;

AP

V.~ Thé tich dung dich 2, 6-natri diclophenolindo -
phenclat duge dung trong thi nghiém xidm tre

hay tac dung véi cac chit kb&,theo mypc 2.7.2 hay
2.7.4,t{nh bing cm’;

T - 49 chudn cta dung djch 2,6 netri diclophenolindo-
phenolat tinh bing mg/cmj; -

v,- ¢ t{ch ajeh cnift 14y at thd, tink bing o’

V- Thé tich djch chiét nbzn duge “hi chiét mdu thd,
tinh bing cm3;

m - Khéi lugng m3u thi, tinh bling g.

. L ? L. . - £ PPN ’
2.8.2, Ket qua cudi cung la sO hiéu trung binh cls hsi 13n =xéc
. , L ? id KL ~ £
djnh song song.Két qua tinhdén mQt so 1éseu dfu vhiy ve dugc 1am
. £ z A . - .~ . . )
tron dén songuyén.Sy sei khac giua hai phep xac dinh songsong khing

\ Py " 7 . [ . £ .
dugc vugtque 3¢ so vrl tri sC¢ trunc binh.



