BOYTE CONG HOA XA HOI CHU NGHIA VIET NAM
------- Poc lap - Twdo - Hanh phc

S6: 44/2010/TT-BYT Ha Noi, ngay 22 thang 12 nam 2010

THONG TV
BAN HANH CAC QUY CHUAN KY THUAT QUOC GIA VE PHU GIA THUC PHAM
BO TRUONG BO Y TE

Cén ctr Luat Tiéu chudn va Quy chudn ky thuat ngay 29 thang 6 ndm 2006 va Nghj dinh sé
127/2007/NP-CP ngay 01 thang 8 ndm 2007 cia Chinh phd quy dinh chi tiét thi hanh m¢ét sé didu cda
Luat Tiéu chuén va Quy chuén ky thuat;

Cén ctr Phap 1énh Vé sinh an toan thyc phdm ngay 07 thdng 8 ndm 2003 va Nghj dinh sé
163/2004/NP-CP ngay 07 thang 9 ndm 2004 cia Chinh phd quy dinh chi tiét thi hanh mét sé diéu cda
Phap Iénh Vé sinh an toan thuc pham;

Cén ctr Nghj dinh sé 188/2007/Nb-CP ngay 27 thang 12 ndm 2007 cda Chinh phd quy dinh chdc
n&ng, nhiém vy, quyén han va co cdu té chic cia B Y té;

Theo dé nghj cdia Cuc truéng Cuc An toan vé sinh thue phdm, Vu tréng Vu Khoa hoc va Pao tao,
Vu trwéng Vu Phéap ché,

QUY DBINH:

Biéu 1. Ban hanh kém theo Théng tw nay cac Quy chuén ky thuat quéc gia vé phu gia thyc pham,
bao gom

1. QCVN 4-12:2010/BYT - Quy chuan k¥ thuat quéc gia vé phu gia thwc phdm - Chét bao quéan;
2. QCVN 4-13:2010/BYT - Quy chuan k§y thuat quéc gia vé phu gia thwc phdm - Chét én dinh;

3. QCVN 4-14:2010/BYT - Quy chuan k¥ thuat qudc gia vé phu gia thwc phdm - Chét tao phirc kim
loai;

4. QCVN 4-15:2010/BYT - Quy chuéan k¥ thuat québc gia vé phu gia thwe phdm - Chét x& ly bot;
5. QCVN 4-16:2010/BYT - Quy chuan k¥ thuat quéc gia vé phu gia thwc pham - Chat chat don;
6. QCVN 4-17:2010/BYT - Quy chuan k¥ thuat qudc gia vé phu gia thwc phdm - Chét khi day.
Diéu 2. Théng tw nay c6 hiéu lwc tir ngay 01 thang 7 nam 2011.

Biéu 3. Cyc trudng Cuc An toan vé sinh thue pham, Tha trudng cac don vi thude BO Y té, cac don vi
triee thudc BO Y té€; Giam doc S& Y té cac tinh, thanh pho tryc thudc trung wong va céac to chire, ca
nhan co lién quan chju trach nhiém thi hanh Thong tw nay. /.

KT. BO TRUONG

Noi nhéan: THU TRUONG

- VPCP (Vin xa, Cong bao, Céng TTPT Chinh phi);

- Cac B9, co quan ngang B§, co quan thudc CP;

- B6 Tw phap (Cuc Kiém tra VBQPPL);

- B6 truréng Nguyén Quéc Triéu (dé béo céo);

- UBND céc tinh, thanh phé truc thuéc TW: . R <
- Vién Kiém sét nhan dan téi cao; Trinh Quan Huan
- Toa an nhén dan téi cao;

- 8¢ Y té cac tinh, thanh phé truc thuéc TW;

- Chi cuc ATTP céc tinh, thanh phé trirc thuée TW;

- TTYTDP cac tinh, thanh phé truc thuoc TW:

- Céc co quan KTNN vé thuc phdm nhap khau;

- Téng Cuc Tiéu chudn - Do ludng - Chét lwong (dé dang ba);

- Website BO Y té;

- Lwu: VT, K2DT, PC, ATTP.



QCVN 4 -12: 2010/BYT

QUY CHUAN KY THUAT QUOC GIA
VE PHU GIA THU'C PHAM - CHAT BAO QUAN

National technical regulation on Food Additive - Stabilizer

HA NOI - 2010



LO'I NOI PAU
QCVN 4- :2010/BYT do Ban soan thao quy chuén ky thuat quéc gia vé Phu gia thwc pham va chat hé

tro' ché bién bién soan, Cuc An toan vé sinh thwc phdm trinh duyét va dwoc ban hanh theo Théng tw
s6 ..../2010/TT-BYT ngay .... thang .... ndm 2010 cla Bo trwdng BO Y té.



QUY CHUAN KY THUAT QUOC GIA VE PHU GIA THYC PHAM - CHAT BAO QUAN
NATIONAL TECHNICAL REGULATION ON FOOD ADDITIVE — PRESERVATIVE
l. QUY BINH CHUNG
1. Pham vi diéu chinh

Quy chuan k¥ thuat quéc gia (sau day goi tat 1a Quy chuan) nay quy dinh cac yéu ciu ky thuat va
quan ly vé chéat lwong, vé sinh an toan dbi véi cac chat bao quan duwoc st dung véi muc dich lam

phu gia thwe pham.
2. béi twong 4p dung
Quy chuan nay ap dung dbi véi:

2.1. T chire, ca nhan nhap khau, xuat khiu, san xuét, budn ban va s dung cac chat bdo quan lam

phu gia thwc phdm (sau day goi tét 1a td chirc, ca nhan).

2.2. Co quan quan ly nha nwéc cé lién quan.

3. Giai thich tlr ngi va chiy viét tat:

3.1. Chét bao quan: 1a phu gia thwe phdm dwoc st dung véi muc dich kéo dai thdi han si dung cua
sa&n phadm bang cach ngén chan sw hw hdng do & nhiém vi sinh vat.

3.2. JECFA monograph 1 - Vol. 4 (JECFA monographs 1 - Combined compendium of food addiditive
specifications; Joint FAO/WHO expert committee on food additives; Volume 4 - Analytical methods,
test procedures and laboratory solutions used by and referenced in the food additive specifications;
FAO, 2006): Cac yéu cau k¥ thuat déi véi phu gia thwe phdm, Tap 4 Cac phwong phap phan tich, quy
trinh tht nghiém, dung dich th&r nghiém dwoc st dung (ho&c tham chiéu) trong yéu cau ky thuat dbi
v&i phu gia thwe phdm; JECFA bién soan; FAO ban hanh nam 2006.

3.3. Ma sd C.A.S (Chemical Abstracts Service): Ma sé dang ky héa chét cta Hiép hdi Hoa chat Hoa
Ky.

3.4. TS (test solution): Dung dich thudc thir.

3.5. ADI (Acceptable daily intake): Lwong &n vao hang ngay chap nhan dworc.

3.6. INS (International numbering system): Hé théng ma sb quéc té vé phu gia thwc phdm.

Il. YEU CAU KY THUAT, PHPONG PHAP THU VA LAY MAU

1. Yéu cau k¥ thuat va phwong phap thtr déi véi cac chat bao quan dwoc quy dinh tai cac phu luc ban

hanh kém theo Quy chuén nay nhu sau:
1.1. Phu luc 1: Yéu cau ky thuat va phwong phap thir déi véi acid sorbic

1.2. Phu luc 2: Yéu cau k¥ thuat va phwong phap thir déi véi kali sorbat



1.3. Phu luc 3: Yéu cau k¥ thuat va phwong phap thir di véi calci sorbat

1.4. Phu luc 4: Yéu cau k¥ thuat va phwong phap thir dbi véi acid benzoic

1.5. Phu luc 5: Yéu cau k¥ thuat va phwong phap thir déi véi natri benzoat

1.6. Phu luc 6: Yéu cau k¥ thuat va phwong phap thir dbi véi kali benzoat

1.7. Phu luc 7: Yéu cau k¥ thuat va phwong phap thir dbi véi calci benzoat

1.8. Phu luc 8: Yéu cau k¥ thuat va phwong phap thir déi véi ethyl p-hydroxybenzoat

1.9 Phuluc 9 : Yéu cau ky thuat va phwong phap ther déi v&i methyl p-
hydroxybenzoat

1.10 Phu lyc 10 : Yéu cau k¥ thuat va phwong phap thtr dbi véi lwu huynh dioxyd

1.11 Phu luc 11 : Yéu cau k¥ thuat va phwong phap thir déi véi natri sulfit

1.12 Phu luc 12 : Yéu cau k¥ thuat va phwong phap thir déi véi natri hydrogen sulfit

1.13 Phu lyc 13 : Yéu cau k¥ thuat va phwong phap thir déi véi natri metabisulfit

1.14 Phu luc 14: Yéu cau k¥ thuat va phwong phap thir dbi véi kali metabisulfit

1.15 Phu luc 15: Yéu cau k¥ thuat va phwong phap thtr déi véi kali sulfit

1.16 Phu luc 16: Yéu cau k¥ thuat va phwong phap thir déi véi nisin

1.17 Phu luc 17: Yéu cau k¥ thuat va phuong phap thir déi véi hexamethylen tetramin

1.18 Phu lyc 18: Yéu cau k¥ thuat va phwong phap thir déi véi dimethyl dicarbonat

1.19 Phu lyuc 19: Yéu cau ky thuat va phwong phap thir déi véi acid propionic

1.20 Phu luc 20: Yéu cau k¥ thuat va phwong phap thtr déi véi natri propionat

1.21 Phu luc 21: Yéu cau k¥ thuat va phwong phap thtr déi véi natri thiosulfat

2. Yéu cau ky thuat va phwong phap thtr déi véi natri nitrat va kali nitrat st dung lam chét bao quan
dwoc quy dinh tai QCVN 4-5 :2010/BYT ban hanh theo Théng tw sd 22/TT-BYT ngay 22/5/2010 cla

Bo trudng BO Y té.

3. CAc yéu cau k¥ thuat quy dinh trong Quy chuan nay duoc thir theo JECFA monograph 1 - Vol. 4,
ngoai trr mot sd phép thi rieng dwoc md ta trong cac phu luc. Cac phwong phap thtr dwoc hwéng
dan trong Quy chuan nay khoéng bt budc phai ap dung, cé thé s& dung cac phwong phap thir khac

twong dwong.

4. LAy mau theo huéng dan tai Thong tw 16/2009/TT-BKHCN ngay 02 thang 6 ndm 2009 cta Bo
Khoa hoc va Céng nghé vé hwéng dan kiém tra nha nwéc vé chat lwong hang héa lwu thong trén thi

tridng va cac quy dinh khac cta phap luat co lién quan.

ll. YEU CAU QUAN LY



1. Céng bd hop quy
1.1. Céc chat bao quan phai duwoc cong bb phu hop véi cac quy dinh tai Quy chuén nay.

1.2. Phuong thire, trinh tw, thd tuc céng bd hop quy duoc thuc hién theo Quy dinh vé chirng nhan
hop chudn, chirng nhan hop quy va céng bé hop chudn, cong bd hop quy ban hanh kém theo Quyét
dinh s6 24/2007/QD-BKHCN ngay 28 thang 9 ndm 2007 cta Bo trudng Bd Khoa hoc va Céng nghé

va cac quy dinh cta phap luat.

2. Kiém tra déi v&i chat bao quan

Viéc kiém tra chat lwong, vé sinh an toan déi véi cac chat bao quén phai thuc hién theo cac quy dinh
clia phép luat.

IV. TRACH NHIEM CUA TO CHUC, CA NHAN

1. T chirc, ca nhan phai cong bd hop quy phi hop véi cac quy dinh k§ thuat tai Quy chuan nay,
dang ky ban cong b hop quy tai Cuc An toan vé sinh thwc pham va bdo dam chét lwong, vé sinh an

toan theo dung ndi dung da cong bé.

2. T6 chirc, ca nhan chi dwoc nhap khau, xuét khu, san xuét, bubn ban va s dung cac chat bao
quén sau khi hoan tat d&ng ky ban céng bd hop quy va bao dam chét lwong, vé sinh an toan, ghi
nhan phu hgp véi cac quy dinh cta phap luat.

V. TO CHU'C THUC HIEN

1. Giao Cuc An toan vé sinh thwe phdm cha tri, phéi hop véi cac co quan chirc ndng cé lién quan
hwéng dan trién khai va td chire viéc thwe hién Quy chuén nay.

2. C&n c vao yéu cau quan ly, Cuc An toan vé sinh thwc pham cé trach nhiém kién nghi Bo Y té sra
déi, bd sung Quy chuan nay.

3. Trwdng hop hwéng dan clha québc té vé phwong phap thtr va cac quy dinh cta phap luat vién dan

trong Quy chuan nay dwoc stra ddi, bd sung hodc thay thé thi 4p dung theo van ban méi.



PHU LUC 1

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I ACID SORBIC

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Khodéng nhiét d6 néng chay

Quang phé

Lién két doi

5.2. D6 tinh khiét

Ham lwgng nwédc

Tro sunfat

Céc Aldehyd

Chi

5.3. Ham lwgng C6H802
6. Phwong phap thir

6.1. Pinh tinh

Sorbic acid
INS 200

ADI = 0 — 25 mg/kg thé trong

Acid sorbic; acid 2,4-hexadienoic; acid 2-propenylacrylic

HC,~ H
C= C\ H
H C—¢"
s N
H COCH
112,12

Dang tinh thé hinh kim khéng mau ho&c bét tron chay mau trang, c6 mui

nhe dac trwng.

Chét bdo quan chéng vi sinh vat, chat chéng ndm

Tan trong ethanol, it tan trong nwérc.

132-1350C (May do diém chay can dwoc gia nhiét dén 1250 trwdc khi

cho mau vao do).
Cwc dai hap thu ctia dung dich 1/400.000 trong isopropanol 1a 254+2 nm.

Phai c6 phan (rng dic trwng cho lién két doi.

Khéng dwoc quéa 0,5%.

Khéng dwoc quéa 0,2%.

Khéng duvoc quéa 0,1% (tinh theo formaldehyd).
Khéng duwoc quéa 2,0 mg/kg.

Khong duoc thp hon 99% tinh theo ché phdm khan.



Lien két doi

6.2. D6 tinh khiét

Ham luwgng nuwéc

Tro sunfat

Céc Aldehyd

Chi

6.3. Binh lvgng

Lac khoang 0,02 g mau th&r véi 1ml dung dich brom (TS) . Dung dich

brom sé& mét mau.

- Phwong phap Karl Fischer.

- Thir theo JECFA monograph 1 - Vol.4.

- S dung 2 g mau thar.

- Thtr theo phwong phap |, JECFA monograph 1 - Vol.4.

Thém 0,5 ml dung dich thuéc thtr Schiff (TS) vao 1 ml dung dich bdo hoa
mau thir trong nwéc réi dé yén 10-15 phat. So sanh mau cla éng thtr voi
mau tao thanh tr 1 ml dung dich formaldehyd (chira 2 pg) véi cung
lwong thubc ther Schiff va cung diéu kién nhw mau thr. Mau cda dung

dich th&r khédng dwoc dam hon mau cta dung dich dbi ching.
- Thir theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lywa chon ¢& mau ther va phwong phap chuan bj
mau dwa trén nguyén tic cla phuwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can 0,25 g (chinh xac dén mg) mau thir, hoa tan trong 50 ml methanol
khan da dwoc trung hoa bang dung dich natri hydroxyd 0,1 N. Thém vai
giot dung dich phenolphthalein (TS), chuan d6 tiép bang dung dich natri
hydroxyd 0,1 N cho dén khi xuét hién mau hdng bén trong vong 30 giay.

M&i ml dung dich natri hydroxyd 0,1 N twong dwong véi 11,21 mg
C6HB802.



PHU LUC 2
YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI KALI SORBAT
1. Tén khéc, chi sb Potassium sorbate
INS 202

ADI = 0 — 25 mg/kg thé trong

2. Binh nghia
Tén hoéa hoc Kali anrhat* MiiAi kali enia acid trang trans-2,4-hexadienoic
. H:C H
Ma sé C.A.S. N
C=C H

/ N e @

Cong thirc hdéa hoc H /C—CA.\ o K
) H COoO0
Coéng thirc cau tao
Khéi lwong phan to 150,22
3. Cam quan Dang tinh thé, bét tinh thé ho&c hat nhd c6 mau trang hodc trang hoi
vang.

4. Chlrc néng Chéat bao quan
5. Yéu cau ky thuat
5.1. Binh tinh
Do tan Tan tét trong nwéc, tan trong ethanol.
Kali Phai c6 phan &ng dac trwng clia kali.
Khodng nhiét d6 noéng chay132-1350C.
cta acid sorbic lay ra tr mau
thr
Lién két khéng no Phai c6 phan (rng dic trwng cla lién két khéng no
5.2. D6 tinh khiét
Giam khéi lwgng khi sdy khd  Khéng dwoc qua 1,0 %.
Tinh acid ho&c tinh kiém Khéng duwoc quéa 1,0 % (tinh theo acid sorbic hoac kali carbonat).
Céc Aldehyd Khéng dwoc qué 0,1% (tinh theo formaldehyd).

Chi Khéng dwoc quéa 2,0 mg/kg.

5.3. Ham lwgng C6H7KO2 Khéng dwoc thap hon 98,0% va khéng dwoc qua 102,0% tinh theo ché
ph&m khé.

6. Phwong phap thir



6.1. Binh tinh

Kali

Thir theo JECFA monograph 1 - Vol. 4.

Khodng nhiét d& néng chay Acid héa dung dich mau thtr bang dung dich acid hydrocloric lodng (TS).

cla acid sorbic 14y ra tr mauLoc va thu phan acid sorbic két tda tao thanh trén gidy loc, rira tia bang

ther

Th lién két khéng no

6.2. Do tinh khiét
Giam khéi lwgng khi sdy kho

Tinh acid ho&c tinh kiém

Céc Aldehyd

Chi

6.3. Binh lvong

nwédc cho dén khi khéng con clorid va lam khé trén acid sulfuric trong

chén khoéng.

Thém vai giot dung dich thuéc thtr brom (TS) vao 2 ml dung dich mau

thé» néng dod 1/10. Nwéc brom s& mat mau.

The theo JECFA monograph 1 - Vol. 4. (sdy & 1050C trong 3 gi®).

Hoa tan 1,1 g méau thk trong 20 ml nwéc va thém 3 giot dung dich
phenolphthalein (TS). Néu dung dich thtr khéng mau, chuan dd bang
dung dich natri hydroxyd 0,1 N dén khi xuat hién mau héng bén trong 15
giay. Thé tich dung dich natri hydroxyd 0,1 N s dung khéng dwoc qua
1,12 ml.

Néu dung dich mau thtr c6 mau hdng, chuan d6 bdng dung dich acid
hydrochloric 0,1 N dé&n khi mat mau. Thé tich dung dich acid hydrochloric
0,1 N st dung khong qua 0,8 ml.

Pha dung dich mau thr 0,3 %, chinh pH dén 4 b&ng HCI 1 N va loc. Lay
5 ml dich loc, thém 2,5 ml thudc thir Schiff (TS) va dé yén 10-15 phut. So
sanh mau cla dich ther véi mau thu dwoc khi lay 5 ml dung dich ching
c6 chira 15 pg formaldehyd thay cho méau thir. Mau cda dich thir khéng

dwoc dam hon mau cta dung dich ching.
- Thir theo JECFA monograph 1 - Vol.4.

- X4c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lywa chon ¢& mau the va phwong phap chuén bj
mau dwa trén nguyén tic cla phwong phap md ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can 0,25 g mau thr (chinh xac dén 0,1 mg), da dwoc sdy & 1050C trong
3 gid. Hoa tan vao hén hop gébm 36 ml acid acetic béng va 4 ml anhydrid
acetic trong binh dung tich 250 ml cé ndt thay tinh, 1am dm dung dich dé
tan hoan toan. Lam ngudi dén nhiét dd phong, thém 2 giot chi thi 1a dung

dich tim tinh thé (TS) va chuan d6 bang dung dich acid percloric 0,1 N



trong acid acetic bang, dén khi dung dich c6 mau luc lam bén it nhat 30

giay. Tién hanh lam mau trdng song song va hiéu chinh két qua chuén

do néu can.

Mbi ml dung dich acid percloric 0,1 N trong acid acetic bdng twong

dwong véi 15,02 mg C6H7KO2.

PHU LUC 3

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I CALCI SORBAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoa hoc

Ma s6 C.A.S.

Cong thirc hdéa hoc
C6ng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chtrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

bo tan

Calci

Calcium sorbate
INS 203

ADI = 0 - 25 mg/kg thé trong

262,32

Ca

DD

4-hexadienoic

Bot tinh thé trdng, min, khong thay di mau khi dun néng tai 1050C trong

90 phut.

Chét bdo quan

Tan trong nuwéc, thuc té khong tan trong ethanol

Phai c6 phan &ng dac trwng cla calci.

Khodng nhiét d6 noéng chay132-1350C.

cta acid sorbic lay ra tr mau

thiy
Lién két khéng no

5.2. Do tinh khiét

Giam khéi lwong khi sdy kho

Phai c6 phan (rng dac trwng cla lién két khong no.

Khéng dwoc qué 3,0 %.



Florid
Aldehyd

Chi

Khong dwoc qua 10,0 mg/kg.
Khong dwoc qua 0,1% (tinh theo formaldehyd).

Khong dwoc qua 2,0 mg/kg.

5.3. Ham lvgng C12H14Ca04 Khéng duoc thdp hon 98,0% va khong duoc qua 102,0% tinh theo ché

6. Phwong phap thir
6.1. Dinh tinh

Calci

pham khé.

Thir theo JECFA monograph 1 - Vol. 4.

Khodng nhiét d6 néng chay Acid héa dung dich mau thtr bang dung dich acid hydrocloric lodng (TS).

cta acid sorbic ldy ra tr mauLoc va thu phan acid sorbic két tia tao thanh trén gidy loc, riva tha véi

the

Lién két khéng no

6.2. D6 tinh khiét

Giam khéi lwgng khi sdy kho

Florid

Aldehyd

Chi

6.3. Dinh lveng

nwéc tinh khiét dén khi khéng con clorid va lam khé trén acid sulfuric

trong chan khéng.

Thém vai giot dung dich thudc thtr brom (TS) va 2 ml dung dich mau thiy

ndéng d6 1/10. Dung dich brom s& mat mau.

Th theo JECFA monograph 1 - Vol. 4 (trong chan khong, trén acid

sulfuric trong 4 gi®).

Thir theo phwong phap | hoac Ill, JECFA monograph 1 - Vol. 4 (can 5 g

mau thty, chinh xac dén mg).

Pha dung dich mau th&r 0,3 %, chinh pH dén 4 bang HCI 1 N va loc. LAy
5 ml dich loc, thém 2,5 ml thudc thér Schiff (TS) va dé yén 10-15 phut. So
mau cla mau thlr véi mau thu dwoc véi 5 ml dung dich chivng c6 chra
15 pg formaldehyd thay cho mau th. Mau cta dung dich thir khéng

dwoc dam hon mau cda dung dich ching.
- Thir theo JECFA monograph 1 - Vol.4.

- X4c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lywa chon ¢& mau the va phwong phap chuén bj
mau dwa trén nguyén tic cla phwong phap md ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can 0,25 g mau thtr da dwoc lam kho, chinh xac dén mg. Hoa tan vao
35 ml acid acetic bang va 4 ml anhydrid acetic trong binh 250 ml cé nat

thay tinh, 1am 4m dung dich. D& ngudi dén nhiét dd phong, thém 2 giot



chi thj tim tinh thé (TS) va chuan dé béng dung dich acid percloric 0,1 N
trong acid acetic bang, khi dén diém két thic dung dich c6 mau luc lam
bén it nhat 30 giay. Tién hanh lam mé&u trdng va hiéu chinh két qua

chuan do néu can.

Mbi ml dung dich acid percloric 0,1 N trong acid acetic bang twong
duwong véi 13,12 mg C12H14Ca0O4



PHU LUC 4

YEU CAU KY THUAT VA PHUONG PHAP THU BOI vO'I ACID BENZOIC

1. Tén khac, chi sbé

2. binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat

5.1. Binh tinh

b6 tan

Khodng néng chay
Benzoat

pH

5.2. Do tinh khiét

Giam khéi lwgng khi lam kho
Thir thang hoa

Tro sunfat

Chi

Cac chét dé bj than héa
Céc hop chét clor hitu co

Céc chét dé& bj oxy héa

Benzoic acid
INS 210

ADI = 0 — 5 mg/kg thé trong

Acid benzoic, acid benzencarboxylic,

acid phenylcarboxylic
o CH

122,12

Tinh thé rdn mau tréng, thwong cé dang vay hodc hinh kim, c6 mui dac

trwng rat nhe.

Chét bao quén chéng vi sinh vat

it tan trong nwéc, dé tan trong ethanol
1210C -1230C
Phai cé phan rng dac trwng cla benzoat.

Khoang 4,0 (dung dich trong nwérc)

Khéng dwoc quéa 0,5%.

Dat yéu ciu (mb ta trong phan Phuong phap thi).
Khéng vuot qua 0,05%

Khéng dwoc quéa 2,0 mg/kg.

Dat yéu ciu (mb ta trong phan Phuwong phap thi).
Khéng dwoc quéa 0,07% (tinh theo CI2).

Dat yéu ciu (mb ta trong phan Phuwong phap thi).



5.3. Ham lwong C7H602
6. Phuong phap the
6.1. Binh tinh

Benzoat

6.2. D6 tinh khiét

Giam khéi lwgng khi lam kho

Thr thang hoa

Chi

Céc chét dé bij than héa

Cac chét clor hiru co

Céc chét dé bj oxy héa

6.3. Dinh lveng

Khéng dwoc thap hon 99,5% tinh theo ché pham khé.

- Thir theo JECFA monograph 1 - Vol. 4.

- S dung 0,1 g m4u v&i 0,1 g calci carbonat va 5ml nwéc

- Thir theo JECFA monograph 1 - Vol. 4.
- Lam khé trén acid sulfuric, trong 3 gio.

Cho mét lwgng nhé mau thkr vao trong mét éng nghiém khd. Boc éng
nghiém bang mét gidy loc &m céach 4 cm tinh tlr day 6ng. Dbt néng béng
nghiém trén ngon Itra. Acid benzoic thang hoa va cac tinh thé hinh thanh
bam trén thanh éng nghiém c6 nhiét d6 thap hon va khoéng con can &

day 6ng nghiém.
- Thir theo JECFA monograph 1 - Vol. 4.

- X&c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon c¢& mau thé va phwong phap chuén bi
mau dwa trén nguyén tic cla phwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich coéng cu.
- Thir theo JECFA monograph 1 - Vol. 4.

- Can 0,5g (chinh xac dén mg) mau tht, hoa tan trong 5 ml acid sulfuric
(TS). Mau tao thanh trong dung dich khéng dwoc dam hon mau hdng
nhat cta “dung dich dbi chirng Q”

Th&r v&i 0,25 g mau thkr dwoc hoa tan trong 10 ml dung dich natri
hydroxyd 0,1N, s& dung 0,5 ml dung dich acid hydrocloric 0,01N lam dbi

ching

Thém 1,5 ml acid sulfuric vao 100 ml nwéc cét, dun séi hén hop, nhé
tirng giot dung dich kali permanganat 0,1N dén khi dung dich c6 mau
héng bén trong 30 gidy. Can 1 g mau, chinh xac dén mg, cho vao dung
dich da chudn bi, con néng, va chudn dd bdng dung dich Kali
permanganat 0,1 N t&i khi dung dich c6 mau hdéng bén trong 15 giay.
Thé tich dung dich kali permanganat st dung dé chuan d6 khéng dwoc

qua 0,5 ml.



Can 2,5 g (chinh xac dén mg) mau thir da dwoc sdy kho. Hoa tan trong
15 ml ethanol &m, trwéc d6 da dwoc trung hoa va véi chi thj 1a dung dich
dd phenol (TS). Thém 20 ml nwéc cat va chudn dé bang dung dich natri
hydroxyd 0,5 N v@i chi thi Ia phenolphthalein (TS).

M&i ml dung dich natri hydroxyd 0,5 N twong dwong véi 61,06 mg

C7H602.
PHU LUC5
YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI NATRI BENZOAT
1. Tén khéac, chi s Sodium benzoate;
INS 211

ADI = 0 - 5 mg/kg thé trong

2. Binh nghia

Tén hda hoc CDO@I Na® ancarboxylic, mudi natri cGa acid phenylcarboxylic
Ma s6 C.A.S.

Coéng thirc hda hoc

Céng thirc ciu tao

Khéi lwgng phan t& 144,11

3. Cam quan B6t tinh thé, dang manh hay hat, mau trdng, hau nhw khéng mui
4. Chirc nang Chét bao quan chdng vi sinh vat

5. Yéu cau ky thuat

5.1. Binh tinh

Do tan Dé& tan trong nuéc, it tan trong ethanol.

Natri Phai c6 phan trng dac trwng cla natri.

Benzoat Phai c6é phan rng dac trwng cla benzoat.

5.2. D6 tinh khiét

Giam khéi lwong khi sdy khé Khéng dwoc quéa 1,5%.

Tinh acid ho&c tinh kiém Dat yéu ciu (mb ta trong phan Phuwong phap thi).
Céc chét dé bj than héa Dat yéu ciu (mb ta trong phan Phuwong phap thi).
Céc hop chét clor hitu co Khéng dwoc qua 0,07% (tinh theo CI2).

Céc chét dé& bj oxy héa Dat yéu ciu (mb ta trong phan Phuwong phap thir).



Chi

5.3. Ham lwvgng C7H5Na02
6. Phwong phap thir

6.1. Binh tinh

Natri

Benzoat

6.2. D6 tinh khiét

Giam khéi lwgng khi sdy kho

Tinh acid ho&c tinh kiém

Céc chét dé bij than héa

Cac chét clor hiru co

Céc chét dé& bj oxy héa

Chi

Khéng dwoc qua 2,0 mg/kg.

Khéng duwoc thap hon 99,0% tinh theo ché pham khan.

- Thir theo JECFA monograph 1 - Vol. 4.
- Thir theo JECFA monograph 1 - Vol. 4.

- St dung dung dich m4u thir 10%)

- Thir theo JECFA monograph 1 - Vol. 4.
- Sy tai 1050C trong 4 gid.

Can 2 g mau thiy, chinh xac dén mg, hoa tan trong 20 ml nwéc méi dun soi
dé& nguoi. Trung hoa dung dich nay bang dung dich natri hydroxyd 0,1N
hodac acid hydrocloric 0,1 N v&i chi thj la dung dich phenolphtalein (TS).
Thé tich dung dich natri hydroxyd 0,1 N hoé&c acid hydrocloric 0,1 N st
dung khéng dwgc qua 0,5 ml.

Can 0,5 g mau thr, chinh xac dén mg, hoa tan trong 5 ml acid sulfuric
(TS). Mau tao thanh trong dung dich khéng dwoc dam hon mau héng nhat
cla “dung dich déi chrng Q” (Th&r theo hwéng dan trong JECFA
monograph 1 - Vol. 4).

- Thtr theo JECFA monograph 1 - Vol. 4.

- Thir v&i 0,25 g mau thiy, st dung 0,5 ml dung dich acid hydrocloric 0,01

N lam déi chirng

Thém 1,5 ml acid sulfuric vao 100 ml nwéc cét, dun séi hdn hop, nhd vao
tirng giot dung dich kali permanganat 0,1 N dén khi dung dich c6 mau hdng
bén trong 30 gidy. Can 1g mau, chinh xac dén mg, hoa vao dung dich da
chuén bi, con néng, va chudn d6 bang dung dich kali permanganat 0,1 N
t¢i khi dung dich c6 mau hdéng bén trong 15 gidy. Thé tich dung dich kali

permanganat 0,1 N st dung dé& chuan d6 khéng dwoc qué 0,5 ml.

- Thir theo JECFA monograph 1 - Vol. 4.

- Xac dinh bang k¥ thuat quang phé hap thu nguyén t& thich hop cho ham
lwong qui dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi mau dwa

trén nguyén tic ctia phwong phap mé ta trong JECFA monograph 1 - Vol.

4 phan cac phuong phap phan tich céng cu.



6.3. Binh lvgng

Can 3 g mau th&r da dwoc sdy tai 1050C trong 4 gi®, chinh xac dén mg,
cho vao binh nén 250 ml. Thém 50 ml nwéc cét, hoa tan. Trung hoa dung
dich bang dung dich acid hydrocloric 0,1 N vé&i chi thi la dung dich
phenolphtalein (TS) néu can. Thém 50 ml ether va vai giot dung dich xanh
bromophenol (TS), chuadn dd bang dung dich acid hydrocloric 0,5 N, lac
binh déu khi chudn do, dén khi chi thi bat ddu d6i mau. Chuyén phan nwéc
phia dwéi sang binh khac. Rira 16p ether con lai véi 10 ml nwéc cét, gop
phan nwéc rira vao vao phan nwéc da tach ra va thém 20 ml ether vao

nwéc riva. Chuén do tiép bang dung dich acid hydrocloric 0,5 N, I&c déu.

M&i ml dung dich acid hydrocloric 0,5 N twong dwong véi 72,05 mg
C7H5Na02.

PHU LUC 6

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI KALI BENZOAT

1. Tén khac, chi sbé

2. Binh nghia
Tén hoéa hoc
Ma s6 C.A.S.
Coéng thirc hda hoc
C6ng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chtrc nang

5. Yéu cau ky thuat
5.1. PBinh tinh

bo tan

Kali

Benzoat

Potasium benzoate;
INS 212

ADI=0 - 5 mg/kg thé trong

mudi kali ctia acid benzencarboxylic, muédi kali clia acid phenylcarboxylic
coo® g? ng khan)

120

160,22 (dang khan C7H5K02)
214,27 (dang trihydrat C7H5K02.3H20)
Bot tinh thé mau trang

Chét bao quén chéng vi sinh vat

Dé tan trong nwéc, tan trong ethanol.
Phai c6 phan &ng dac trwng cla kali.

Phai c6 phan &ng dac trwng clia benzoat.



5.2. Do tinh khiét

Giam khéi lwgng khi sdy kho
Tinh acid ho&c tinh kiém
Céc chét dé bj than hoa
Céc hop chét clor hitu co
Céc chét dé bj oxy héa

Chi

5.3. Ham lwvgng C7H5K02
6. Phwong phap thir

6.1. Dinh tinh

Kali

Benzoat

6.2. D6 tinh khiét

Giam khéi lwgng khi sdy kho

Tinh acid ho&c tinh kiém

Cac chét dé bj than héa

Cac chét clor hiru co

Céc chét dé& bj oxy héa

Khong dwoc qua 26,5%.

Dat yéu ciu (md ta trong phan Phuong phap thi).
Dat yéu ciu (md ta trong phan Phuong phap thi).
Khong dwoc qua 0,07% (tinh theo CI2).

Dat yéu ciu (md ta trong phan Phuong phap thi).
Khéng duwoc qué 2,0 mg/kg.

Khéng dwoc thap hon 99,0% tinh theo ché phdm khan.

- Thir theo JECFA monograph 1 - Vol. 4.
- S dung dung dich mau thr 10%.
- Thir theo JECFA monograph 1 - Vol. 4.

- S dung dung dich mau thr 10%.

- Thir theo JECFA monograph 1 - Vol. 4.
- Sy tai 1050C trong 4 gid.

Can 2 g mau tht, chinh xac dén mg, hoa tan trong 20 ml nwéc méi dun
s6i dé& ngudi. Trung hoa dung dich nay bang dung dich natri hydroxyd 0,1
N hoac acid hydrocloric 0,1 N v&i chi thi la dung dich phenolphtalein
(TS). Thé tich dung dich natri hydroxyd 0,1 N hodc acid hydrocloric 0,1

st dung khéng dwoc qua 0,5 ml.
- Thir theo JECFA monograph 1 - Vol. 4.

- Can 0,5 g mau th, chinh xac dén mg, hoa tan trong 5 ml acid sulfuric
(TS). Mau tao thanh trong dung dich khéng dwoc dam hon mau hdng
nhat cta “dung dich dbi chirng Q”.

- Thir theo JECFA monograph 1 - Vol. 4.

- Thér v&i 0,25 g mau thir, st dung 0,5 ml dung dich acid hydrocloric 0,01

N lam déi chirng

Thém 1,5 ml acid sulfuric vao 100 ml nwéc cat, dun soéi hdn hop, nhd vao

tirng giot dung dich kali permanganat 0,1 N dén khi dung dich c6 mau



Chi

6.3. Binh lvgng

héng bén trong 30 gidy. Can 1g méau, chinh xac dén mg, hoa tan vao
dung dich da chuan bi, con néng, va chuan dd bang dung dich kali
permanganat 0,1 N t&i khi dung dich c6 mau hdng bén trong 15 giay.
Thé tich dung dich kali permanganat 0,1 N s& dung dé chuan d6 khéng

dwogc qua 0,5 ml.
- Thir theo JECFA monograph 1 - Vol. 4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dwa trén nguyén tic cla phuwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich cong cu.

Can 2,5-3 g mau th&r (chinh xac dén 0,1 mg) da dwoc sy tai 1050C
trong 4 gi®, cho vao binh nén 250 ml. Thém 50 ml nwéc cét, hoa tan.
Trung hoda dung dich bang dung dich acid hydrocloric 0,1 N véi chi thi la
dung dich phenolphtalein (TS) néu can. Thém 50 ml ether va vai giot
dung dich xanh bromophenol (TS), chuin dd bang dung dich acid
hydrocloric 0,5 N, l&c binh déu khi chuan d6, dén khi chi thi bat dau déi
mau. Chuyén phan nwéc phia dwéi sang binh khac. Rira Iép ether con
lai v&i 10 ml nwéc cat, gép phan nwéc rira vao vao phan nwéc da tach
ra va thém 20 ml ether vao nwéc riva. Chuén do tiép bang dung dich acid

hydrocloric 0,5 N, lac déu.

M&i ml dung dich acid hydrocloric 0,5 N twong dwong véi 80,11 mg
C7H5KO2.

PHU LUC 7

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI CALCI BENZOAT

1. Tén khac, chi sbé

2. Binh nghia
Tén hoéa hoc
M& sé C.A.S.

Coéng thirc hda hoc

Monocalcium benzoate;
INS 213

ADI = 0 - 5 mg/kg thé trong

Calci benzoat
2090-05-3
Dang khan C14H10CaO4

Dang monohydrat C14H10Ca0O4.H20



)
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Khéi lwgng phan t& Dang khan 282,31

Dang monohydrat 300,32

Dang trihydrat 336,36
3. Cam quan Tinh thé trdng ho&c khdng mau, bét trang.
4. Chirc nang Chét bao quan chdng vi sinh vat

5. Yéu cau ky thuat

5.1. Binh tinh

Do tan it tan trong nwéc

Calci Phai cé phan trng dac trung cua calci.
Benzoat Phai cé phan trng dac trwng cla benzoat.

5.2. D tinh khiét
Giam khéi lwgng khi sdy khé Khéng dwoc qua 17,5%.

Céac chat khéng tan trongKhéng dwoc qua 0,3%.

nwéc

Tinh acid ho&c tinh kiém Dat yéu ciu (mb ta trong phan Phuong phap thir).

Florid Khéng dwoc qué 10,0 mg/kg.

Chi Khéng dwoc quéa 2,0 mg/kg.

CA4c chét clor hiru co Khéng dwoc qua 0,07% (tinh theo CI2).

CAc chét dé bj oxy hoa Dat yéu cau (md ta trong phan Phwong phap thir).

5.3. Ham lwong Khéng dwoc thap hon 99,0 % tinh theo ché phadm khan.
C14H10Ca0O4

6. Phwong phap thi

6.1 Dinh tinh
Calci Thir theo JECFA monograph 1 - Vol. 4.
Benzoat Thir theo JECFA monograph 1 - Vol. 4.

6.2. Do tinh khiét



Giam khéi lwgng khi sdy khd - Thir theo JECFA monograph 1 - Vol. 4.

- Sy tai 1050C trong 4 gid.

Céac chat khéng tan trongCan 10 g (chinh xac dén mg) mau thir, hoa tan trong 100 ml nwéc néng.

nwéc

Tinh acid ho&c tinh kiém

Florid

Chi

Cac chét clor hiru co

Céc chét dé bj oxy héa

6.3. Binh lvong

Loc qua mot phéu loc Gooch da can bi (chinh xac dén 0,2 mg). Rira cdn
bang nwéc néng. Say khd phéu loc va cén tai 1050C trong 2 gi¢r. D& ngudi,

céan va tinh ham lwong %.

Can 2 g mau thi, chinh xac dén mg, hoa tan trong 20 ml nwéc méi dun soi
dé& ngudi. Trung hoa dung dich nay bang dung dich natri hydroxyd 0,1 N
hodac acid hydrocloric 0,1 N v&i chi thj la dung dich phenolphtalein (TS).
Thé tich dung dich natri hydroxyd 0,1 N ho&c acid hydrocloric 0,1 N st
dung khéng dwgc qué 0,5 ml.

- Thtr theo JECFA monograph 1 - Vol. 4, phwong phap | hoac lIl.
- Can 5 g (chinh x&c dén mg) mau thir.
- Thir theo JECFA monograph 1 - Vol. 4.

- X&c dinh bang k¥ thuat quang phé hap thu nguyén t& thich hop cho ham
lwong qui dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi mau dwa
trén nguyén tic ctia phuwong phap mé ta trong JECFA monograph 1 - Vol.

4 phan cac phuong phap phan tich céng cu.

Thir v&i 0,25 g mau thr, s& dung 0,5 ml dung dich acid hydrocloric 0,01 N
lam dbi chirng

Thém 1,5 ml acid sulfuric vao 100 ml nwéc cat, dun séi hén hop, nhé tirng
giot dung dich kali permanganat 0,1 N dén khi dung dich c6 mau héng bén
trong 15 gidy. Can 1 g mau, chinh xac dén mg, hoa tan vao dung dich da
chuén bi, con néng, va chuan d6 bang dung dich kali permanganat 0,1 N
t¢i khi dung dich c6 mau hdéng bén trong 15 gidy. Thé tich dung dich kali

permanganat st dung dé chun doé khéng dwoc qua 0,5 ml.

Can 0,6 g mau thir da dwoc say kho, chinh xac dén 0,1 mg. Hoa tan trong
20 ml nwéc va 2 ml dung dich acid hydrocloric lodng (TS). Pha lodng bang
nwéc viva da dé thu dwoc 100 ml. Khudy bang may khudy tir, dung buret
50 ml thém khoang 30 ml dung dich dinatri ethylendiamintetraacetat 0,05
M, sau d6 thém 15 ml dung dich natri hydroxyd (TS), 40 mg hén hop chi thi
murexid (c6 thé thay bang 0,25 g chi thi xanh da tr&i hydroxynaphtol, trong
trweong hop nay khéng thém dung dich xanh luc naphtol (TS)) va 3 ml dung

dich xanh luc naphtol (TS), tién hanh chuan d6 dung dich dén mau xanh da



troi dam.
M&i ml dung dich dinatri ethylendiamintetraacetat 0,05 M twong dwong voi

14,116 mg C14H10Ca04.
PHU LUC 8

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI ETHYL p-HYDROBENZOAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
C6ng thirc ciu tao

Khéi lwong phan to
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

Po6 tan

Khodéng nhiét d6 néng chay

p-Hydroxybenzoat

5.2. Do tinh khiét

Giam khéi lwgng khi sdy kho

Tro sunfat

Tinh acid

Ethyl p-oxybenzoat; Ethylparaben
INS 214

ADI= 0 — 10 mg/kg thé trong

Ethyl p-hydroxybenzoat,

L >id p-hydroxybenzoic

[

166,18
Bot tinh thé mau trdng hoac tinh thé nhd khéng mau, hadu nhw khéng mui.

Chét bao quan

Dé& tan trong ethanol, ether va propylen glycol
1150C -1180C.

Khoang néng chay cta acid p-hydroxybenzoic dwoc diéu ché tr mau thir
la 212-2170.

Khdéng dwoc qué 0,5 %.
Khéng dwoc quéa 0,05 %.

Dat yéu ciu (mb ta trong phan Phuwong phap thir).

Acid p-hydroxybenzoic vabat yéu cau (mé ta trong phan Phwong phap thir).



acid salicylic

Chi

5.3. Ham lwgng C9H1003
6. Phwong phap thir

6.1. Binh tinh

p-Hydroxybenzoat

6.2. D6 tinh khiét

Giam khéi lwgng khi sdy kho

Tro sunfat

Tinh acid

Khoéng dwoc qua 2,0 mg/kg.

Khéng dwoc thap hon 99,0 % tinh theo ché pham khan.

Can chinh xac 0,5 g mau th&. Thém 10 ml dung dich natri hydroxyd (TS)
vao mau. Pun s6i mau tht trong khoang 30 phut va ¢6 dung dich can bét
dén con khoang 5 ml. D& ngudi, acid hoa bang dung dich acid sulfuric
loding (TS), loc qua gidy loc, thu lay két tha trén gidy loc va rira ky két tha
bang nwéc cat. Lam khd gidy loc trong binh hat Am trén acid sulfuric dac.

Do khoang néng chay cuta acid p-hydroxybenzoic thu dworc.

- Thir theo JECFA monograph 1 - Vol. 4.

- Khéng dwoc quéa 0,5% (say tai 800C trong 2 gidy).

- Thir theo JECFA monograph 1 - Vol. 4, phwong phap .
-Mau the : 2 g.

Can 750 mg mau thty, thém 15 ml nwéc, dun néng & 800 trong 1 phat, dé
ngudi, loc dung dich. Dich loc phai cé tinh acid ho&c trung tinh dbi v&i chi
thi la quy tim. Thém 0,2 ml dung dich NaOH 0,1 N va 2 giot dung dich dd
methyl (TS) vao 10 ml dich loc. Dung dich phai c6 mau vang khéng c6

anh héng.

Acid p-hydroxybenzoic vaCan chinh xac 0,5 g mau thir, hoa tan trong 30 ml ether. Thém 20 ml

acid salicylic

Chi

dung dich natri hydrogen carbonat 1%, lac k¥, tach lay 16p nuwéc. Rira I6p
nwéc bang 20 ml ether (riva 2 1an). Thém tiép 5 ml acid sulfuric lodng va
30 ml ether, lac 1&n nira. TAch lay I16p ether, thém 10 ml nuéc, lac ky. Loc
I&p ether. Trang binh hirng va gidy loc bdng moét lwong nhé ether réi gop
v&i dich loc cho c6 quay loai bé dung méi. Lam khé can thu dwoc trén
acid sulfuric dén khéi lwong khong déi. Khéi lwgng can khéng dwoc vuot
qgua 5 mg. Hoa tan can trong 25 ml nwéc, dun néng & 700, loc va thém
vai giot dung dich sat (lll) clorid (TS), Dung dich nay khéng dwoc xuét
hién mau tim dén tim do.

- Thir theo JECFA monograph 1 - Vol. 4.

- Xac dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho

ham lwong qui dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi



6.3. Binh lvgng

mau dwa trén nguyén tac cGa phwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich cong cu.

Can 2 g mau thir da dwoc sy kho, chinh xac dén mg, cho vao binh thay
tinh. Thém 40 ml dung dich NaOH 1 N va trang rira thanh binh bang
nwdc. Day binh bang mat kinh déng hd, dun séi nhe trong 1h roi dé
ngudi. Thém 5 giot dung dich xanh bromothymol (TS) va chuén dé lwong
NaOH dw bang acid sulfuric 1 N, so sanh mau cta dung dich v&i mau
cta dung dich dém (pH 6,5) c6 chra lweng chi thi twong dwong. Tién

hanh mét mau trdng véi cac thube thir, hiéu chuan két qua néu can thiét.

M&i ml dung dich natri hydroxyd 1 N twong dwong véi 166,18 mg
C9H1003.

PHU LUC 9

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI METHYL p-HYDROXYBENZOAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Céng thrc hdéa hoc
C6ng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chirc nang
5. Yéu cau ky thuat
5.1. PBinh tinh

bo tan

Methyl p-oxybenzoat; Methylparaben
INS 218

ADI = 0 - 10mg/kg thé trong

NMathl n-h\/drnvubenzoat,

o o
“Hz 3cid p-hydroxybenzoic

(K3

152,15

Bot tinh thé mau trdng hodc tinh thé nhé khéng mau, hadu nhu khéng

mui.

Chét bdo quan

it tan trong nwérc, dé tan trong ethanol va propylen glycol, tan dwoc trong

ether.



Khoang nhiét d6 néng chay

p-Hydroxybenzoat

5.2. Do tinh khiét
Giam khéi lwgng khi lam kho
Tro sunfat

Tinh acid

1250C -1280C.

Diém chay cla acid p-hydroxybenzoic dwgc chuyén hod t» mau thi la
212-217o0.

Khong dwoc qua 0,5%.
Khong dwoc qua 0,05%.

Dat yéu ciu (md ta trong phan Phuong phap thi).

Acid p-hydroxybenzoic va acidDat yéu cau (md ta trong phan Phwong phap thiy).

salicylic

Chi

5.3. Ham lvgng C8H803
6. Phwong phap thir

6.1. Binh tinh

p-Hydroxybenzoat

6.2. D6 tinh khiét

Giam khéi lwgng khi lam kho

Tro sunfat

Tinh acid

Khéng duwoc qué 2,0 mg/kg.

Khéng dwoc thap hon 99,0 % tinh theo ché pham khan.

Can 0,5 g mau tht. Thém 10 ml natri hydroxyd (TS) vao mau. Bun sbi
mau thir trong khoang 30 phut, ¢é dung dich can bét dén khi con khoang
5 ml. Bé ngudi, acid hoa bang acid sulfuric lodng (TS), loc qua gidy loc,
thu lay két tha trén gidy loc va rira kj két tha bang nwéc cat. Lam kho
gidy loc trong binh hat dm véi acid sulfuric ddc. Do diém néng chay cla

acid p-hydroxybenzoic thu dworc.

- Thir theo JECFA monograph 1 - Vol. 4.

- Trén silicagel trong 5 gio.

Thir theo JECFA monograph 1 - Vol. 4, phwong phap | (m&u thi : 2 g).
Can 750 mg méau th, thém 15 ml nwdc, dun néng & 800 trong 1 phdt.
DPé ngudi, loc dung dich. Dich loc phai cé tinh acid hoa hodc trung tinh
véi gidy quy. Thém 0,2 ml dung dich NaOH 0,1 N va 2 giot d3 methyl

(TS) vao 10 ml dich loc. Dung dich nay phai c6 mau vang, khéng cé anh

héng.

Acid p-hydroxybenzoic va acid Can chinh xac 0,5 g mau thé, hoa tan trong 30 ml ether. Thém 20 ml

salicylic

dung dich natri hydrogen carbonat 1%, l&c k¥, tach lay 16p nuwéc. Rira
I&p nwéc béng 20 ml ether (riva 2 1an). Thém tiép 5ml acid sulfuric loéng
va 30 ml ether, l4c lan nira. Tach lay I6p ether, thém 10 ml nwérc, lac ky.

Loc I6p ether. Trang binh hirng va gidy loc bdng mét lwong nhé ether rdi



Chi

6.3. Binh lvgng

gop véi dich loc dé cat quay loai bd dung méi. Lam khé c&n thu dwoc
trén acid sulfuric dén khéi lwong khéng ddi. Khdi lwong can khong duoc
vurot qua 5 mg. Hoa tan can trong 25 ml nwéc, dun néng & 700, loc va
thém vai giot dung dich sat (Ill) clorid (TS), Dung dich nay khéng dwoc

xuét hién mau tim dén tim do.
- Thir theo JECFA monograph 1 - Vol. 4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dwa trén nguyén tic cla phuwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich cong cu.

Can 2 g mau thir da dwoc sy kho, chinh xac dén mg, cho vao binh nén
250 ml. Thém 40 ml dung dich NaOH 1 N va rtra thanh binh bang nwéc.
Day binh bang mat kinh déng hé. Bun sbéi nhe trong 1 gi¢r rdi dé& ngudi.
Thém 5 giot xanh bromothymol (TS) va chuén d6 lwong NaOH dw béng
acid sulfuric 1 N, so sanh mau cua dung dich v&i mau cta dung dich
dém (pH 6,5) c6 chra lwong chi thi twong dwong. Thwe hién mét mau

trdng ve&i cac thudc thiv, hiéu chinh két qua néu can.

M&i ml dung dich natri hydroxyd 1N twong dwong véi 152,2 mg
C8H803.



PHU LUC 10

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI LUU HUYNH DIOXYD

1. Tén khac, chi s

2. Binh nghia

Ma s6 C.A.S.

Cong thirc ciu tao
Khéi lwong phan to

3. Cam quan

4. Chtrc nang
5. Yéu cau ky thuat
5.1. Binh tinh

bo6 tan

Cac hop chét sulfuro
Hoat tinh oxy héa
5.2. D6 tinh khiét
Nwoc

Can khéng bay hoi
Selen

Chi

5.3. Ham lwgng SO2

INS 220

ADI =0 - 0,7 mg/kg thé trong

7446-09-5
SO2
64,07

La chat khi, khdng mau, khéng chay, mui hang manh, gay kho thé.Ty
trong hoi gap 2,26 1an so véi khong khi tai 4p suét khi quyén & 00C. Trong
lwong riéng cta chét 16ng khdang 1,436 & 0o/40C. & 200C dd tan 14 10 g
S02/100 g dung dich. Ché phadm thuwong mai thwong duwoc cung cap dwdi

dang khi nén, trong binh khi nén ton tai & ca 2 pha l6ng va khi.

Chu y: Khi SO2 gay kich &ng mét, hong va dwdng hé hap trén. Lwu huynh
dioxyd 1dng c6 thé gay bdng da do tac dung gay déng dic cac dich trong
mo. Cac canh bao an toan trong tai liéu ky thuat cGa nha san xuét, nha
cung cép khi SO2 héa 16ng hodc cac td chirc clia cac nha san xuét, phan

phdi khi SO2 héa Idng can dwoc tuan thi trwde khi thao tac véi khi SO2.

Chét bdo quan, chat chdng nga mau nau, chat chéng oxy hoéa.

Tan trong nwéc (36/1, tt/tt) va ethanol (114/1, tt/tt) (thlr theo hwéng dan tai
JECFA monograph 1 - Vol. 4).

Phai c6 phan (rng dic trng véi hop chét sulfuro.

Phai c6 phan (rng hoat tinh oxy héa dac treng.

Khéng dwoc qué 0,05%.
Khéng dwoc qué 0,05%.
Khéng dwoc qua 20,0 mg/kg.
Khéng dwoc quéa 5,0 mg/kg.

Khoéng dwoc thap hon 99,9% SO2 tinh theo khéi lwong.



6. Phuwong phap thir
6.1. Dinh tinh
Céc hop chét sulfuro

Hoat tinh oxy héa

6.2. D6 tinh khiét

Nuwéc

Can khong bay hoi

Selen

Chi

6.3. LAy mau

M&u thtr sé lam den gidy tAm w6t bang dung dich thay ngan (1) nitrat (TS).

Cho miéng gidy loc da tdm kali iodat va dung dich hé tinh bét (TS) vao
ludng mau khi. Mau xanh lo' sé& xuat hién trén gidy, mau sé nhat dan néu

van dé miéng gidy loc trong mau khi.

- Thir theo JECFA monograph 1 - Vol. 4.

- Chuyén khoang 50 ml lwu huynh dioxyd Idng vao binh chudn d6 Karl-
Fischer, xac dinh khéi lwong mau da 4y, xac dinh ham lvong nwéc béng

phwong phap Karl-Fischer.

LAy khoang 200 ml lwu huynh dioxyd (288 g) vao binh nén 250 ml. Xac
dinh khdi lwong mau da 1ay bang cach xac dinh sw thay déi khéi lwong
ctia bom khi. Cho bay hoi dén kho trén bé cach thay va dudi hét khi SO2
bang cach suc khoéng khi kho, lau khé thanh binh, d& ngudi trong binh hat
&m va can.

- Thtr theo JECFA monograph 1 - Vol. 4, phwong phap Il (lwgng dich thiy :
2,0 ml)

- Hwéng dan 14y mau va chuan bi mau mé ta trong phan Phwong phap
thi.

- Thtr theo JECFA monograph 1 - Vol. 4.

- X&c dinh bang k§ thuat quang phé hap thu nguyén t& thich hop cho ham
lwong qui dinh. Lwa chon c& mau thtr va phwong phap chuén bi mau dwa
trén nguyén téc cla phwong phap mé ta trong JECFA monograph 1 - Vol.

4 phan cac phuong phap phan tich céng cu.

Mau Iwu huynh dioxyd cé thé |4y mot cach an toan tlr bdn chira hay 6ng
dan théng qua mét van c6 voi 1 cm. Mau dwoc chira vao bom khi ché tao
tr thép khong ri 316 chiu dwoc ap suat 7MPa (1000 psig) 2 dau gén voi
van kim ciing bang thép khong ri 316. Trwédc khi ldy mau bom chira mau
duwoc thdi khong khi khd qua dé dudi hét khi SO2 (cé thé con dw tr mau
trwdc d6). Noi bom chra mau véi bdn chiva hay dng dan bang mét néi
cteng. Pau con lai ctia bom cha mau ndi véi mot dng mém nhing ngap
trong dung dich xat lodng hoac nwéc. Khi trong bom sé dwoc xa vao dung

dich xut lodng hodc nwéc khi mé van khi gén véi éng ndi cirng va sau do



6.4. Binh lwgng

tr tr m& van ndi véi dng mém. Khi khi ra hét khdi bom va lwu huynh
dioxyd Idng bat dau vao dung dich xat lodng hodc nuwéc, thi khdéa van nbi
véi 6ng mém, sau dé to tr khoa van néi véi dng ndi cirng va tach bom
mau ra khéi 6ng ndi voi bdn chira hay éng dan. Sau d6 xa khoang 15%
lweng Iwvu huynh dioxyd I6ng trong bom ra dung dich xdt loang hoac nwéc,

day kin ndp dau bom va chuyén bom dén phong thi nghiém dé phan tich.

Canh bao: Khéng bao gi& d& bom mau chira chét 1dng c6 thé tich vuot

qué 85% téng dung tich ctia bom.

Dung dich th&» dé xac dinh chi va selen: LAy 100 ml lwu huynh dioxyd (144
g) vao binh nén 125 ml. Xac dinh khéi lwong mau da 14y bang cach xac
dinh khéi lwgng mét di cia bom mau. Cho bay hoi dén kho trén bé cach
thdy. Thém vao binh nén khd 3 ml acid nitric va 10 ml nwéc cat, dun nhe
trén bép trong 15 phuat. Chuyén toan bo dich trong binh nén vao binh dinh
mtrc 100 ml, dinh m&rc dén vach bang nwéc cét, I&c déu. LAy 10,0 ml sang
mot binh dinh m&c 100ml thé hai, dinh mic dén vach bang nwéc cét, l&c

déu.
Chu y: Céac phép thtr cé s& dung dung dich nay sé& chinh xac néu lwong
mau lay dung 144 g, néu khong dung thi khi tinh toan phai st dung khéi

lwong mau thuc té da lay.

L4y 100% trir di ham lwong (%) cla cén khéng bay hoi va nwéc néu trén,

thu dwoc ham lwgng % cla Iwu huynh dioxyd.



PHU LUC 11

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI NATRI SULFIT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
Khéi lwong phan to
3. Cam quan

4. Chrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Natri

Sulfit

5.2. D tinh khiét
pH

Thiosulfat

Sat

Chi

Selen

5.3. Ham lvgng Na2S03
6. Phwong phap thi
6.1. Pinh tinh

Natri

Sulfit

6.2. Do tinh khiét

Disodium sulfite;
INS 221

ADI=0 - 0,7 mg/kg thé trong tinh theo SO2

Natri sulfit

7757-83-7

Na2S03

126,04

B6t trdng c6 mui lwu huynh dioxyd nhe.

Chét tay trang, chat chdng oxy hoa, chat bao quan

Dé& tan trong nwérc, kho tan trong ethanol.
Phai c6 phan &ng dac tring cla natri.

Phai c6 phan &ng dac trwng cla sulfit.

Dung dich 1/10 phai c6 pH trong khoang 8,5-10,0.
Khéng dwoc quéa 0,1%.

Khéng dwoc quéa 10,0 mg/kg.

Khéng dwoc quéa 2,0 mg/kg.

Khéng dwoc qua 5 mg/kg.

Khéng duoc thp hon 95,0%

- Thtr theo JECFA monograph 1 - Vol. 4.

- Thtr theo JECFA monograph 1 - Vol. 4.



Thiosulfat

Chi

Selen

6.3. Binh lvgng

Khi acid héa dung dich mau thr 10% bang acid sulfuric ho&dc acid

hydrocloric, dung dich phai trong.

- Thir theo JECFA monograph 1 - Vol. 4.

- St dung 0,5 ml dung dich chuén (5 pg Fe) lam dbi ching.
- Thir theo JECFA monograph 1 - Vol. 4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dwa trén nguyén tic cla phuwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phuong phap phan tich céng cu.

Thubc thi:

Acid hydrocloric, hydrazin sulfat, dung dich chuan selen (100 pug Se/ml)
Tién hanh:

Can 2,0 + 0,1 g mau th, cho vao céc c6 mé 50 ml. Thém 10 ml nwéc
cét, 5 ml acid hydrocloric va dun s6i dé dudi hét SO2.

Can 1,0 = 0,1 g mau tht, cho vao moét cdc cé mé the 2, thém 0,05 ml

dung dich selen chuan va tién hanh nhw trén.

Thém vao mdi céc 2 g hydrazin sulfat va dun nhe dé hoa tan. Bé yén
trong 5 phat. Pha loding dung dich trong cac céc téi 50 ml trong cac 6ng
so mau Nessler, so sanh mau cta 2 édng. Mau héng cta éng thir phai

nhat hon mau ctia éng chirng (c6 thém chuén).

Can 250 mg mau thir, cho vao binh co6 nut thay tinh va thém 50 ml dung
dich iod 0,1 N, day nut. D& yén trong 5 phat, thém 1 ml acid hydrocloric,
chuén d6 iod dw bang dung dich natri thiosulfat 0,1 N vé&i chi thi la dung
dich hé tinh bot (TS).

M&i ml dung dich iod 0,1 N twong dwong véi 6,302 mg Na2S03.

PHU LUC 12

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I NATRI HYDROSULFIT

1. Tén khac, chi sb

2. Binh nghia

Sodium hydrogen sulfite;
INS 222

ADI =0 - 0,7 mg/kg thé trong tinh theo SO2



Tén hoéa hoc Natri hydrosulfit, natri bisulfit

Ma sb C.A.S. 7631-90-5

Cong thrc hda hoc NaHSO3

Khéi lwong phan to 104,06

3. Cam quan B6t, hat hodc tinh thé trdng c6 mui dac trwng cla lwu huynh dioxyd.
4. Chirc nang Chét tay trang, chéat chéng oxy hoa, chat bao quan

5. Yéu cau ky thuat

5.1. Binh tinh

Do tan Dé& tan trong nwéc, khoé tan trong ethanol.
Natri Phai cé phan &ng dac tring cla natri.
Sulfit Phai c6 phan &ng dac trwng cla sulfit.

5.2. D6 tinh khiét

Tap chat khéng tan trong nwéc Dat yéu cau (m6 ta trong phadn Phwong phéap thi).

pH Dung dich 1/10 phai c6 pH trong khoang 2,5-4,5.

Sét Khéng dwoc qua 10,0 mg/kg.

Chi Khéng duwoc qué 2,0 mg/kg.

Selen Khéng dwoc qua 5mg/kg.

5.3. Ham lvgng SO2 Khéng dwoc thap hon 58,5% va khéng duoc qué 67,4% tinh theo SO2

6. Phwong phap thi

6.1. Pinh tinh
Natri Thir theo JECFA monograph 1 - Vol. 4.
Sulfit Thir theo JECFA monograph 1 - Vol. 4.

6.2. Do tinh khiét

Tap chat khéng tan trong nwéc Hoa tan 20 g mau ther trong 200 ml nwéc céat, dung dich phai trong, chi

duwoc phép c6 rat it can lo Itng.
Sét - Thir theo JECFA monograph 1 - Vol. 4.

- St dung 0,5 ml dung dich chuén (5ug Fe) lam déi chirng.
Chi - Thtr theo JECFA monograph 1 - Vol. 4.

- Xac dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho



Selen

6.3. Binh lvgng

ham lwong qui dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dua trén nguyén tdc cla phuwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich céng cu.

Thubc thi:

Acid hydrocloric, hydrazin sulfat, dung dich chuan selen (100 ug Se/ml)
Tién hanh:

Can 2,0 £ 0,1 g mau th, cho vao céc c6 mé 50 ml. Thém 10 ml nwéc
cét, 5 ml acid hydrocloric va dun s6i dé dudi hét SO2.

Can 1,0 £ 0,1 g mau th&, cho vao mét cdc c6 md khac, thém 0,05 ml

dung dich selen chuan va tién hanh nhw trén.

Thém vao méi céc 2 g hydrazin sulfat va dun nhe dé hoa tan. Dé yén
trong 5 phut. Pha lodng dung dich trong céac cdc thanh 50 ml trong cac
éng so mau Nessler, so sanh mau cla 2 éng. Mau héng cta 6ng thd

phai nhat hon mau cla éng chirng (c6 thém chuan).

Can 0,2 g mau th, chinh xac dén mg, cho vao binh c6 nat thay tinh va
thém 50 ml dung dich iod 0,1 N, day nat. D& yén trong 5 phat, thém 1ml
acid hydrocloric, chuan d6 iod dw bang dung dich natri thiosulfat 0,1 N
vé&i chi thj la dung dich h tinh bot (TS).

M&i ml dung dich iod 0,1 N twong dwong véi 3,203 mg SO2.

PHU LUC 13

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I NATRI META BISULFIT

1. Tén khac, chi sbé

2. Binh nghta
Tén hoéa hoc
Ma s6 C.AS.
Cdéng thirc hda hoc
Khéi lwong phan to

3. Cam quan

Sodium metabisulfite;
INS 223

ADI = 0 - 0,7mg/kg thé trong tinh theo SO2

Natri disulfit, dinatri pentaoxodisulfat, dinatri pyrosulfit
7681-57-4

Na2S205

190,11

Bot tinh thé hodc tinh thé trdng cé mui ddc trwng cla lwu huynh dioxyd.



4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

bo6 tan

Natri

Sulfit

5.2. D6 tinh khiét

Chét tay trang, chat chdng oxy hoéa, chat xr Iy bét, chat bao quan

Dé tan trong nwéc, kho tan trong ethanol.
Phai cé phan &ng dac tring cla natri.

Phai cé phan &ng dac trwng cla sulfit.

Tap chat khéng tan trong nwéc Dat yéu cau (m6 ta trong phadn Phwong phap thi).

pH

Thiosulfat

Sat

Chi

Selen

5.3. Ham lvgng Na2S205
6. Phwong phap thi

6.1. Dinh tinh

Natri

Sulfit

6.2. D6 tinh khiét

Tap chat khéng tan trong nwéc

Thiosulfat

Chi

Dung dich 1/10 phai c6 pH trong khoang 4,0-4,5.
Khéng duwoc qué 0,1%.

Khéng duvoc qué 10,0 mg/kg.

Khéng duoc qué 2,0 mg/kg.

Khéng duoc qué 5,0 mg/kg.

Khéng duoc thip hon 90,0%

- Thir theo JECFA monograph 1 - Vol. 4.

- Thir theo JECFA monograph 1 - Vol. 4.

Hoa tan 20g mau th&r trong 200 ml nwéc cét, dung dich phai trong, chi

duwoc phép c6 rat it can lo Itng.

Dung dich mau thtr 10% sau khi acid hoa béng acid sulfuric hoac acid

hydrocloric phai trong

- Thir theo JECFA monograph 1 - Vol. 4.

- St dung 0,5 ml dung dich chuén (5ug Fe) lam dbi chirng.
- Thir theo JECFA monograph 1 - Vol. 4.

- Xac dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi
mau dwa trén nguyén tic cla phwong phap md ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich cong cu.



Selen

6.3. Binh lvgng

Thubc thi:
Acid hydrocloric, hydrazin sulfat, dung dich chuan selen (100 ug Se/ml)
Tién hanh:

Can 2,0 + 0,1 g mau th&, cho vao céc c6 mé 50 ml. Thém 10ml nwéc

cét, 5 ml acid hydrocloric va dun s6i dé dudi hét SO2.

Can 1,0 £ 0,1 g mau th&, cho vao mét cdéc c6 md khac, thém 0,05 ml

dung dich selen chuan va tién hanh nhw trén.

Thém vao mdi céc 2 g hydrazin sulfat va dun nhe dé hoa tan. Bé yén
trong 5 phut. Pha lodng dung dich trong céac cdc thanh 50 ml trong céac
éng so mau Nessler, so sanh mau cla 2 éng. Mau héng cta 6ng thd

phai nhat hon mau cla éng chirng (c6 thém chuan).

Can 0,2 g mau thr, chinh xac dén mg, cho vao binh c6 nat thay tinh va
thém 50 ml dung dich iod 0,1 N, day nat. Dé yén trong 5 phat, thém 1 ml
acid hydrocloric, chuan d6 iod dw bang dung dich natri thiosulfat 0,1 N
v&i chi thi 1a dung dich hd tinh bét (TS).

M&i ml dung dich iod 0,1 N twong dwong véi 4,753 mg Na2S205.

PHU LUC 14

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KALI META BISULFIT

1. Tén khac, chi s

2. Binh nghta
Tén hoéa hoc
Ma s6 C.AS.
Cdéng thtrc hda hoc
Khéi lwong phan to

3. Cam quan

4. Chtrc nang

5. Yéu cau ky thuat

Potassium metabisulfite;
INS 224

ADI=0 - 0,7 mg/kg thé trong tinh theo SO2

Kali disulfit, kali pentaoxodisulfat, kali pyrosulfit
16731-55-8

K2S205

222,33

Hat, b6t tinh thé ho&c tinh thé khéng mau, tron chay, thweng cé mui dac

trwng cta Iwu huynh dioxyd.

Chét tay trang, chat chdng oxy hoa, chat bao quan



5.1. Binh tinh

bo6 tan

Kali

Sulfit

5.2. D tinh khiét

Tap chét khéng tan trong nwéc
Thiosulfat

Sat

Chi

Selen

5.3. Ham lvgng K2S205
6. Phwong phap thir

6.1. Binh tinh

Kali

Sulfit

6.2. Do tinh khiét

Tap chat khéng tan trong nwéc

Thiosulfat

Chi

Selen

Tan trong nwéc, khoéng tan trong ethanol.
Phai cé phan &ng dac tring cla kali.

Phai cé phan &ng dac trwng cla sulfit.

Dat yéu ciu (md ta trong phan Phuong phap thi).
Khéng duvoc qué 0,1%.

Khéng duvoc qué 10,0 mg/kg.

Khéng duwoc qué 2,0 mg/kg.

Khéng duwoc qué 5,0 mg/kg.

Khéng dwoc thap hon 90,0%

Phai c6 phan &ng dac trwng cla kali.

Phai c6 phan &ng dac trwng cla sulfit.

Hoa tan 20 g mau th& trong 200 ml nwéc cét, dung dich phai trong, chi

duwoc phép c6 rat it can lo Itng.

Dung dich mau th&r 10% khéng dwoc thay dbi do trong sau khi acid héa

bang acid sulfuric hodc acid hydrocloric.
- Thir theo JECFA monograph 1 - Vol. 4.
- St dung 0,5 ml dung dich chuén (5 pg Fe) lam dbi ching.
- Thir theo JECFA monograph 1 - Vol. 4.

- X4c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi
mau dwa trén nguyén tic cla phwong phap md ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich céng cu.
Thubc thi:
Acid hydrocloric, hydrazin sulfat, dung dich chuén selen (100 pug Se/ml)

Tién hanh:



6.3. Binh lvgng

Can 2,0 £ 0,1 g mau th, cho vao céc c6 mé 50 ml. Thém 10 ml nwéc

cét, 5 ml acid hydrocloric va dun s6i dé dudi hét SO2.

Can 1,0 £ 0,1 g mau th&, cho vao mét cdéc c6 md khac, thém 0,05 ml

dung dich selen chuan va tién hanh nhw trén.

Thém vao mdi céc 2 g hydrazin sulfat va dun nhe dé hoa tan. Bé yén
trong 5 phat. Pha long dung dich trong cac céc thanh 50 ml trong cac
éng so mau Nessler, so sanh mau cla 2 éng. Mau héng cta éng tha

phai nhat hon mau cla éng chirng (c6 thém chuan).

Can 250 mg m&u thr cho vao binh c6 nut thay tinh va thém 50 ml dung
dich iod 0,1 N, day nat. Dé yén trong 5 phat, thém 1 ml dung dich acid
hydrocloric lodng (TS), chuan dd iod dw bang dung dich natri thiosulfat
0,1 N v&i chi thj la dung dich hé tinh bét (TS).

M&i ml dung dich iod 0,1 N twong dwong véi 5,558 mg K2S205.

PHU LUC 15

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KALI SULFIT

1. Tén khac, chi s

2. Binh nghia

Tén hoéa hoc

Ma s6 C.AS.

Coéng thirc hda hoc
Khéi lwong phan to
3. Cam quan

4. Chtrc nang

5. Yéu cau ky thuat
5.1. Pinh tinh

bo tan

Kali

Sulfit

Potassium sulfite;
INS 225

ADI=0 - 0,7 mg/kg thé trong tinh theo SO2

Kali sulfit

10117-38-1

K2S03

158,25

Bot hodc hat mau trang, khéng mui.

Chét tay trang, chat chdng oxy hoa, chét bao quan

Dé tan trong nwéc, it tan trong ethanol
Phai c6 phan &ng dac trwng cla kali.

Phai c6 phan &ng dac trwng cla sulfit.



5.2. D tinh khiét
Tinh kiém

Sat

Chi

Selen

5.3. Ham lwgng K2S0O3
6. Phwong phap thir
6.1. Binh tinh

Kali

Sulfit

6.2. Do tinh khiét

Tinh kiém

Chi

Selen

Twr 0,25 dén 0,45% tinh theo K2CO3.
Khong dwoc qua 10,0 mg/kg.

Khong dwoc qua 2,0 mg/kg.

Khong dwoc qua 5,0 mg/kg.

Khéng dwoc thap hon 90,0%

Thir theo JECFA monograph 1 - Vol. 4.

Thir theo JECFA monograph 1 - Vol. 4.

Hoa tan 1 g mau thk trong 20 ml nwéc cét, thém 25 ml dung dich
hydrogen peroxyd 3% da dwogc trung hoa st dung chi thj la dung dich dé
methyl (TS). Tron ky, dé& ngudi vé nhiét d6 phong va chuan do bang acid
hydrocloric 0,02 N. Tién hanh méau trdng st dung 25 ml dung dich
hydrogen peroxyd da dwoc trung hoa. M&i ml acid hydrocloric twong
dwong voéi 1,38 mg K2CO3

- Thir theo JECFA monograph 1 - Vol. 4.
- St dung 0,5 ml dung dich chuén (5 pg Fe) lam dbi ching.
- Thir theo JECFA monograph 1 - Vol. 4.

- X4c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon ¢& mau the va phwong phap chuén bi
mau dwa trén nguyén tic cla phwong phap md ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich céng cu.
Thubc thi:

Acid hydrocloric, hydrazin sulfat, dung dich chuan selen (100 pg Se/ml)
Tién hanh:

Can 2,0 + 0,1 g mau th, cho vao céc c6 mé 50 ml. Thém 10 ml nwéc

cét, 5 ml acid hydrocloric va dun s6i dé dudi hét SO2.

Can 1,0 + 0,1 g mau th&, cho vao mdt cdc c6 md khac, thém 0,05 ml

dung dich selen chuan va tién hanh nhw trén.



6.3. Binh lvgng

Thém vao mdi céc 2 g hydrazin sulfat va dun nhe dé hoa tan. Bé yén
trong 5 phat. Pha long dung dich trong cac céc thanh 50 ml trong cac
éng so mau Nessler, so sanh mau cla 2 éng. Mau héng cta éng the

phai nhat hon mau cla éng chirng (c6 thém chuan).

Can khoang 0,75 g mau tht, chinh xac dén mg, hoa tan trong hén hop
gdm 100 ml dung dich iod 0,1 N va 5 ml dung dich acid hydrocloric lodng
(TS). Chuan d6 iod dw bang dung dich natri thiosulfat 0,1 N véi chi thi 1a
dung dich hé tinh bét (TS).

M&i ml dung dich iod 0,1 N twong dwong véi 7,912 mg K2S03.



PHU LUC 16

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI NISIN

1. Tén khac, chi sbé

2. Binh nghia

Ma sbé C.A.S.
Coéng thirc hda hoc

Céng thirc ciu tao

Khéi lwong phan to
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Phan biét v&i cac chat khang

khuan khac

5.2. D0 tinh khiét

Giam khéi lwgng khi sdy kho
Chi

Chi tiéu vi sinh

5.3. Ham lwgng

INS 234

Nisin la hén hop cta cac polypeptid gn nhau c6 tinh khang khuan
dwoc san sinh béi chaing vi khuan Lactococcus lactis subsp.lactis, theo

r Ala—Leu

Oha
1e” Sl Gl / ™
) S on
N
H—lle—Dhb— Ala — Aby Ala —Lys — Abu
\ (0) m\s/ | | \s s va
L —— l
o
: ’ s
His—Ala Abu— L
¥s

( " l |
HO— Lys— g;.‘—vs—m—no—- Sor— Na\s/m—u.

Abu : acid alpha-aminobutyric, Dha : dehydroalanin,
Dhb : dehydrobutyrin

Khoang 3.354

B6t min, mau trdng dén mau nau sang

Chéat bao quén chéng vi sinh vat

Tan trong nw&c va khéng tan trong cac dung mdi khéng phan cyc

Phai c6 phan (rng dac trwng khac biét véi cac chat khang khuan khac

Khong dwoc qua 3,0% (sdy & 1050C trong 2 gi®).
Khéng dwoc quéa 1,0 mg/kg.

Salmonella : Khéng dwoc co trong 25 g mau
Coliforms téng sb: Khong dwoc qué 30/g
Escherichia coli: Khéng dwoc co trong 25 g mau

Khong dwgc nhé hon 900 IU nisin/mg va khéong dwgc nhd hon 50%

mudi NaCl



6. Phwong phap thir
6.1. Dinh tinh
Phan biét véi cac chéat

khang khuan khéac

6.2 Do tinh khiét

Chi

6.2. Binh lveng

Nisin (theo phwong phap
cua Friedman va Epstein,
J.Gen. Microbiol.5: 830,
1951)

- Do bén virng trong méi trwdng acid: Cho 100 mg mau vao trong dung
dich HCI 0,02N dwoc mé ta trong phan “Dung dich chudn” ciia phan Dinh

lweng. Bun s6i dung dich nay trong thi gian 5 phdt.

S& dung phwong phap dinh lwong duéi day dé xac dinh hoat d6 nisin. X
ly nhiét khéng l1am gidm hoat dé nisin. Néng dé nisin tinh toan trong mau
da dun s6i la 100% * 5% gid tri dinh lwong. Diéu chinh pH cta dung dich
nisin t&i gia tri pH = 11 bang cach thém dung dich NaOH 5N. Gia nhiét
dung dich & 650C trong 30 phut, sau d6 lam ngudi. Diéu chinh dén pH = 2
bang cach nhd vao tirng giot dung dich HCI. Xac dinh lai ndng d6 nisin st
dung phuwong phap dinh lwvgng dwgc miéu td dwéi day. Hoat tinh khang

khuan cua nisin méat hoan toan thay ré sau qua trinh x ly nay.

- Kha nang ton tai cta vi khuan Lactococcus lactis trong méi truong c6
ndng dé nisin cao: Chuan bj nhan giéng Lactococcus lactis (ATCC 11454,
NCIMB 8596) trong sira da tach chat béo tiét trung (chat béo sira < 1%)
va 0 4m trong 18 gi®, nhiét d 300C. Chuan bj mét hodc nhidu binh tam
giac chra 100 ml sira qui, tiét trung & nhiét d6 1210C trong 15 phut. Cho
0,1 g mau vao sira qui da dwoc tiét trung va dé & nhiét dd phong trong 2
gi®. Thém vao 0,1 ml méi trwdng L.lactis va 0 & 300C trong 24 gi®. Vi
khuan L.lactis sé& phat trién trong dich mau cé néng dd khoang 1.000
IU/ml; tuy nhién, vi khuan L.lactis s& khéng phét trién & cac ndng do twong
tw cGa cAc chat khang khudn khac. Phép thir nay khdng phan biét dwoc

nisin va subtilin.

- Thtr theo JECFA monograph 1 - Vol. 4.

- X&c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hgp cho ham
lwong qui dinh. Lwa chon ¢& mau thér va phwong phap chuan bi mau dya
trén nguyén tac cta phwong phap mé ta trong JECFA monograph 1 - Vol.

4 phan cac phuong phap phan tich céng cu.

Chuén bj vi khuan tht:

Chuyén Lactococcus lactis shsp .cremoris (ATCC 14365, NCDO 495)
dwoc nudi cdy hang ngay trong sira da tach chat béo tiét tring vao binh

McCartney cé chira si¥ra qui bdng que cay va G & nhiét dd 300C. Chuén bj



stva da chiva vi khuan cho phép thir béng cach cdy 2% dich nubi vi khuan
24h vao lwong ty 1é phu hop stra da tach béo tiét tring, dat vao bé diéu

nhiét & 300C trong 90 phut. Sau d6 mang dung ngay.
Dung dich chuan géc:

Hoa tan mét lwong nisin chudn dwoc can chinh xac trong dung dich acid
HCI 0,02N dé tao dung dich 5.000 don vi/ml. Ngay trwéc khi dung, pha
lo&ing dung dich nay bang acid HCI 0,02 N tao dung dich 50 don vi/ml
(Lwu y: Ché pham nisin cta hang Sigma, St Louis, USA ho&c Fluka gébm
c6 2,5% nisin, hoat dd téi thiéu 106 1U/g, c6 thé s dung lam dung dich
chuén géc twong tw, 1a ché phdm c6 tén Nisaplin cta hang Daniscom,

Copenhagen, Ban Mach).
Dung dich mau:

can moét lwong mau di dé& dam bao rang cac éng twong (ng
ctia mau phu hop véi loat chudn, tire 1a trong nhirng gi¢i han chat ché,
ham Ilwong nisin trong mau va chuén la nhw nhau. Pha lodng dung dich

mau bang dung dich acid HCI 0,02N dén ndng d6 50 don vi nisin/ml.
Dung dich resazurin:

Phai chuan bi dung dich resazurin 0,0125% trong nwéc ngay trwéc khi

dung
Céch tién hanh:

Dung pipet hut cac thé tich (0,60; 0,55; 050; 0,45; 0,41; 0,38; 0,34; 0,31;
0,28; 0,26 ml) cGa dung dich mau 50 don vi/ml va dung dich chuén cho
vao cac hang 10 éng thi vi sinh da dwoc lam khoé, kich thwéc dng 6 x 5/8
inch. B6 sung 4,6 ml stva da cha vi khuan vao tirng 6ng béng thiét bi
pipet ty dong. Cho thém siva da chira vi khuan vao tirng hang éng cé
cuing ndng dd khoéng dang ké trir hang cé 10 6ng. Dt cac 6ng vao bé diéu
nhiét & nhiét d6 300C trong 15 phut, sau d6 lam ngudi trong bé nwéc da,
cung luc d6 thém vao 1 ml dung dich resazurin cho méi éng. Viéc thém
vao dé dwoc thwe hién bdi thiét bi pipet tw dong. Lac déu cac dng. Tiép do

0 & nhiét dd 300C, thoi gian 3 — 5 phat trong bé didu nhiét .

Kiém tra cac éng bang anh sang huynh quang trong budng téi. Ong mau
c6 néng dd cao nhat phan biét rd trwdc tién théng qua mau sic (chéng
han nhw chuyén tir mau xanh sang mau hoa ca) duwgc so sanh véi cac
éng trong dong chuan dé tim ra dwoc sy ddng mau nhat. Tim sw phu hop

& hai ndng do thdp hon ké tiép cia mau va chuan. Noi suy sy phu hop &



cac bwdc pha lodng mét niva. Khi cac éng chuan da biét ham lwong nisin
thi sé tinh dwoc ndng dd nisin trong dung dich mau. Cé dwoc 3 néng do
cta dung dich va trung binh clGa chang. Tinh hoat d6 cta ché pham theo
don vi 1U/g.

NaCl Can chinh xac 100 mg mau cho vao mét bat s&. Thém 100 ml nwéc, 2 ml
dung dich dextrin 2% va 1 ml dung dich diclorofluorescein 0,1%. Trén déu
va chuén d6 bang dung dich AgNO3 0,1N cho dén khi AgCl két vén lai va

hén hop c6 mau héng nhat.

V xN =100 x 58 5 +ong) dwoc tinh theo cong thirc sau:
W

Trong do:
V: Thé tich dung dich AgNO3 diing dé chuén d6 (ml)
N: Nong d6 dwong lwong cia dung dich AgNO3
58,5 : Khdi lwong phan tt cta NaCl
W: Khéi lwgng mau (mg)
PHU LUC 17
YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI HEXAMETHYLEN TETRAMIN
1. Tén khéac, chi s Hexamethylenetertramine; Hexamine; Methenamine
INS 239

ADI =0 - 0,15 mg/kg thé trong.

2. Binh nghta

Tén hoa hoc r/N\\ 1[3.3.1.13,7]-decan; hexamethylen- tetramin

Ma s6 C.AS. ‘

Cong thirc hda hoc /N‘“ v"’/N

Céng thirc ciu tao LJJN\/

Khéi lwgng phan t&r 140,19

3. Cam quan Tinh thé khéng mau, béng sang, gan nhw khéng mui hodc bdt tinh thé mau
tréng.

4. Chirc nang Chét bdo quan chéng vi sinh vat.

5. Yéu cau ky thuat



5.1. Binh tinh

bo6 tan

Formaldehyd

Amoni

5.2. D tinh khiét

Giam khéi lwgng khi lam kho
Tro sulfat

Cac mubi amoni

Chi

5.3. Ham lwong C6H12N4
6. Phwong phap thir

6.1. Binh tinh

Formaldehyd

Amoni

6.2. Do tinh khiét

Giam khéi lwgng khi lam kho
Tro sulfat

Ccac mudi amoni

Chi

6.3. Dinh lveng

Dé tan trong nwérc, tan dwoc trong ethanol.
Phai cé phan &ng dac tring clia formaldehyd.

Phai cé phan &ng dac treng cdia amoni.

Khong dwoc qua 2,0%.

Khéng duwoc qué 0,05%.

Dat yéu ciu (mb ta trong phan Phuong phap thi).
Khéng duoc qué 2,0 mg/kg.

Khoéng thap hon 99,0% tinh theo ché pham da say khé.

Pun néng dung dich méau th&r 1/10 véi dung dich acid hydrocloric lodng
(TS). Formaldehyd dwoc giai phéng, nhan biét qua mui cGa né va tinh chat

lam den gidy tdm dung dich bac amoni nitrat (TS).

Thir theo JECFA monograph 1 - Vol. 4.

Thir theo JECFA monograph 1 - Vol. 4 (lam kho trén P205 trong 4 gi®).
Thir theo JECFA monograph 1 - Vol. 4, phwong phap | (can 2 g mau).

Thém 1 ml thuéc thtr Nessler (TS) vao 10 ml dung dich mau th&r 5%. Mau
cta dung dich khéng dwoc thdm hon mau cta hén hop 1 ml thubc tho

Nessler (TS) trong 10 ml nwéece.
- Thir theo JECFA monograph 1 - Vol. 4.

- X4c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho ham
lwong qui dinh. Lwa chon ¢& mau thir va phwong phap chuén bi mau dwa
trén nguyén téc cta phwong phap mé ta trong JECFA monograph 1 - Vol.

4 phan cac phuong phap phan tich céng cu.

Can 1 g (chinh xac dén 0,1 mg) mau thtr da dwoc lam khé truwéc trong 4
gi® trén P205. Cho vao cbc va thém 40,0 ml acid sulfuric 1 N. Bun nhe va

thém nwac tir tlr (néu can) dén khi khong thdy con mui formaldehyd. Lam



mat, thém 20 ml nwéc, dung dich dé methyl (TS) va chudn dé acid dw

bang natri hydroxyd 1 N.
M&i ml acid sulfuric 1 N twong dwong véi 35,05 mg C6H12N4.

PHU LUC 18

YEU CAU KY THUAT VA PHUONG PHAP THU'POI VOI DIMETHYL DICARBONAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

bo tan

Hap thu hdng ngoai
5.2. D0 tinh khiét
Dimethyl carbonat
Chi

5.3. Ham lvgng C4H605
6. Phwong phap thi
6.1. Do tinh khiét

Dimethyl carbonat

Dimethyl dicarbonate; DMDC, dimethyl pyrocarbonat

INS 242

Dimethyl dicarbonat

0 0
HaC J\ /U\ CH;
~0 0 gl

139,09
Dang Iéng khéng mau.

Chu y: c6 tinh an mon véi mat va da, gay doc qua dwdng ho hap va tiéu

héa. Phai bao quan trong bao bi kin dé tranh &m.

Chét bao quan

Tan trong nwéc kém theo phan hay, c6 thé hoa |an véi toluen.

Phéd hdng ngoai ctia mau phai twong &ng véi phé chudn & phan phu luc.

Khéng dwoc qué 0,2%.
Khéng dwoc quéa 2,0 mg/kg.

Khéng dwoc thp hon 99,8%

Thiét bi:

May séc ky khi voi detector ion héa ngon Ira (FID), cot sdc ky mao

qguén, b6 phan inlet cho ky thuat "on column" (VD Carlo Erba Fraktovap



4160, hodc Hewlett-Packard 5880 hodc 5792 hodc céac thiét bi khac

twong dwong).

- Cét mao quan: 50 m SE 30-D (dwdng kinh trong 0,3 mm).

- May ghi (do) thé, 1ImV

- Microsyring v&i kim tiém thach anh, dung tich 0,01ml, phu hop
Diéu kién hoat dong cla thiét bj

Nhiét do:

- Budng bom mau: nhiét d6 phong ~250C.

- Deterctor: 2000C.

- Cot: Nhiét d6 ban dau 300C; gitr nhiét do trong 5 phuat, sau do tang
nhiét d6 1én 1200C véi tbc d6 400C/pht, gitr tai 1200C trong 5 phut.

Khi mang:

- Ap suét van so cép: 3,0 bar (heli)

- Téc d6 dong qua cot: 11 mi/phat

- Téc d6 dong khi make up: 28ml/phat
- Téc dd khi hydro: 35 ml/phut

- Téc dd khong khi nén: 300 ml/phat
Tbc d6 may ghi: 1 cm/phut

Thubc thi:

Methylisobutylketon, tinh khiét sac ky.
Tién hanh:

Can khoang 10 g méau, chinh xac dén mg (Ilwong can chinh xac la wl
mg), cho vao 1 lo dwng méu. Thém 1 lwong (W2 mg) dimethyl-isobutyl
keton twong dwong v&i ham lwong wédc doan cua dimethyl carbonat.

Day kin lo, l1ac k§ va bom vao may séc ky 0,002 ml.
Thei gian lwu thu dwoc nhw sau:

dimethyl carbonat: ~ 2 phat

methyl-isobutyl keton: ~4,5 phut

dimethyl-isobutyl keton: ~8 phut.

Séc ky d6 mau & phan 7.2



Chi

6.2. Binh lvong

Xac dinh dién tich pic, tinh ham Iwgng (%) dimethyl carbonat theo céng

W2 xFlxKx 100
F2 x Wi

trong dé:

F1: Dién tich pic dimethyl carbonat

F2: Dién tich pic chun

K: Hé sb hiéu chinh cho dimethyl carbonat
Chay:

1. Dimethyl dicarbonat nhay v&i do Am va nhiét.

2. Néu pic séc ky bi ché ddi trong nhirng diéu kién séc ky nao dd, dién

tich pic dwoc xac dinh bang téng dién tich cua 2 pic.

3. Hé sb hiéu chinh dbi véi dimethyl carbonat dwoc xac dinh khi do dung

dich Dimethyl dicarbonat khéng chira dimethyl carbonat.
4. M&u da tron chuan can phan tich ngay.

5. Syring Hamilton vé&i dau kim bang kim loai c6 thé gay ra sw phan hdy

mot phan Dimethyl dicarbonat.
- Thtr theo JECFA monograph 1 - Vol. 4.

- X&c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon ¢& mau ther va phwong phap chudn bj
mau dua trén nguyén tdc cta phuwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich cong cu.

LAy khodng 70 ml aceton tinh khiét vao cbc thay tinh dung tich 150 ml.
Dung syring lay khoang 1,0-1,3 g mau, mau can can chinh xac dén 0,1
mg, cho vao cbc thay tinh. Dung pipet 14y chinh xac 20 ml dung dich
dibutyl amin (thém clorobenzen vao 120 g dibutyl amin dén dua 1 1), cho
vao cbc thay tinh, khudy déu. Chuan dd véi acid hydrocloric 1 N, xac

dinh diém twong dwong bang do thé. Tién hanh ddng thdi mot mau

trang.
Tl Lo |.._...‘.. Alim mblaed Almmila i & hmm ABamm thl'J’C sau:
(V2 - V) xtx1341x100 _ (V2 - Vi)xtx13.41
1000x W M
trong dé:

V1: Lwong acid hydrocloric chudn dd mau ther (ml)



7. Phé va séac ky d6 ddi chiéu

7.1. Phd hdng ngoai chuan

7.2. Séc ky d6
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PHU LUC 19

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I ACID PROPIONIC

1. Tén khac, chi sbé

2. Binh nghia

Tén hoa hoc

Ma s6 C.A.S.

Cong thrc phan tor
Céng thirc ciu tao
Khéi lwong phan to
3. Cam quan

4. Chtrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

bo tan

Khéi lwong riéng
5.2. D0 tinh khiét
Khoang chung cét
Can khéng bay hoi
Acid formic

Céc aldehyd

Chi

Propionic acid; acid propanoic; ethylformic acid; methylacetic acid
INS 280

ADI “khdng gi¢i han”

Acid propionic

O

Hﬁ\)-l\
OH

74,08
Dung dich sanh, cé mui hang nhe

Chét bao quan, chéng ndm, chéng dac quanh, hwong liéu

C6 thé trén 1an véi nwée va ethanol.

d2020 = 0,993 — 0,997.

138,5 - 142,50.

Khong dwoc qua 0,01% (khi sdy & 1400C dén khéi lwong khong dbi)
Khéng dwoc quéa 0,1 %.

Khéng dwoc quéa 0,2 % (tinh theo propionaldehyd)

Khéng dwoc quéa 2,0 mg/kg.



5.3. Ham lwvgng C3H602
6. Phwong phap thir
6.1. Do tinh khiét

Acid formic

Céc aldehyd

Chi

6.2. Binh lvong

Khéng thap hon 99,5% tinh theo ché pham da lam khé.

Hoa tan 15 g natri hydroxyd trong 50 ml nwéc, lam ngudi va thém 6 mi
nwéc brom, khudy dé hoa tan hoan toan, pha lodng bang nwéc dén dd
2000 ml. L&y 25 ml dung dich nay vao mét binh nén 250 ml nit mai cé
chra 100 ml nwéc, thém 10 ml dung dich natri acetat 1/5 va 10,0 ml méau
ther. D& yén 15 phat, thém 5 ml dung dich kali iodid 1/4 va 10 ml acid
hydrocloric. Chuén dé bang dung dich natri thiosulfat 0,1 N dén khi dung
dich mat mau nau. Tién hanh lam mau trdng song song. Sw chénh léch
gitra thé tich dung dich natri thiosulfat 0,1 N chudn d& mau th& so voi

mau trdng khéng dwoc quéa 4,4 ml.

Chuyén 10,0 ml m&u th&r vao binh nén 250 ml nat mai da chira sdn 50
ml nwéc va 10,0 ml dung dich natri bisulfit 1/8. Day nat va lac déu, dé
yén hdn hop trong 30 phat. Tién hanh 1am mau trdng song song. Sau d6
chuén d6 mau trdng véi dung dich iod 0,1 N dén khi mau dung dich bat
dau c6 mau nau va va tiép tuc chuén do binh thtr dén khi c6 mau twong
dwong véi mau cda binh trdng. Sy chénh léch gitra thé tich dung dich

iod 0,1 N chu&n d& m&u thir so véi mau trdng khéng dwoc qué 7,0 m.
- Thtr theo JECFA monograph 1 - Vol. 4.

- X&c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hop cho
ham lwong qui dinh. Lwa chon ¢& mau ther va phwong phap chudn bj
mau dua trén nguyén tdc cta phuwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich cong cu.

Can khoang 3 g (chinh xac dén 0,1 mg) mau thi, hoa tan trong 50 ml
nwéc trong binh 250 ml, thém dung dich phenolphtalein (TS) va chuan
dd véi dung dich natri hydroxyd 1 N dén khi dung dich bat dau c6 mau
hdng nhat bén trong 30 giay.

M&i ml dung dich natri hydroxyd 1 N twong dwong véi 74,08 mg
C3H602.

PHU LUC 20

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI NATRI PROPIONAT

1. Tén khac, chi sb

Sodium propionate; Sodium propanoate;



2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Cong thrc phan tor

Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chrc nang

5. Yéu cau ky thuat

5.1. Binh tinh

b6 tan

Natri

Propionat

Mubi kiém cla acid hiru co
5.2. Po tinh khiét

Giam khéi lwgng khi lam kho
pH

Chét khong tan trong nuéc
Sat

Chi

5.3. Ham lwvgng C3H6Na02
6. Phwong phap thi

6.1. Dinh tinh

Natri

Propionat

Mudi kiém cla acid hiru co

INS 281

ADI “khéng gi¢i han”

Natri propionat

0
HC\)L
3 DEJ @

96,06
Tinh thé trdng ho&c khéng mau, dé hat &m, cé mui dac trwng rat nhe.

Chét bao quan, chéng ndm, chéng dac quanh.

Dé& tan trong nwéc, tan dwoc trong ethanol.
Phai cé phan rng dac trwng cla natri.
Phai c6é phan trng dac trng cla propionat.

Phai c6 phan (rng dac trwng ciia mudi kiém cla acid hivu co'.

Khéng dwoc qué 4,0 %.

Dung dich mau thir 1/10 c6 pH trong khoang 7,5 - 10,5.
Khéng dwoc qué 0,1 %.

Khéng dwoc qua 50,0 mg/kg.

Khéng dwoc qué 5,0 mg/kg.

Khong thap hon 99,0% tinh theo ché pham da lam kho.

Thir theo JECFA monograph 1 - Vol. 4.
Lam néng mau bang acid sulfuric ; acid propionic thoat ra cé thé nhan
biét b&i mui dac trwng.

Nung mau th&r & nhiét d6 twong dbi thap. Can con lai c6 tinh kiém va sui



6.2. Do tinh khiét
Giam khéi lwgng khi lam kho

Chét khong tan trong nuwéc

Chi

6.3. Binh lvgng

bot v&i acid.

Th theo JECFA monograph 1 - Vol. 4 (séy tai 1050 trong 2 gid).

Can 5 g (chinh xac dén mg) méau thé, cho vao céc 100 ml va thém 50 ml
nwéce. Khudy dén khi mau tht tan hoan toan. Loc qua chén loc Gooch da
can bi (can chinh xac dén +0,2 mg). Rira cbc bang 20 ml nwéc. Say kho
chén loc chira phan khéng tan trong ta say tai 600 dén khéi lwong khéng

ddi. dé& nguéi trong binh hat Am, can va tinh ham lwong %.
- Thir theo JECFA monograph 1 - Vol. 4.

- Can 0,5 g mau. St dung 2,5 ml dung dich s&t chuan (25 pg Fe) lam

mau chirng.
- Thir theo JECFA monograph 1 - Vol. 4.

- X&c dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwgng qui dinh. Lwa chon ¢& mau thtr va phwong phéap chuan bi
mau dua trén nguyén tdc cta phuwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich cong cu.

Can khoang 3 g (chinh xac dén mg) mau thir da duwoc sy kho tai 1050
trong 1 gi®, thém 200 ml dung dich acid phosphoric 50%. Bun sdi trong 2
gi®, thu lay dich cét. Trong subt qué trinh cét, duy tri thé tich dich trong
binh cét khodng 200 ml béng cach bd sung thém nuwéc qua mot phéu
nhd giot. Chuan d6 dich cat véi dung dich natri hydroxyd 1 N, s dung
chi thi 1a dung dich phenolphtalein dén khi dung dich bt dau c6 mau
hdng nhat bén trong 30 giay.

M&i ml dung dich natri hydroxyd 1 N twong dwong véi 96,06 mg
C3H6NaO02.

PHU LUC 21

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I NATRI THIOSULFAT

1. Tén khac, chi sbé

2. Binh nghia

Sodium hyposulfite;
INS 539

ADI =0 - 0,7 mg/kg thé trong



Tén hoéa hoc
Ma sbé C.A.S.
Cong thrc hda hoc

Khéi lwgng phan t&

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Hoat tinh khty

Natri

Thiosulfat

5.2. D6 tinh khiét

Giam khéi lwgng khi lam kho

Séat
Selen

Chi

5.3. Ham lvgng Na2S203

6. Phwong phap thi
6.1. Dinh tinh

Hoat tinh khev

Natri
Thiosulfat
6.2. Do tinh khiét

Sat

Natri thiosulfat

7772-98-7

Na2S203.5H20

248,17

Tinh thé khéng mau, hodc bét tinh thé thd, chay rira trong khdng khi dm
va lén hoa tai nhiét d¢ > 330 trong khong khi khé.

Chét bao quan, chéng bién mau, chat chdng oxy héa, chat tao phirc kim

loai.

R4t dé tan trong nwéc, khong tan trong ethanol
Phai cé phan &ng khir dac trwng.
Phai cé phan rng dac trwng cla natri.

Phai c6é phan trng dac trung cula thiosulfat.

32 - 37% (s&y tai 40-450 dwéi chan khéng trong 16 gi®).
Khéng dwoc qué 10,0 mg/kg.

Khéng dwoc qué 5,0 mg/kg.

Khéng dwoc qué 2,0 mg/kg.

Khéng thap hon 99,0% tinh theo ché pham da lam kho.

Thém vao ung dich mau thi 1/10 va giot dung dich iod (TS). Mau cta

dung dich iod s& mét.
Thtr theo JECFA monograph 1 - Vol. 4.

Thtr theo JECFA monograph 1 - Vol. 4.

- Thir theo JECFA monograph 1 - Vol. 4.

- St dung 0,5 ml dung dich chuén sét (5ug sét) |am mau ching.



Selen

Chi

6.3. Binh lvgng

Thubc thiy

Acid hydrocloric, hydrazin sulfat, dung dich chuan selen (100ug Se/ml).
Tién hanh thiy

Can 2 g + 0,1 g mau tht, cho va céc 50 ml.

Can 1 g + 0,1 g mau thkr, cho va mét céc thi hai, thém 0,05 ml dung

dich chuén selen

Thém va ca hai cbéc: 10 ml nwée, 5 ml acid hydrocloric va dun séi dé loai
bé hét SO2; Sau doé thém 2 g hydrazin sulfat va lam &m dung dung dich
(trong ca 2 c6c) dé hoa tan hoan toan. Pha lodng 2 dung dich béng nuwéc
dén da 50 ml va cho vao 2 6ng Nessler, so mau hai dung dich. Mau héng

ctia dung dich mau nhat hon mau cta dung dich mau thém chuén.

- Thir theo JECFA monograph 1 - Vol. 4.

- X&c dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwgng qui dinh. Lwa chon ¢& mau thtr va phwong phéap chuan bi

mau dua trén nguyén tdc cla phuwong phap mé ta trong JECFA

monograph 1 - Vol. 4 phan cac phwong phap phan tich cong cu.

Can khoang khoang 0,5 g (chinh xac dén mg) mau thtr. Hoa tan trong 30
ml nwéc. Chuén do véi dung dich iod 0,1 N, dung chi thi la dung dich hd

tinh bét (TS). Tién hanh lam mau trdng song song.

M&i ml dung dich iod 0,1 N twong dwong véi 15,81 mg Na2S203.
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LO'I NOI PAU
QCVN 4- :2010/BYT do Ban soan thao quy chuén ky thuat quéc gia vé Phu gia thwc pham va chat hé

tro' ché bién bién soan, Cuc An toan vé sinh thwc phdm trinh duyét va dwoc ban hanh theo Théng tw
s6 ..../2010/TT-BYT ngay .... thang .... ndm 2010 cla Bo trwdng BO Y té.



QUY CHUAN KY THUAT QUOC GIA VE PHU GIA THYC PHAM - CHAT ON BINH
NATIONAL TECHNICAL REGULATION ON FOOD ADDITIVE — STABILIZER
l. QUY BINH CHUNG
1. Pham vi diéu chinh

Quy chuan k¥ thuat quéc gia (sau day goi tat 1a Quy chuan) nay quy dinh cac yéu ciu ky thuat va
quén ly vé chat lvong, vé sinh an toan déi véi cac chat én dinh dwoc st dung véi muc dich lam phu

gia thyc pham.
2. béi twong 4p dung
Quy chuan nay ap dung dbi véi:

2.1. T6 chire, c& nhan nhap khau, xuat khau, san xuét, buén ban va s dung cac chat 6n dinh lam

phu gia thwc phdm (sau day goi tét 1a td chirc, ca nhan).

2.2. Co quan quan ly nha nwéc cé lién quan.

3. Giai thich tlr ngi va chiy viét tat:

3.1. Chét én dinh: 1a phu gia thwc phdm dwoc st dung véi muc dich duy tri sw phan tan cla hai hay
nhiéu thanh phan nhdm tao nén sy déng nhat cho sdn pham

3.2. JECFA monograph 1 - Vol. 4 (JECFA monographs 1 - Combined compendium of food addiditive
specifications; Joint FAO/WHO expert committee on food additives; Volume 4 - Analytical methods,
test procedures and laboratory solutions used by and referenced in the food additive specifications;
FAO, 2006): Cac yéu cau k¥ thuat déi véi phu gia thwe phdm, Tap 4 Cac phwong phap phan tich, quy
trinh tht nghiém, dung dich th&r nghiém dwoc st dung (ho&c tham chiéu) trong yéu cau ky thuat dbi
v&i phu gia thwe phdm; JECFA bién soan; FAO ban hanh nam 2006.

3.3. Ma sd C.A.S (Chemical Abstracts Service): Ma sé dang ky héa chét cta Hiép hdi Hoa chat Hoa
Ky.

3.4. TS (test solution): Dung dich thudc thir.

3.5. ADI (Acceptable daily intake): Lwong &n vao hang ngay chap nhan dworc.

3.6 MTDI (Maximum tolerable daily intake): Lwong &n vao hang ngay tdi da chiu dwng dworc.

3.7. INS (International numbering system): Hé théng ma sb quéc té vé phu gia thwc phdm.

Il. YEU CAU KY THUAT, PHWONG PHAP THU VA LAY MAU

1. Yéu cau ky thuat va phwong phap thir ddi véi cac chat 6n dinh dwoc quy dinh tai cac phu luc ban

hanh kém theo Quy chuén nay nhu sau:

1.1. Phu luc 1: Yéu cau k¥ thuat va phwong phap thtr déi véi Polyvinylpyrolidon



1.2. Phu luc 2: Yéu cau k¥ thuat va phwong phap thir déi véi calci lactat

1.3. Phu luc 3: Yéu cau k¥ thuat va phwong phap thir déi véi kali dihydrocitrat

1.4. Phu luc 4: Yéu cau k¥ thuat va phwong phap thir déi véi dinatri orthophosphat
1.5. Phu luc 5: Yéu cau k¥ thuat va phwong phap thir déi véi dikali orthophosphat
1.6. Phu luc 6: Yéu cau k¥ thuat va phwong phap thir déi véi tricalci orthophosphat
1.7. Phu luc 7: Yéu cau k¥ thuat va phwong phap thir déi véi amoni polyphosphat
1.8. Phu lyc 8: Yéu cau k¥ thuat va phwong phap thir déi véi natri hydrogcarbonat
1.9 Phuluc9: Yéu cau k¥ thuat va phwong phap thir dbi véi kali carbonat

1.10 Phu lyc 10 : Yéu cau k¥ thuat va phwong phap thir déi véi amoni hydrocarbonat
1.11 Phuluc 11:  Yéu cau k¥ thuat va phuwong phap thtr déi véi kali clorid

1.12 Phuluc12: Yéu cau ky thuat va phwong phap the déi véi monokali
orthophosphat

2. Yéu cau ky thuat va phwong phap thtr ddi véi calci carbonat st dung lam chét 6n dinh dwoc quy
dinh tai QCVN 3-4 :2010/BYT ban hanh kém theo Théng tw sb 17/TT-BYT ngay 20/5/2010 cta Bo
trwdng B Y té.

3. CAc yéu cau k¥ thuat quy dinh trong Quy chuan nay duoc thir theo JECFA monograph 1 - Vol. 4,
ngoai trlr mot sd phép thi rieng dwoc md ta trong cac phu luc. Cac phwong phap thtr dwoc hwéng
dan trong Quy chuan nay khoéng bét budc phai ap dung, cé thé s& dung cac phwong phap thir khac

twong dwong.

4. LAy mau theo hwéng dan tai Thong tw 16/2009/TT-BKHCN ngay 02 thang 6 nam 2009 cua Bo
Khoa hoc va Céng nghé vé hwéng dan kiém tra nha nuwéc vé chat lwgng hang hoéa lwu théng trén thi

tridng va cac quy dinh khac cta phap luat co lién quan.

ll. YEU CAU QUAN LY

1. Céng bd hop quy

1.1. CAc chat n dinh phai dwoc cong bd phi hop véi cac quy dinh tai Quy chuan nay.

1.2. Phuong thire, trinh tw, tha tuc cong bd hop quy duoc thuc hién theo Quy dinh vé ching nhan
hop chudn, chirng nhan hop quy va céng bé hop chuan, cdng bd hop quy ban hanh kém theo Quyét
dinh sé 24/2007/QD-BKHCN ngay 28 thang 9 nam 2007 cta Bo trwéng Bd Khoa hoc va Céng nghé

va céac quy dinh cla phap luat.
2. Kiém tra déi v&i chat 6n dinh

Viéc kiém tra chat lwong, vé sinh an toan ddi véi cac chat én dinh phai thuc hién theo cac quy dinh

cua phap luat.



IV. TRACH NHIEM CUA TO CHUC, CA NHAN

1. T chirc, ca nhan phai cong bd hop quy phi hop véi cac quy dinh k§ thuat tai Quy chuan nay,
dang ky ban cong b hop quy tai Cuc An toan vé sinh thwc pham va bdo dam chét lwong, vé sinh an
toan theo dung nodi dung da cong bé.

2. T chire, ca nhan chi dwoc nhap khau, xuét khau, san xuét, bubén ban va s dung cac chéat 6n dinh
sau khi hoan tat dang ky ban céng b hop quy va bdo ddm chat lwong, vé sinh an toan, ghi nhan phu
hop v&i cac quy dinh cla phap luat.

V. TO CHU'C THUC HIEN

1. Giao Cuc An toan vé sinh thwe phadm cha tri, phéi hop véi cac co quan chirc ndng cé lién quan
hwéng dan trién khai va té chirc viéc thwe hién Quy chuan nay.
2. C&n c vao yéu cau quan ly, Cuc An toan vé sinh thwc pham cé trach nhiém kién nghi Bo Y té sra

déi, bd sung Quy chuan nay.

3. Trwong hop hwéng dan clha québc té vé phwong phap thlr va cac quy dinh cta phap luat vién dan

trong Quy chuan nay dwoc stra ddi, bd sung ho&c thay thé thi 4p dung theo van ban méi.



PHU LUC 1

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I POLYVINYLPYROLIDON

1. Tén khac, chi sbé

2. Binh nghia
Tén hoéa hoc
Ma s6 C.A.S.
Cong thrc phan tr
Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

pH

Tao két tda

5.2. D0 tinh khiét
Nwéc

D6 nhét twong ddi

Tro toan phan

Aldehyd

Ham Ilwgng monomer

Povidone, PVP, Polyvinylpyrrolidone
INS 1201

ADI = 0-50 mg/kg

LA

|

CH
!
CH; | o

(0-1-pyrolidinyl)- ethylen]

Ché pham c6 dai khéi lwong phan t&r thap: khoang 40000.
Ché pham c6 dai khéi lwong phan t&r cao: khoang 360000.

B6t trdng t&¢i nAu nhat, ché phdm thwong mai gém 2 dang khéi lwong
phan t&, gia tri khdi lwgng phan t& chung la trung binh céng gia tri khoi

lwgng phan t& clia 2 dang.

Tac nhan lam trong, chat 6n dinh, chat lam day, t4 dwoc vién nén, tac

nhén phan tan.

Tan trong nuwéc, ethanol va cloroform; khéng tan trong ether
3,0 — 7,0 (dung dich 5%)

Phai c6 phan (rng tao két tha dic trung.

Khéng dwoc quéa 5%.

T 1,188 t&i 1,325 ddi voi ché phadm cé khdi lwong phan ti thap, va tiy
3,225 t6i 5,662 dbi véi ché phdm c6 khéi lwong phan t& cao (m6 ta trong

phan Phuwong phap thi).
Khéng dwoc quéa 0,02%.
Khéng dwoc quéa 0,2% (tinh theo acetaldehyd)

Khéng dwoc qua 1,0% (tinh theo vinylpyrolidon) (mé ta trong phan



Hydrazin
Chi

5.3. Ham lwong Nitrogen

6. Phwong phap thir
6.1 Dinh tinh

Tao két tda

6.2. Do tinh khiét

Nwéce

D6 nhét twong ddi

Phwong phap th).
Khéng dwoc qua 1,0 mg/kg (mo ta trong phan Phwong phap thi).
Khong dwoc qua 2,0 mg/kg.

Khong dwgc nhd hon 12,2% va khéng qua 13,0% Nitrogen (N) tinh theo

ché pham khan.

Thém 5 acid hydrocloric lodng (TT), 5 ml nwéc va 2 ml dung dich Kali
dicromat 1/10 vao 5 ml dung dich ché pham thd 1/50. Xuét hién tha

vang.

Thém 5 ml dung dich ché phdm th(r 1/50 vao 75 mg cobalt nitrat va 0,3 g
amoni thiocyanat da hoa tan trong 2 ml nwéc, I&c déu va acid héa bang

acid hydrocloric lodng (TT). Xuét hién tGa mau xanh nhat.

Thém 1 acid hydrocloric 25% (TT), 5 ml bari clorid 5% va 1 ml dung dich
acid phosphomolybdotungstic 5% vao 5 ml dung dich ché phdm thi
1/50. Khéi tda trang I&én tao thanh, tha nay dan dan chuyén sang mau
xanh khi d& dwéi anh sang ban ngay (Cha y: sw xuét hién mau xanh
dwéi anh sang ban ngay dung dé& phan biét polyvinylpyrolidon véi
polyethylen oxyd, ch4t nay cho tda twong tw véi thube thr trén nhwng

van gilr nguyén mau trdng dwéi anh sang ban ngay).

- Thir theo hwdng dan tai JECFA monograph 1 - Vol.4.
- Phwong phap Karl Fischer.

Cho mét lwgng can chinh xac méau thk, twong Gng véi 1 g
polyvinylpyrolidon khan, vao mét binh n6n 250 ml, va tinh lwong nuwéc
thém vao dé thu dwoc dung dich 1%. D& hén hop & nhiét dd phong,
thinh thoang lac, t&i khi tan hoan toan, sau dé dé yén trong 1 gi& niva.
Loc qua phéu loc xdp khoé c6 16 loc thd, sau d6 cho 10 ml dich loc vao
nhét ké Cannon-Fenske, hodc loai twong dwong, va ddt nhét ké vao
trong ndi cach thay duy tri nhiét d6 & 25+0,050C. Sau khi dé& dung dich
mau thtr va pipet trong ndi cach thdy dé lam &m trong 10 phat, lay dung
dich bang cach hat I&n rat nhe qua dng mao quan t&i khi tao thanh mét
khum cla chét 1dng tr 3 t&i 4 mm trén vach. Giam ti tir chan khoéng, va

khi mat khum cla chét 16ng dat t¢i vach muc trén, bt dau tinh thoi gian



Tro toan phan

Aldehyd

Ham lwgng monomer

Hydrazin

chay qua mao quan. Ghi chinh xac th&i gian khi mat khum cda chét 16ng
dat dén vach mrc dwéi, va tinh thoi gian chay chinh xac téi 0,1 giay.
Lap lai phép ther nay it nhat 3 1an. Gia tri thu dwoc phai khong léch qua
0,3 giay; néu khong, xac dinh lai véi 10 ml dung dich méau th&r khac sau
khi rira éng do d6 nhét bang dung dich rira acid sulfuric-dicromat. Tinh
thoi gian chay trung binh cta dung dich mau th, va sau do, do thoi gian
chay trung binh theo cach twong tw ctia 10 ml nwéc loc trén ciing 6ng do
dd nhét. Tinh d6 nhét twong dbi bang cach chia thdi gian chay trung

binh ctia dung dich m4u th&r cho théi gian chay trung binh cia nwéc.
Can 10 g mau thi.
Thi theo hwéng dan tai JECFA monograph 1 - Vol.4

Cho khoang 10 g mau thir, can chinh xac va hoa tan trong 300 ml nwéc,
vao binh day tron 1000 ml c6 chira 80 ml acid sulfuric 25%, dun héi lwu
trong khodng 45 phut dwdi mot édng sinh han 1am lanh bang nwéc, va
sau do cat khodng 100 ml vao binh hing c6 20 ml hydroxylamin
hydroclorid 1 N trwéc d6 da dwoc didu chinh téi pH 3,1. Chuan dé hén
hop trong binh chva bang natri hydroxyd 0,1 N t&i pH 3,1, dung may do

pH. Tién hanh lam mot mau tréng va hiéu chinh néu can.
1 ml natri hydroxyd 0,1 N twong duwong v&i 4,405 mg C2H40.

Hoa tan khoang 4 g mau thir, can chinh xac, vao 30 ml nwéc trong binh
day tron 125 ml, thém 0,5 g natri acetat, tron déu va bat dadu chuan do
bang iod 0,1 N. Khi mau cua iod khéng con nhat di nira, thém 3,0 ml
dung dich chuan d6, dé yén dung dich trong khoang 5 t&i 10 phat. Thém
hd tinh bot (TT), va chuan dd iod dw bang natri thiosulfat 0,1 N. Song
song tién hanh lam mét mau trang, st dung cung thé tich iod 0,1 N, lay

chinh xac, nhw mau thr.

1 mliod 0,1 N twong trng v&i 5,56 mg vinylpyrolidon.

Cho 2,5 g ché pham th& vao mét 6ng ly tam 50 ml, thém 25 ml dung dich
salicylaldehyd 1/20 trong methanol, l1ac xody, va dun néng trong cach
thay & 600C trong 15 phuat. D& ngudi, thém 2,0 ml toluen, day nép éng ly
tam, 1ac manh trong 2 phat, va ly tam. Trén ban méng séc ky thich hop,
dwoc phl I&p hén hop silica gel dimethylsilan héa day 0,25 mm, chadm
10 pL 1&p toluen trong phia trén trong éng ly tam va 10 pL dung dich
chuén salicylaldazin trong toluen chira 9,38 pg/ml. Dé vét chdm kho, va
khai trién trong hé dung méi methanol va nuwéc (2:1) téi khi tuyén dung

méi di dwoc ba phan tw chiéu dai cta ban méng. LAy ban méng ra khdi



Chi

6.3. Binh lvong

binh trién khai, danh dau tuyén dung méi, va dé cho dung méi bay hoi.
Phat hién vét trén ban mdéng dwéi &nh séng tlr ngoai tai bwéc song 365
nm: vét salicylaldazin phat quang cé gia tri Rf khoang 0,3, va huynh
quang cla bét ky vét salicylaldazin ctia mau thé¢ khéng duwgc dam hon

vét thu dworc ctia dung dich chuén salicylaldazin (hydrazin 1 ppm).

Dung dich chuén Salicylaldazin: Hoa tan 300 mg hydrazin sulfat trong 5
ml dung dich salicylaldehyd 20% (tt/tt) trong alcol isopropyl méi pha, lac
déu, va dé yén t&i khi xuét hién tia mau vang. Chiét hdn hop hai lan,
mai lan v&i 15 ml methylen clorid. Gép dich chiét methylen clorid, va 1am
kho trén natri sulfat khan. Gan dung dich methylen clorid, va cé t&i khé.
Két tinh lai can salicylaldazin tlr hén hop toluen va methanol &m (60:40)
bang cach lam lanh; loc va lam khé tinh thé trong chan khéng. Tinh thé
c6 khoang chay tir 2130C t&i 2140C.

- Thir theo JECFA monograph 1 - Vol.4.

- X&c dinh bang k¥ thuat quang phé hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi
mau dwa trén nguyén tac cla phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phwong phap phan tich cong cu.

Tién hanh theo chi dan trong phan Xac dinh Nitrogen & Vol.4, st dung

khoang 1 g ché pham thir, can chinh xac.



PHU LUC 2

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI CALCI LACTAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Cong thc phan tir
Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Lactat

Calci

5.2. D6 tinh khiét

Giam khéi lwgng khi lam kho

pH

b6 acid

Mubi magnesi va cac mubiKhong duwoc quéa 1 %

kiém
Florid

Chi

INS 327

ADI “khéng gi¢i han”

Calci dilactat,

218,22 (dang khan)

calci

dilactat

dihydrat,

mudi

calci

ctha acid 2-

Bot tinh thé ho&c hat nhé mau trdng dén kem, hau nhw khéng mui. Dang

pentahydrat déi khi c6 thé 1én hoa.

Chét &n dinh, dém, thirc &n cho men

Tan trong nwéc, khbng tan trong ethanol.

Phai c6 phan &ng dac trwng cla lactat.

Phai c6 phan &ng dac trwng cla calci.

Khéng duvoc qua 30%

Trong khoang t 6,0 - 8,0 (Dung dich m&u thir 1/20).

Dat yéu ciu (mb ta trong phan Phuong phap thi).

Khéng duwoc qua 30 mg/kg

Khéng duwoc qua 2 mg/kg

5.3. Ham lvgng C6H10Ca06 Khong thap hon 98,0% tinh theo chét kho.

6. Phwong phap thir

6.1 Dinh tinh



Lactat
Calci
6.2 Do tinh khiét

Giam khéi lwgng khi lam kho

b6 acid

Thir theo JECFA monograph 1 - Vol.4.

Thir theo JECFA monograph 1 - Vol.4.

- Thir theo JECFA monograph 1 - Vol.4.
- Sy tai 1200 trong 4 gio.

Hoa tan 1 g méu th® trong 20 ml nwéc, thém 3 giot dung dich
phenolphtalein (TS) va chuan d6 vé&i dung dich natri hydroxyd 0,1 N. Thé
tich dung dich natri hydroxyd 0,1 N s dung khéng dwgc qua 0,5 ml.

Mubi magnesi va cac mubiCan 1 g mau thr, hoa tan trong 40 ml nwéc, thém 0,5 g amoni clorid va

kiém

Florid

Chi

6.3. Binh lvong

thém khoang 20 ml dung dich amoni oxalat (TS). Bun trong bé cach thay
trong 1 gi®, lam mat, thém nwéc dén da 100 ml va loc. LAy 50 ml dich
loc, thém 0,5 ml acid sulfuric va cho bay hoi hdn hop dén can. Nung cén
téi khdi lwong khong dbéi. Dé ngudi, can va tinh ham lwong %. Khoi

lwong can khéng dwoc qua 5 mg.
- Thir theo JECFA monograph 1 - Vol.4.
- Thir theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lywa chon ¢& mau ther va phwong phap chuan bj
mau dwa trén nguyén téc cla phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phwong phéap phan tich cong cu.

Can 350 mg (chinh xac dén mg) mau thr da dwoc lam kho trwdce. Hoa
tan trong 150 ml nwéc c¢é chira 2 ml dung dich acid hydrocloric lodng
(TS). Khudy déu (tét nhat khudy bdng may khudy t), trong khi khudy
dung buret thém khoang 30 ml dung dich dinatri ethylendiamintetraacetat
0,05 M. Sau d6 thém 15 ml natri hydroxyd (TS) va 300 mg hén hop chi
thi xanh da troi hydroxy-naphtol, tiép tuc chuan dd dén diém két thuc,

dung dich ¢c6 mau xanh da tr&i.

M&i ml dung dich dinatri ethylendiamintetraacetat 0,05 M twong dwong
v&i 10,91 mg C6H10Ca06.



PHU LUC 3

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KALI DIHYDROCITRAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Cong thc phan tir
Céng thirc ciu tao
Khéi lwong phan to
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

pH

Citrat

Kali

5.2. D0 tinh khiét
Giam khéi lwgng khi lam kho
Oxalat

Chi

5.3. Ham lwvgng C6H7NaO7

6. Phwong phap thir
6.1. Pinh tinh

Citrat

Monopotasium citrate; Potasium citrate monobasic

INS 332i

ADI khong gi&i han

Kali dihydrogen citrat;

mrAnmAantriaavlhAvadia

fI'HE—i.*CJDH
Bo—c—rod? @

—C00H

230,21

Mubi

monokali

cla acid 2-hydroxy-1,2,3-

Tinh thé trong ho&c bét tinh thé trdng, khéng mui.

Chét &n dinh, dém, chat tao phtrc kim loai, thirc n cho nAm men.

Dé& tan trong nwéc, rat it tan trong ethanol.

Dung dich mau thtr 1/10 c6 pH trong khoang 3,5 - 3,9.

Phai c6 phan &ng dac trwng cla citrat.

Phai c6 phan &ng dac trwng clia kali.

Khéng dwoc qua 0,5% (say tai 1050 trong 4 gid).

Khéng duwoc qué 0,04%.

Khéng duwoc quéa 2,0 mg/kg.

Khéng thdp hon 99,0% va khéng dwoc qua 101,0% tinh theo ché pham

khan.

Thtr theo JECFA monograph 1 - Vol .4.



Kali
6.2 Do tinh khiét

Chi

6.3. Binh lvgng

Thir theo JECFA monograph 1 - Vol.4.

- Thir theo JECFA monograph 1 - Vol.4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dwa trén nguyén tac cla phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phuwong phap phan tich cong cu.

Can khoang 180 mg (chinh xac dén mg) mau thir da say kho, hoa tan
trong 25 ml nwéc va chudn dd véi dung dich natri hydroxyd 0,1 N, xac

dinh diém két thic chuan d6 bang do thé .

M&i ml dung dich natri hydroxyd 0,1 N twong dwong véi 11,511 mg
C6H7NaO7.

PHU LUC 4

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI DINATRI HYDROGEN PHOSPHAT

1. Tén khac, chi s

2. Binh nghia

Tén hoéa hoc

Ma sd C.A.S.

Coéng thirc hda hoc

Khéi lwong phan to

3. Cam quan

Disodium hydrogen phosphate; Disodium phosphate; Dibasic sodium
phosphate; Disodium acid phosphate; secondary sodium phosphate;

Dinatri orthophosphat
INS 339ii

MTDI=70mg/kg thé trong tinh theo Phospho t&» cac ngudn thyc pham

Dinatri hydrogen phosphat; Dinatri hydrogen orthophosphat; Dinatri

hydrogen monophosphat;

7558-79-4

Dang khan: Na2HPO4

Dang hydrat: Na2HPO4.xH20

141,98 (dang khan)

Dang khan: B6t trdng, khéng mui, hao nuéc.
Dang dihydrat: Tinh thé tr&ng, khéng mui.

Dang heptahydrat: Tinh thé trdng, khéng mui c6 thé 1én hoa hodc dang

bot hat nhd.

Dang dodecahydrat: Tinh thé ho&c bdt mau trdng, khéng mui, cé thé 1én

hoa.



4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

bo6 tan

pH

Natri

Phosphat
Orthophosphat
5.2. D tinh khiét

Giam khéi lwgng khi sdy kho

Céc chét khong tan trong nwéc
Florid

Arsen

Chi

5.3. Ham lwvong Na2HPO4

6. Phwong phap thir

6.1. Dinh tinh

Natri

Phosphat

Orthophosphat

6.2. Do tinh khiét

Chét n dinh, chat nhi héa, dém, chét tao két ciu

Dé tan trong nwéc, khong tan trong ethanol.
9,0-9,6 (dung dich 1/100).

Phai cé phan &ng dac tring cla natri.

Phai c6 phan &ng dac trwng clia phosphat.

Phai c6 phan &ng dac trwng clia orthophosphat.

Dang khan: Khéng duvoc qua 5,0% (400C trong 3 gi¢, sau dé 1050C
trong 5 gi®)

Dang dihydrat: Khdng dwgc qua 22,0% (400C trong 3 gi®, sau d6 1050C
trong 5 gi®)

Dang heptahydrat: Khéng duwgc qua 50,0% (400C trong 3 gi¢, sau do
1050C trong 5 gi®)

Dang dodecahydrat: Khong duwgc qua 61,0% (400C trong 3 gi&, sau do
1050C trong 5 gi®)

Khéng duwoc qué 0,2%.
Khéng duvoc qué 50,0 mg/kg.
Khéng duoc qué 3,0 mg/kg.
Khéng duwoc quéa 4,0 mg/kg.

Khéng dwoc thap hon 98,0% sau khi sy kho.

Thir theo JECFA monograph 1 - Vol.4
Thir theo JECFA monograph 1 - Vol.4

Hoa tan 0,1g mau trong 10ml nwéc cét. Acid héa nhe dung dich béng
acid acetic lodng (TS), thém 1ml dung dich bac nitrat (TS). Trong dung

dich phai xuat hién két tha mau vang



Florid
Arsen

Chi

6.3. Binh lvgng

Thir theo JECFA monograph 1 - Vol.4 - phwong phap | hoac Ill.
Thir theo JECFA monograph 1 - Vol.4 - phwong phap II.
- Thir theo JECFA monograph 1 - Vol.4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi
mau dwa trén nguyén tac cla phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phuwong phap phan tich cong cu.

Can khoang 6,5g mau thtr, chinh xac dén mg, mau thtr da duoc lam kho
trwéde, cho vao cbéc 250ml. Thém 50ml dung dich acid hydrocloric 1N va
50ml nwéc cét, khudy déu dén khi mau tan hét. Cho dién cwc cta pH ké
thich hop vao dung dich va chuén dé lwong acid dw bang dung dich natri
hydroxyd 1N dén diém uén tai khodng pH = 4, ghi lai thé tich doc trén
buret, tinh toan thé tich (A) acid hydrocloric 1IN mau thir da tiéu thu. Tiép
tuc chuan dé dén diém udn tai khodng pH=8,8; ghi lai thé tich trén buret
va tinh thé tich dung dich (B) natri hydroxyd 1N da tiéu tén dé& chuan do
gitra 2 diém ubn (pH=4 dén pH=8,8).

Néu (A) béng ho&c nhd hon (B), méi ml HCI 1N trong thé tich (A) twong
duwong véi 142,0mg Na2HPOA.

Néu (A) Ién hon (B), méi ml natri hydroxyd 1N trong hiéu thé tich 2(B)-
(A) twong dwong véi 142,0mg Na2HPOA4.



PHU LUC 5

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO!I DIKALI HYDROGEN PHOSPHAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoa hoc

Ma sbé C.A.S.
Coéng thirc hda hoc
Khéi lwong phan to

3. Mo ta

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

pH

Kali

Phosphat
Orthophosphat

5.2. Do tinh khiét

Giam khéi lwgng khi sdy kho

Céc chét khong tan trong nwéc

Fluorid

Arsen

Chi

5.3. Ham lvgng K2HPO4

Dipotassium hydrogen phosphate; Dibasic potassium phosphate;
Dipotassium monophosphate; Dipotassium phosphate; Dipotassium acid

phosphate; Secondary potassium phosphate
INS 340ii

MTDI = 70 mg/kg thé trong tinh theo Phospho tir cac ngudn thyc phadm

Dikali hydrogen phosphat; Dikali hydrogen orthophosphat; Dikali
hydrogen monophosphat

7758-11-4
K2HPO4
174,18

Dang b6t hat, tinh thé hodc khdi khéng mau hodc c6 mau trang; dang tan

chay

Chéat &n dinh, chat dém, chat tao phirc kim loai, thwe phdm cho nAm men

Dé& tan trong nwéc, khong tan trong ethanol.
8,7-9,3 (dung dich 1/100).

Phai c6 phan &ng dac trwng cla kali.

Phai c6 phan &ng dac trwng clia phosphat.

Phai c6 phan &ng dac trwng clia orthophosphat.

Khéng duvoc qué 5% (1050C trong 4 gio).
Khéng dwoc quéa 0,2%.

Khéng dwoc quéa 10,0 mg/kg.

Khéng duvoc quéa 3,0 mg/kg

Khéng dwoc quéa 4,0 mg/kg.

Khong duoc thdp hon 98,0% sau khi sdy khod



6. Phwong phap thir
6.1. Binh tinh

Kali

Phosphat

Orthophosphat

6.2. D6 tinh khiét

Fluorid

Thir theo JECFA monograph 1 - Vol.4
Thir theo JECFA monograph 1 - Vol.4

Hoa tan 0,1 g mau th& trong 10 ml nwéc cét, acid héa nhe dung dich
bang acid acetic lodng (TS) va thém 1 ml bac nitrat (TS). Trong dung

dich phai xuat hién két tha mau vang

Can 5 g mau thir cho vao mét binh cau cat 250 ml, thém 25 ml nwéc, 50
ml acid percloric, 5 giot dung dich bac nitrat (1 trong 2) va vai vién bi thay
tinh. N&i binh cau véi 1 6ng sinh han cé gan nhiét ké va mét éng mao
quén suc khi, dau nhiét ké va éng mao quan phai ngap trong dung dich
cha trong binh. Gan mét phéu nhd giot chira nwéc hodc bo sinh hoi
nwédc vao 6ng mao quan. Dat binh trén dé amiang c6 16 sao cho 1/3 day
binh tiép xGc v&i ngon Ira. Tién hanh cat dén khi nhiét d6 trong binh dat
1350C. Thém nwéc tir phéu vao binh hodc cho hoi nuwéc qua binh dé
duy tri nhiét d6 trong binh ludn dat 1350C -1400C. Tiép tuc cét dén khi
thu dwoc 225-240 ml dich cat sau d6 pha loang dich cat thu dwoc véi
nwédc dén da 250 ml, 1ac déu. LAy 50 ml dung dich nay cho vao mét éng
Nessler 100 ml. Trong mét &dng Nessler twong tw khac 14y 50 ml nuwéc
lam mAu ching. Thém vao méi éng 0,1 ml dung dich natri
alizarinsulfonat (1 trong 1000) d4a Ioc va 1 ml dung dich hydroxylamin (1
trong 4000) mé&i pha, lac déu. Thém tirng giot dung dich natri hydroxyd
0,05 N vao éng chira dich cét, vira thém vira khudy, dén khi mau éng
chta dich c4t gidng véi mau éng chirng, 1a mau hdng nhat. Sau dé thém
vao mdi 6ng chinh xac 1 ml dung dich acid hydrocloric 0,1 N va l&c déu.
S dung buret chia vach 0,05 ml thém ttr ttr vira d0 dung dich thori nitrat
(1 trong 4000) vao 6ng chira dich cét dé sau khi ldc déu mau clta dung
dich chuyén vé mau hdng nhat. Ghi thé tich dung dich thori nitrat (1 trong
4000) da str dung, thém chinh xac cung lwgng dung dich thori nitrat (1
trong 4000) nhw vay vao dng chirng, l1ac déu. Dung buret thém dung dich
natri fluorid (TS) (10 pg F / ml) vao éng chirng dé& cho mau hai 6ng giéng
nhau sau khi pha lodng vé cuing thé tich. Lac déu, d& yén cho bot khi
thoat hét trwéc khi so mau. Kiém tra diém twong dwong bang cach thém
1-2 giot dung dich natri fluorid (TS) vao éng chirng. Sy thay ddi mau ré
rét sé xay ra. Ghi lai thé tich dung dich natri fluorid (TS) d& st dung. Thé



Arsen

Chi

6.3. Binh lvgng

tich dung dich natri flourid dung cho éng chirng phai khéng qua 1 ml.
Thir theo JECFA monograph 1 - Vol.4- phwong phap II.
- Thir theo JECFA monograph 1 - Vol.4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi
mau dwa trén nguyén tac cla phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phuwong phap phan tich cong cu.

Can khoang 6,5 g (chinh xac dén mg ) mau thir, da dwoc lam kho trudc,
cho vao céc 250 ml. Thém 50 ml dung dich acid hydrocloric 1 N va 50 ml
nwéc cat, khudy déu dén khi mau tan hét. Cho dién cwc cta pH ké thich
hop vao dung dich va chuan dd lwong acid dw bang dung dich natri
hydroxyd 1 N dén diém uén tai pH~4, ghi lai thé tich doc trén buret, tinh
thé tich (A) acid hydrocloric 1 N m&u tht» da s& dung. Tiép tuc chuan do
bang dung dich natri hydroxyd 1 N dén diém uén tai pH~8,8; ghi lai thé
tich trén buret va tinh thé tich dung dich (B) natri hydroxyd 1N da st
dung dé chuén dd gitra 2 diém ubn (pH~4 dén pH~8,8).

Néu (A)<(B), mbi ml acid hydrocloric 1 N trong thé tich (A) twong dwong
v&i 174,2 mg K2HPOA4.

Néu (A)>(B), mbi ml natri hydroxyd 1 N trong hiéu thé tich 2(B)-(A) twong
duwong véi 174,2 mg K2HPOA4.



PHU LUC 6

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO!I TRICALCI ORTHOPHOSPHAT

1. Tén khac, chi sbé

2. Binh nghia

3. Cam quan
4. Chirc nang
5. Yéu cau ky thuat
5.1. Binh tinh

bo tan

Calci

Phosphat

5.2. Bo tinh khiét

Giam khéi lweng khi nung
Fluorid

Chi

5.3. Ham lwgng Ca3(P0O4)2

6. Phuwong phap thir
6.1. Dinh tinh

Calci

Phosphat

6.2 Do tinh khiét

Calcium phosphate, tribasic; Calcium phosphate két tia;
INS 341iii
MTDI = 70 mg/kg thé trong tinh theo phospho tir cac nguén thwc phadm

Bao gébm hén hop v&i cac ty 1é khac nhau cta cac muébi calci phosphat,
thanh phan gan dung la 10Ca0.3P205.H20. Ché pham thuwong mai con

duwoc phan loai theo chi sé chuén do.
Dang bot mau trdng, khéng mui, bén trong khong khi.

Chét &n dinh, chat chéng doéng von, dém.

Kho tan trong nwéc, khdng tan trong ethanol, tan trong acid hydrocloric

lodng va acid nitric lodng.
Phai c6 phan (rng dac trwng cla calci.

Phai c6 phan (rng dac trwng clia phosphat.

Khéng dwoc qua 10% sau khi nung dén khéi lwong khéng ddi tai 825 oC.
Khéng dwoc qua 50 mg/kg.
Khéng dwoc qua 4 mg/kg.

Khong dwoc thdp hon twong dwong 90% Ca3(P0O4)2 tinh theo ché

ph&m sau khi nung.

Hoa tan khoang 100 mg mau th&r bang cach dun néng v&i 5 ml dung dich
acid hydrocloric lodng (TS) va 5 ml nwéc. Thém nhé giot dung dich
amoniac (TS) vao hén hop, vira thém vira lac déu, sau dé thém 5 ml

dung dich amoni oxalat (TS). Trong dung dich xuét hién két tia trang.

Hoa tan méu thir trong acid nitric dw, dun néng hén hop, thém dung dich

amoni molybdat (TS). Trong dung dich xuét hién két tia mau vang.



Fluorid

Chi

6.3. Binh lvgng

Thir theo JECFA monograph 1 - Vol.4 - Phwong phap | hoac Il
- Thir theo JECFA monograph 1 - Vol.4

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dwya trén nguyén tdc cGa phuwong phap mo ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can 200 mg (chinh x&c dén 0,1 mg) mau thé, hoa tan trong hén hop
gdm 10ml dung dich acid nitric lodng (TS) va 25 ml nwéc. Loc néu can,
rira két tia, thém dung dich amoniac (TS) vao dich loc vira di dé tao két
tla nhe. Sau d6 hoa tan két tia bang cach thém 1 ml dung dich acid
nitric lodng (TS). Chinh nhiét d& vé 500, thém 75 ml dung dich amoni
molybdat (TS). Gitr nhiét d6 tai 500 trong 30 phut, thinh thodng khudy.
Gan rra tha 1 ho&c hai l&n, mdi 14n véi 30 dén 40 ml nwéc. Chuyén tha
sang mot phéu loc va rira tda bang dung dich kali nitrat (1/100) dén khi
dich rira khéng con acid khi thir bang gidy quy. Chuyén tda, gidy loc vao
mét binh két tGa, thém 40 ml natri hydroxyd 1N, l&c déu dén khi két tha
tan hoan toan, thém 3 giot dung dich phenolphtalein (TS), sau d6 chuan

do kiém dw bang acid sulfuric 1N.

M&i ml dung dich natri hydroxyd 1N twong dwong véi 6,743 mg
Ca3(P0O4)2.

PHU LUC 7

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI AMONI POLYPHOSPHAT

1. Tén khac, chi sbé

2. Binh nghta
Tén hoéa hoc
Ma sé C.A.S.

Cdéng thirc hod hoc

3. Cam quan

4. Chlrc nang

INS 452v

MTDI = 70 mg/kg thé trong, tinh theo phospho tir cac ngudn thuc phadm

Amoni polyphosphat

6833-79-9

H6én hop di thé caAc mubi amoni cta acid polyphosphoric dwoc triing ngung
mach thang c6 céng thirc chung: Hn+2PnO3n+1

Dang dung dich Iéng

Chét 6n dinh, tao phirc kim loai, chat nhii hoa



5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

pH

Amoni

Phosphat

5.2. D tinh khiét
Phosphat mach vong
Fluorid

Arsen

Chi

5.3. Ham lwvong

6. Phwong phap thi
6.1 Dinh tinh
Amoni

Phosphat

6.2 Do tinh khiét
Phosphat mach vong
Fluorid

Arsen

Chi

6.3 Dinh lvong

Tan hoan toan trong nwéc
4,0 — 9,0 (dung dich 1%)
Phai c6 phan &ng dac trwng ctia amoni.

Phai c6 phan trng dac trwng clia phosphat.

Khéng vwot qua 8,0% tinh theo P205
Khéng vuwot qué 10,0 mg/kg

Khéng vwot qué 3,0 mg/kg

Khéng vuot qué 4,0 mg/kg.

Khéng dwoc thap hon 55,0% va khéng duwoc qua 75,0% tinh theo P205 trén

ché pham khan

Thtr theo JECFA monograph 1 - Vol.4
- Trén déu 0,5 g mau véi 10 ml acid HNO3 va 50 ml nwéc, dun séi trong 30
phut va dé nguoi.

- Thtr theo JECFA monograph 1 - Vol.4

Thtr theo JECFA monograph 1 - Vol.4
Thtr theo JECFA monograph 1 - Vol.4
Thtr theo JECFA monograph 1 - Vol.4
- Thtr theo JECFA monograph 1 - Vol.4

- Xac dinh bang k¥ thuat quang phé hap thu nguyén t& thich hop cho ham
lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi mau dwa
trén nguyén tac ctia phwong phap mé ta trong JECFA monograph 1 - Vol.4

phan cac phwong phap phan tich cong cu.

Tién hanh nhw chi dan « Xac dinh photphat tinh theo P205 », Phwong phap



I, Vol. 4.

PHU LUC 8

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI NATRI HYDROCARBONAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoa hoc

Ma s6 C.A.S.

Cong thirc hdéa hoc
Khéi lwong phan to
3. Cam quan

4. Chrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

pH

Natri

Carbonat

5.2. Do tinh khiét

Sodium hydrogen carbonate; bot né; soda bicarbonat; natri bicarbonat
INS 500(ii)

ADI khong gi&i han

Natri hydrogen carbonat, natri acid carbonat
144-55-8

NaHCO3

84,01

Khéi tinh thé ho&c bét tinh thé trdng hoac khéng mau

Chéat &n dinh, chét kiém hoa, bot ndi, dém, chét tao x6p

Tan trong nwéc, khbng tan trong ethanol.
8,0 - 8,6 (dung dich mau thtr 1/100 trong nwéc lanh, khéng lac)
Phai c6 phan &ng dac trwng cla natri.

Phai c6 phan &ng dac trwng cla carbonat.

Giam khéi lwgng khilam khé  Khéng dwoc qua 0,25% (Trén silicagel, trong 4 gid).

CAc chét khong tan trong nwéc Pat yéu ciu (mé ta trong phan Phuong phap thir).

Mubi amoni

Chi

5.3. Ham lwvgng NaHCO3

6. Phwong phap thir
6.1. Pinh tinh

Natri

Dat yéu ciu (mb ta trong phan Phuong phap thi).
Khéng duwoc quéa 2,0 mg/kg.

Khong duoc thdp hon 99,0% tinh theo ché pham khan

Thtr theo JECFA monograph 1 - Vol .4.



Carbonat Thir theo JECFA monograph 1 - Vol.4.
6.2. Do tinh khiét

CAc chét khong tan trong nwéc 1 g mau thir hoa tan hoan toan trong 20 ml nwéc phai thu dwoc dung

dich trong.

Mubi amoni Dbt nong 1 g mau thir trong mét 6ng nghiém. Khéng dwoc cé mui
ammoniac.

Chi - Thir theo JECFA monograph 1 - Vol.4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop voi
ham lwong qui dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi
mau dwa trén nguyén téc cla phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phwong phép phan tich cong cu).
6.3. Binh lvgng

Can 3 g (chinh xac dén mg) mau thir da sdy kho, hoa tan trong nwéc,
thém chi thi 1a dung dich da cam methyl (TS) va chuan dd bang acid

sunfuric 1 N.
M&i ml acid sulfuric 1 N twong dwong véi 84,01 mg NaHCO3.
PHU LUC 9
YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KALI CARBONAT
1. Tén khéac, chi s INS 501(i)

ADI “khéng gi¢i han”

2. Binh nghia

Tén hoa hoc Kali carbonat, muéi kali ctia acid carbonic

Ma s6 C.AS. 584-08-7

Coéng thtrc hda hoc Dang khan: K2CO3
Dang hydrat héa: K2C0O3.1%2H20

Khéi lwong phan to 138,21 (dang khan)

3. Cam quan Bot dé& hat Am, mau trdng, khéng mui. Dang hydrat héa thwdng gép 1a
tinh thé hoac hat nhé tréng, trong.

4. Chirc ndng Chét &n dinh, chat kiém hoa

5. Yéu cau ky thuat

5.1. PBinh tinh



bo6 tan

Kali

Carbonat

5.2. D tinh khiét

Giam khéi lwgng khi sdy kho

Chi

5.3. Ham lwgng K2CO3
6. Phwong phap thir
6.1. Binh tinh

Kali

Carbonat

6.2. Do tinh khiét

Chi

6.3. Binh lvgng

R4t dé tan trong nuéc, khéng tan trong ethanol.
Phai cé phan &ng dac tring cla kali.

Phai cé phan &ng dac trwng cla carbonat.

Dang khan: Khéng dwoc qua 5% (say & 1800 trong 4 gid)
Dang hydrat héa : trong khoang 10-18% (say & 1800 trong 4 gi®)
Khéng duwoc qué 2,0 mg/kg.

Khéng duoc thidp hon 99,0% tinh theo chat kho

Thir theo JECFA monograph 1 - Vol.4.

Thir theo JECFA monograph 1 - Vol.4.

- Thir theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phd hap thu nguyén t& thich hop voi
ham lwong qui dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi
mau dwa trén nguyén tac cta phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phwong phéap phan tich cong cu.

Can 1 g (chinh xac dén mg) mau thir da say kho, hoa tan cén than trong
50 ml acid sulfuric 1 N, thém chi thj la dung dich da cam methyl (TS) va
chuén dd acid dw bang dung dich natri hydroxyd 1N.

M&i ml dung dich acid sulfuric 1 N twong dwong véi 69,11 mg K2CO3.



PHU LUC 10

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI AMONI HYDROCARBONAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
Céng thirc ciu tao

Khéi lwong phan to
3. Cam quan

4. Chrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

pH

Carbonat

Amoni

Nhiét

5.2. Do tinh khiét

Amonium hydrogen carbonate; amoni bicarbonat
INS 503(ii)

ADI khong gi&i han

Amoni hydrogcarbonat

1066-33-7

CH5NO3

NH4HCO3

79,06

Tinh thé trdng ho&c bot tinh thé c6 mui ammoniac nhe.

Chét n dinh, bot noi.

Dé& tan trong nwéc, khong tan trong ehtanol
Khoang 8,0 (dung dich 1/20).
Phai c6 phan &ng dac trwng cla carbonat.

Phai c6 phan &ng dac trwng cdia amoni.

Khi bi a5t n6ng, mau thtr hda hoi ma khéng bi than héa, hoi cé tinh kiém

khi thtr bang gidy quy &m.

Can khdng bay hoi Khéng dwoc quéa 500,0 mg/kg (St dung 4 g mau thir trong 10 ml nwéc)

Clorid Khéng dwoc qua 30,0 mg/kg (md ta trong phan Phwong phap thi).
Sulfat Khéng dwoc qua 70,0 mg/kg (md ta trong phan Phwong phap thi).
Chi Khéng dwoc qua 2,0 mg/kg (mé ta trong phan Phwong phap thir).

5.3. Ham lwvgng NH4CO3 Khéng duoc thdp hon 99,0%

6. Phwong phap thir



6.1. Binh tinh
Carbonat

Amoni

6.2. Do tinh khiét

Clorid

Sulfat

Chi

6.3. Binh lvgng

Thir theo JECFA monograph 1 - Vol.4.

Thir theo JECFA monograph 1 - Vol.4.

- Thir theo JECFA monograph 1 - Vol.4.

- Hoa tan 500 mg méu thd trong 10ml nwéc nong, thém khoang 5mg
natri carbonat, lam khé trén bé cach thuy. Th& can thu dwoc nhw huéng
dan trong chuyén luan thd gi¢i han clorid. P6 duc cta dung dich thu
duoc khong vwot qua dd duc cta dung dich tién hanh nhw trén déi véi

mau chirng c6 chra 15 g ion clorid (CI- ).

Hoa tan 4g mau thir trong 40ml nwéc. Thém 10mg natri carbonat va 1mi
hydrogen peroxyd 30% va lam khé trén bé cach thuy. X& ly c&n thu dworc
theo hwéng dan trong chuyén luan thé gi¢i han sulfat. D6 duc clda dung
dich thu dwoc khoéng qua d6 duc cta dung dich tién hanh nhw trén déi

v&i mau chirng ¢ chiva 280 pg ion sulfat (SO42-).
- Thir theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phd hap thu nguyén t& thich hop voi
ham lwong qui dinh. Lwa chon ¢& mau thtr va phwong phap chuan bi
mau dwa trén nguyén tac cta phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phwong phap phan tich cong cu).

L4y 10ml nwéc vao moét cde can. Tién hanh xac dinh bi (cbc va nwéc).
Thém vao céc 2g mau thtr (can chinh xac dén mg). Chuyén toan bd hén
hop trong cbc vao mot binh nén 250ml. Thém tir tlr, viva thém vira l&c
50ml acid sulfuric IN. Sau khi dung dich da phan (ng xong, trang rtra
thanh binh, thém chi thi l1a dung dich da cam methyl (TS) va chuan d6
acid dw béng dung dich natri hydroxyd 1N.

M&i ml acid sulfuric 1N twong dwong véi 79,06 mg NH4HCO3.



PHU LUC 11

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KALI CLORID

1. Tén khac, chi sbé

2. Binh nghia
Tén hoéa hoc
Ma s6 C.A.S.
Coéng thirc hda hoc

Khéi lwong phan to

3. Cam quan

4. Chrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Clorid

Kali

5.2. D6 tinh khiét

Giam khéi lwgng khi lam kho

Do acid hodc do kiém

lodid hoac bromid
Natri

Chi

5.3. Ham lwong KCI
6. Phwong phap thir
6.1. Pinh tinh

Clorid

Kali

Sylvite; Sylvine
INS 508

ADI “khéng gi¢i han”

Kali clorid
7447-40-7
KCI

74,56

Tinh thé khéng mau hinh khéi lap phwong, I&ng tru ho&c thon dai; hoac

dang boét, hat nhd mau trédng; khéng mui.

Chét 6n dinh, gia vi, chat tao gel, thirc an cho nAm men.

Dé& tan trong nwéc, khong tan trong ethanol.
Phai cé phan trng dac trwng cula clorid.

Phai cé phan trng dac trung cua kali.

Khéng dwoc qua 1,0 % (1050C trong 2 gio).

Dat yéu ciu (mb ta trong phan Phuong phap thir).
Dat yéu ciu (mb ta trong phan Phuong phap thir).
Am tinh (mé ta trong phan Phuong phap thi).
Khéng dwoc quéa 2,0 mg/kg.

Khéng thap hon 99,0% tinh theo ché pham da lam kho.

Thir theo JECFA monograph 1 - Vol .4.

Thir theo JECFA monograph 1 - Vol .4.



6.2. D6 tinh khiét

Do acid hodc do kiém

lodid hoac bromid

Natri

Chi

6.3. Binh lvgng

Can 5 g mau thir, hoa tan trong 50 ml nwéc méi dun sdi, d& ngudi, thém
3 giot dung dich phenolphtalein (TS). Dung dich khéng dwgc c6 mau
héng. Sau dé thém 0,3 ml dung dich natri hydroxyd 0,02 N, dung dich

chuyén thanh mau héng.

Can 2 g mau thir, hoa tan trong 6 ml nwéc, thém 1 ml cloroform, sau do
thém nhd giot 5 ml hdn hop gébm dung dich clor (TS) va nwéc (1:1 — tt/tt),
vira thém vira l&c déu. Lop cloroform khong dwoc c6 mau tim (khdng

bén) ho&c mau cam (bén).

Thtr theo JECFA monograph 1 - Vol.4.

- Thir theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thé va phwong phap chuan bj

mau dwa trén nguyén tac cGa phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phwong phap phan tich cong cu.

Can khoang 250 mg (chinh xac dén mg) mau th& da lam kho hoa tan
trong 50 ml nwéc trong mét binh thay tinh nat mai. Thém 50 ml dung dich
bac nitrat 0,1 N, 3 ml acid nitric va 5 ml nitrobenzen, vira thém vira lac
manh, thém 2 ml s&t (11) amoni sulfat (TS). Chuan dé lwong bac nitrat dw

v&i dung dich amoni thiocyanat 0,1 N.
M&i ml dung dich bac nitrat 0,1 N twong dwong véi 7,456 mg KCI.

PHU LUC 12

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI KALI DIHYDROGEN PHOSPHAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma sb C.A.S.

Potassium dihydrogen phosphate; Monobasic potassium phosphate;
Monopotassium monophosphate; Potassium acid phosphate; Potassium

biphosphate
INS 340i

MTDI=70mg/kg thé trong tinh theo Phospho ti cac ngudn thuc pham

Kali dihydrogen phosphat; Monokali dihydrogen orthophosphat; Monokali
dihydrogen monophosphat

7778-77-0



Cong thrc hda hoc
Khéi lwgng phan t&

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

Po6 tan

pH

Kali

Phosphat
Orthophosphat

5.2. D6 tinh khiét

Giam khéi lwgng khi sdy kho

Céc chat khong tan trong nwéc

Florid

Arsen

Chi

5.3. Ham lwvong KH2PO4

6. Phwong phap thi
6.1. Dinh tinh

Kali

Phosphat

Orthophosphat

6.2 Do tinh khiét

Fluorid

KH2PO4
136,09

Dang tinh thé khdng mau, khéng mui, dang hat trdng ho&c dang bét tinh
thé

Chét én dinh, dém, tac nhan trung hoa, chat tao phirc kim loai, thirc &n

cho nAm men

Dé& tan trong nwéc, khong tan trong ethanol.
4,2 - 4,7 (dung dich 1/100).

Phai cé phan trng dac trung cua kali.

Phai cé phan trng dac trwng clia phosphat.

Phai cé phan trng dac tring cla orthophosphat.

Khéng dwoc qué 2,0% (1050C trong 4 gio).
Khéng dwoc qué 0,2%.

Khéng dwoc qué 10,0 mg/kg.

Khéng dwoc qué 3,0 mg/kg.

Khéng dwoc qué 4,0 mg/kg.

Khong dwoc thap hon 98,0% sau khi say kho.

Thtr theo JECFA monograph 1 - Vol.4.
Thtr theo JECFA monograph 1 - Vol.4.

Thém dung dich bac nitrat (TS) vao 5ml dung dich mau th (dung dich
1/100). Trong dung dich phai xuat hién két tha mau vang.

Can 5 g mau thtr cho vao moét binh ciu cét 250 ml, thém 25 ml nwéc, 50
ml acid percloric, 5 giot dung dich bac nitrat (1 trong 2) va vai vién bi thiy

tinh. Néi binh cau véi 1 sinh han c6 gén nhiét ké va mét 6ng mao quan



Arsen

Chi

6.3. Dinh lveng

suc khi, dau nhiét k& va éng mao quan phai ngap trong dung dich chira
trong binh. Gan mét phéu nhé giot chira nwéc hodc bd sinh hoi nwéc
vao éng mao quan. D&t binh trén dé amiang co 16 sao cho 1/3 day binh
tiép xGc véi ngon Ira. Tién hanh cat dén khi nhiét do trong binh dat
1350. Thém nwéc tir phéu vao binh hodc cho hoi nwéc qua binh dé duy
tri nhiét do trong binh luén dat 1350-1400. Tiép tuc cét dén khi thu dwoc
225-240 ml dich c4t sau do6 pha lodng dich cét thu dwoc véi nwéc dén da
250 ml, l&c déu. LAy 50 ml dung dich nay cho vao mét éng Nessler 100
ml. Trong mot éng Nessler twong tw khac 14y 50 ml nwéc lam mau
ching. Thém vao méi ng 0,1 ml dung dich natri alizarinsulfonat (1 trong
1000) d4 loc va 1 ml dung dich hydroxylamin (1 trong 4000) m&i pha, l&c
déu. Thém tirng giot dung dich natri hydroxyd 0,05 N vao éng chira dich
cét, vira thém vira khudy, dén khi mau éng chira dich cét gibng véi mau
éng chirng 1& mau héng nhat. Sau dé thém vao médi éng chinh xac 1 ml
dung dich acid hydrocloric 0,1 N va lac déu. St dung buret chia vach
0,05 ml thém tir tlr vira d0 dung dich thori nitrat (1 trong 4000) vao éng
chtva dich cét dé& sau khi l1&c déu mau cuta dung dich chuyén vé mau
héng nhat. Ghi thé tich dung dich thori nitrat (1 trong 4000) da st dung,
thém chinh xac cung lwveng dung dich thori nitrat (1 trong 4000) nhw vay
vao 6ng chrng, 1&c déu. Dung buret thém dung dich natri fluorid (TS) (10
ug F / ml) vao éng chirng dé cho mau hai éng giéng nhau sau khi pha
loding vé cuing thé tich. Lac déu, dé yén cho bot khi thoat hét truée khi so
mau. Kiém tra diém twong dwong bang cach thém 1-2 giot dung dich
natri fluorid (TS) vao éng chirng. Sw thay déi mau rd rét sé xay ra. Ghi lai
thé tich dung dich natri fluorid (TS) d& st dung.

Thé tich dung dich natri florid (TS) st dung cho éng chirng khéng dwoc

qua 1 ml.
Thir theo JECFA monograph 1 - Vol.4 - phwong phap |I.
- Thtr theo JECFA monograph 1 - Vol.4

- X&c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thtr va phwong phap chuan bj
mau duwa trén nguyén tdc cta phwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich cong cu.

Can khoang 5,0 g (chinh xac dén mg) mau thtr da dwoc lam kho trudc,

cho vao céc 250 ml. Thém 100 ml nwéc cat va 5 ml dung dich acid



hydrocloric 1 N, khuédy déu dén khi mau tan hét. Cho dién cwc cta pH ké
thich hop vao dung dich va chuan d6 tir tir (khudy déu lién tuc) lweng
acid dw bang dung dich natri hydroxyd 1 N, dén diém uén tai pH~4. Ghi
lai thé tich doc trén buret, tinh thé tich (A) acid hydrocloric 1 N d& st
dung (néu can). Tiép tuc chudn dd bang dung dich natri hydroxyd 1 N
dén diém udn tai pH~8,8; ghi lai thé tich trén buret va tinh thé tich dung
dich (B) natri hydroxyd 1N da tiéu tbn dé chudn do gitva 2 diém udn
(pH~4 dén pH~8,8).

M&i ml natri hydroxyd 1 N cla hiéu thé tich (B)-(A) twong dwong véi
136,1 mg KH2PO4.,
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L&i néi dau
QCVN 4- :2010/BYT do Ban soan thao quy chuén ky thuat quéc gia vé Phu gia thwc pham va chat hé

tro' ché bién bién soan, Cuc An toan vé sinh thwc phdm trinh duyét va dwoc ban hanh theo Théng tw
s6 ..../2010/TT-BYT ngay .... thang .... ndm 2010 cla Bo trwdng BO Y té.



QUY CHUAN KY THUAT QUOC GIA VE PHU GIA THWYC PHAM -
CHAT TAO PHUC KIM LOAI

NATIONAL TECHNICAL REGULATION ON FOOD ADDITIVE — SEQUESTRANT
I. QUY DINH CHUNG
1. Pham vi diéu chinh

Quy chuan k¥ thuat quéc gia (sau day goi tat 1a Quy chuan) nay quy dinh cac yéu ciu ky thuat va
quén ly vé chét lwong, vé sinh an toan déi véi cac chéat tao phire kim loai dwoc st dung véi muc dich

lam phu gia thwc pham.
2. béi twong 4p dung
Quy chuan nay ap dung dbi véi:

2.1. T chirc, ca nhan nhap khau, xuat khiu, san xuét, bubn ban va s& dung cac chat tao phirc kim

loai lam phu gia thwc pham (sau day goi tat la td chirc, c& nhan).

2.2. Co quan quan ly nha nwéc cé lién quan.

3. Giai thich tlr ngi va chiy viét tat:

3.1. Chét tao phtrc kim loai: 1a phu gia thwe phdm dwoc st dung véi muc dich kiém soat lwong cation
kha dung trong thwc pham.

3.2. JECFA monograph 1 - Vol. 4 (JECFA monographs 1 - Combined compendium of food addiditive
specifications; Joint FAO/WHO expert committee on food additives; Volume 4 - Analytical methods,
test procedures and laboratory solutions used by and referenced in the food additive specifications;
FAO, 2006): Cac yéu cau k¥ thuat déi véi phu gia thwe phdm, Tap 4 Cac phwong phap phan tich, quy
trinh tht nghiém, dung dich th&r nghiém dwoc st dung (ho&c tham chiéu) trong yéu cau ky thuat dbi
v&i phu gia thwe phdm; JECFA bién soan; FAO ban hanh nam 2006.

3.3. Ma sd C.A.S (Chemical Abstracts Service): Ma sé dang ky héa chéat cta Hiép hdi Hoa chat Hoa
Ky.

3.4. TS (test solution): Dung dich thudc thir.

3.5. ADI (Acceptable daily intake): Lwong &n vao hang ngay chap nhan dworc.

3.6. MTDI (Maximum Tolerable Daily Intake): Lwong &n vao hang ngay tbi da chiju dung duoc.

3.7. INS (International numbering system): Hé théng ma sb quéc té vé phu gia thwc phadm.

Il. YEU CAU KY THUAT, PHUONG PHAP THU VA LAY MAU

1. Yéu cau k¥ thuat va phwong phap thtr dbi véi cac chat tao phire kim loai dwoc quy dinh tai cac phu

luc ban hanh kém theo Quy chun nay nhw sau:

1.1. Phu luc 1: Yéu cau k¥ thuat va phwong phap thir déi véi isopropyl citrat



1.2. Phu luc 2: Yéu ciu ky thuat va phuwong phap thr dbi véi calci dinatri

ethylendiamintetraacetat

1.3. Phu luc 3: Yéu cau ky thuat va phuwong phap the dbi véi dinatri

ethylendiamintetraacetat

1.4. Phu luc 4: Yéu cau k¥ thuat va phwong phap thir déi véi tetranatri diphosphat

1.5. Phu luc 5: Yéu cau k¥ thuat va phwong phap thir déi véi tetrakali diphosphat

1.6. Phu luc 6: Yéu cau ky thuat va phuwong phap thr dbi véi pentanatri
triphosphat

1.7. Phu luc 7: Yéu cau k¥ thuat va phwong phap thir déi véi pentakali triphosphat

1.8. Phu lyc 8: Yéu cau k¥ thuat va phwong phap thir déi véi natri polyphosphat

1.9 Phuluc9: Yéu cau k¥ thuat va phwong phap thir dbi véi kali polyphosphat

1.10 Phu lyc 10 : Yéu cau ky thuat va phuwong phap ther ddi véi natri calci
polyphosphat

1.11 Phu lyc 11 : Yéu cau k¥ thuat va phwong phap thir dbi véi natri gluconat

1.12 Phu lyc 12 : Yéu cau k¥ thuat va phwong phap thir déi véi kali gluconat

2. CAc yéu cau k¥ thuat quy dinh trong Quy chuan nay duoc thir theo JECFA monograph 1 - Vol. 4,
ngoai trlr mot sd phép thd rieng dwoc md ta trong cac phu luc. Cac phwong phap thtr dwoc hwéng
dan trong Quy chuan nay khoéng bét budc phai ap dung, cé thé s& dung cac phwong phap thir khac

twong dwong.

3. LAy mau theo hwéng dan tai Thong tw 16/2009/TT-BKHCN ngay 02 thang 6 nam 2009 cia Bo
Khoa hoc va Céng nghé vé hwéng dan kiém tra nha nuwéc vé chat lwgng hang hoéa lwu théng trén thi

tridng va cac quy dinh khac cta phap luat co lién quan.

ll. YEU CAU QUAN LY

1. Céng bd hop quy

1.1. CAc chéat tao phtrc kim loai phai dwoc cong bé phil hop véi cac quy dinh tai Quy chuén nay.

1.2. Phuong thire, trinh tw, tha tuc cong bd hop quy duoc thuc hién theo Quy dinh vé ching nhan
hop chudn, chirng nhan hop quy va céng bé hop chuan, cdng bd hop quy ban hanh kém theo Quyét
dinh sé 24/2007/QD-BKHCN ngay 28 thang 9 ndm 2007 cta Bo truéng Bd Khoa hoc va Céng nghé

va céac quy dinh cla phap luat.
2. Kiém tra déi v&i chat tao phire kim loai

Viéc kiém tra chat lwong, vé sinh an toan ddi véi cac chat tao phirc kim loai phai thuc hién theo cac

quy dinh cta phap luat.



IV. TRACH NHIEM CUA TO CHUC, CA NHAN

1. T chirc, ca nhan phai cong bd hop quy phi hop véi cac quy dinh k§ thuat tai Quy chuan nay,
dang ky ban cong b hop quy tai Cuc An toan vé sinh thwc pham va bdo dam chét lwong, vé sinh an
toan theo dung nodi dung da cong bé.

2. T chire, ca nhan chi dwoc nhap khau, xuét khau, san xuét, budn ban va s dung cac chét tao
phtre kim loai sau khi hoan tat dang ky ban céng bb hop quy va bao dadm chéat lwong, vé sinh an toan,

ghi nhan phu hgp véi cac quy dinh cta phap luat.
V. TO CHU'C THUC HIEN

1. Giao Cuc An toan vé sinh thwe phadm cha tri, phéi hop véi cac co quan chirc ndng cé lién quan
hwéng dan trién khai va té chirc viéc thwe hién Quy chuan nay.

2. C&n c vao yéu cau quan ly, Cuc An toan vé sinh thwc pham cé trach nhiém kién nghi Bo Y té sra
déi, bd sung Quy chuan nay.

3. Trwong hop hwéng dan clha québc té vé phuong phap thlr va cac quy dinh cta phap luat vién dan

trong Quy chuan nay dwoc stra ddi, bd sung ho&c thay thé thi 4p dung theo van ban méi.



PHU LUC 1

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I HON HOP ISOPROPYL CITRAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Cong thirc ciu tao

3. Cam quan

4. Chtrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

bo tan

Citrat

Isopropanol

5.2. Do tinh khiét

Isopropyl citrat mixture
INS 384

ADI = 0 — 14 mg/kg thé trong

H&n hop ester cla acid citric véi 2-propanol. Ché phadm thuwong mai la
H LU0,

hén ho’q n%onmsopropyl citrat, dwoc phéi tron tlr 38 phan isopropyl citrat

vﬁ%?ﬂﬁin‘l‘%qp mono va diglycerid, theo ty 1& khéi lwong.

CH,— COOR

Trong d6 R c6 thé 1a nhém isopropyl hodc hydrogen. Thanh phan chinh
ctia 38 phan hén hop isopropyl citrat 1a mono-isopropyl citrat (xap xi 25
phan), phan con lai 1a di-isopropyl citrat (xap xi 9 phan) va tri-isopropyl

citrat (xap xi 4 phan).

Thanh phan gan dang:

mono-isopropyl citrat: 27 phan khéi lvong
di-isopropyl citrat 9 phan khéi lwong
tri-isopropyl citrat 2 phan khéi lwong

Dang nta ran hoa lan dwoc véi dau. Ché phdm thwong mai la hdn hop
mono-isopropyl! citrat c6 dang siro, khdng mau, nhét, dé yén co thé két
tinh va c6 thé tién hanh thir chi sé x& phong hoa, chi sb acid, ham luvong

acid citric va ham lwong isopropyl.

Chét chéng oxy hoéa, chét tao phirc kim loai.

Tan trong nwéc va ethanol.
Phai cé phan trng dac trwng cua citrat.

Phai c6 phan trng dac trwng cla isopropanol.

Céc acid khac ngoai acid citric  Khéng dwoc c6.

Cac ruou khac

ngoai Khéng dworc co.



isopropanol

Tro sulfat

Chi

6. Phwong phap thir
6.1. Binh tinh

Citrat

Isopropanol

6.2 Do tinh khiét

Chi

Khéng dwoc qua 0,3 %.

Khéng dwoc qua 2,0 mg/kg.

Bun hdi lwvu 3 g mau th&r véi 50 ml natri hydroxyd (TS) trong 1 gid. Dé

ngudi, dung dich nay dwoc s dung dé tién hanh céac phép thir nhw sau:

Trung hoda dung dich bang dung dich acid sulfuric (1/20), thém lwong dw
dung dich thay ngan Il sulfat (TS), dun s6i, va thém dung dung dich kali
permanganat (TS). Dung dich permanganat s& mat mau va xuét hién két

tda trang.

Trung hoa dung dich bang acid hydrocloric. Thém Ilwong dw dung dich
calci clorid (TS) va dun sbi. Trong dung dich xuat hién két tGa tinh thé
tréng, tinh thé nay khong tan trong dung dich natri hydroxyd (TS), nhung

tan dwoc trong dung dich acid hydrocloric lo&ng (TS).

Bun hdi lvu 2 g mau ther véi 50 ml natri hydroxyd (TS) trong 1 gi¢r. Cat
ldy 20 ml. Cho vao mét binh cau 8 g crom oxid, thém 15 ml nwéc cét, 2
ml acid sulfuric d&c. L&p binh cau cét véi dng sinh han héi lwu, cho tir tw
5 ml dich cét thu dwoc & trén qua sinh hanh hdi lwu vao binh ciu. Bun
hdi lwu trong 30 phut, sau d6 dé ngudi va cat ldy 2 ml. Thém 3 ml nwéc
cat va 10 ml dung dich thay ngan (I1) sulfat (TS) vao dich cat. Bun néng
trong bé cach thly dang s6i trong 3 phut. Trong dung dich xuét hién két

tha trdng hodc vang xac dinh sw c6 mét cla isopropanol trong mau thir.

- Thtr theo JECFA monograph 1 - Vol.4.

- X&c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thtr va phuwong phap chuan bj
mau dua trén nguyén tdc cta phwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.



PHU LUC 2

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I CALCI DINATRI

1. Tén khac, chi sbé

2. Binh nghia

Tén hoa hoc

Ma s6 C.A.S.

Cong thirc hdéa hoc
Céng thirc ciu tao
Khéi lwong phan to

3. Cam quan

4. Chirc nang
5. Yéu cau ky thuat
5.1. Binh tinh

Po6 tan

Calci

Natri

ETHYLENDIAMINTETRAACETAT

Calcium disodium ethylenediaminetetraacetate; calcium disodium EDTA;

calcium disodium edetat
INS 385

ADI=0 - 2,5 mg/kg thé trong

N,N'-1,2-Ethandiylbis[N-(carboxymethyl)-glycinat](4-)-
N,N',0,0',0N,ON]calciat(2-)dinatri;

Calci dinatri ethylendiamintetraacetat;

©00c—cH, CH,—C00°
h o @
o NCHCHAN 2Ng , Ca
00C—CH,” cH,—cof
410,31

Dang hat két tinh mau trdng khéng mui ho&c bét trdng dén gan tréng,

hao nwéc nhe.

Chét tao phtrc kim loai, chat bdo quan.

Dé& tan trong nwéc, kho tan trong ethanol.

Phai cé phan trng dac trwng cula calci.

Phai cé phan trng dac trwng cla natri.

Hoat tinh tao chelat v&i ion kim Phai cé phan rng dac trwng tao chelat v&i ion kim loai.

loai
5.2. Do tinh khiét

pH

6,5-7,5 (dung dich 1/100)

Céc phtrc chelat clia magnesi  Dat yéu ciu (mb ta trong phan Phuwong phap thi).



Chi

Khoéng dwoc qua 2,0 mg/kg.

5.3. Ham lwong Khéng dwoc thdp hon 97,0% va khéng duwoc qua 102% tinh theo ché

C10H12CaN2Na208
6. Phwong phap thir
6.1. Binh tinh

Calci

Natri

pham khan.

Thtr theo JECFA monograph 1 - Vol.4.

Th theo JECFA monograph 1 - Vol.4.

Hoat tinh tao chelat v&i ion kimCho vao mét éng nghiém 5 ml nwéc cat, 2 giot dung dich amoni

loai

6.2 Do tinh khiét

Cac phtrc chelat cia magnesi

Chi

6.3. Binh lvong

thiocyanat (TS) va 2 giot dung dich sat(lll) clorid (TS), dung dich c6 mau
dé sdm. Thém khoang 50 mg m&u tht vao dung dich va trén déu. Dung

dich s& mat mau dé sam.

Can 1 g mau thi, chinh xac dén mg, cho vao mét céc nhd va hoa tan voi
5 ml nuwéc cat. Thém vao cde 5 ml dung dich dém (dwoc chuén bi bang
cach hoa tan 67,5 g amoni clorid trong 200 ml nwéc cét, thém 570 ml
dung dich amoniac dac (TS), va pha lodng véi nuwéc cat dén aa 1000
ml). Thém vao dung dich trong cbc 5 giot dung dich den eriocrom (TS) va
chuén d6 véi dung dich magnesi acetat 0,1 M dén khi xuat hién mau dé
vang sam. Thé tich dung dich magnesi acetat 0,1 M st dung khéng

dwoc qua 2,0 ml.
- Thtr theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thér va phwong phap chuan bj
mau duwa trén nguyén tdc cta phwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can khoang 1,2 g mau tht, chinh xac dén mg, cho vao céc 250 ml, hoa
tan trong 75 ml nwéc cat. Thém 25 ml dung dich acid acetic lodng (TS)
va 1 ml dung dich diphenylcarbazon (1g/100 ml ethanol). Chudn do
cham véi dung dich thay ngan (1) nitrat 0,1 M(*) t&i khi dung dich bat dau

xuat hién mau tim.

M&i ml dung dich thay ngan (Il) nitrat 0,1M twong dwong véi 37,43 mg
C10H12CaN2Na208.2H20.



(*) Céc pha dung dich thay ngéan (ll) nitrat:

Hoa tan 35 g thay ngan (Il) nitrat Hg(NO3)2.H20 trong hén hop gébm 5
ml dung dich acid nitric va 500 ml nwéc cét, dinh méec dén 1000 ml bang
nwéc cat. Chuan hda dung dich nhw sau: LAy chinh xac 20 ml dung dich
cho vao binh nén thém 2 ml acid nitric, 2ml dung dich sét (lll) amoni
sulfat (TS). Lam mat xuéng dwéi 200C va chuén dé véi dung dich amoni
thiocyanat 0,1 N dén khi xu4t hién mau nau nhat bén. Tinh ndng dé dung
dich. (0,1 M=32,46g Hg(NO3)2/).



PHU LUC 3

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO!I DINATRI

1. Tén khac, chi sbé

2. Binh nghia

Tén hoa hoc

Ma s6 C.A.S.

Cong thirc hdéa hoc
Céng thirc ciu tao

Khéi lwong phan to
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

Po6 tan

Hap thu hdng ngoai

Natri

ETHYLENDIAMINTETRAACETAT
Dinatri EDTA, dinatri edetate;
Disodium ethylenediaminetetraacetate;
INS 386

ADI =0 - 2,5 mg/kg thé trong

Mudi dinatri ca N,N'-1,2-Ethanediylbis[N-(carboxymethyl)glycin]; dinatri
dihydrogen ethylen diamin tetraacetat; dinatri dihydrogen (ethylen-

dinitriln\_tatraacratat

HOOCH,C, CH,COCH
NCHCH @
S - ", [ AHa
OOCHLC CHoC00
372.24

B6t trang t&i tring nga hodc hat két tinh khéng mui, mau trdng

Chét tao phirc kim loai, tAc nhan chelat héa, tac nhan chéng oxy héa,

chét bdo quan

R4t dé tan trong nwéc, khé tan trong ethanol.

Phb hdng ngoai ctia mau thir phai phu hop véi phdé héng ngoai chuan
ddi chiéu (Phd chuan dbi chiéu co thé cé trong Dwoc dién My, 12601

Twin Brook Parkway, Rockville, Maryland 20852)

Phai cé phan trng dac trwng cla natri.

Hoat tinh Chelat héa v&i ionPhai cé phan rng cla chelat hoa v&i ion kim loai.

kim loai

5.2. Do tinh khiét

pH

4,3 - 4,7 (dung dich 1/100)



Acid nitrilotriacetic

Chi
5.3. Ham
C10H14N2Na208

6. Phwong phap thir
6.1. Binh tinh

Natri

Dat yéu cau (md ta trong phan Phwong phap thiy).

Khéng dwoc qua 2,0 mg/kg.

lwgng Khéng dwgrc nhé hon 99,0%

Thr theo JECFA monograph 1 - Vol.4.

Hoat tinh Chelat héa véi ionCho 5 ml nwéc vao mét éng nghiém va thém 2 giot amoni thiocyanat

kim loai

6.1. D6 tinh khiét

Acid nitrilotriacetic

(TS) va 2 giot sét Il clorid (TS). Dung dich xuét hién mau d thAm. Thém

khoang 50 mg mau thir va lac déu. Mau dé tham bién mét.

Dung dich thtr géc

Cho 10 g ché phdm th& vao binh dinh mdc 100 ml, hoa tan trong 40 ml

dung dich kali hydroxyd 1/10, pha lo&ng bang nuéc téi vach, va lac déu.
Dung dich th&r gbc lodng

Ly 10 ml “dung dich th&r gbc’cho vao binh dinh m&rc 100 ml, pha loang

t&i vach bang nuwéc.
Dung dich thr

L4y 20 ml “dung dich thtr géc lodng” cho vao céc 150 ml, thém 1 ml
dung dich kali hydroxyd 1/10, 2 ml dung dich amoni nitrat 1/10, va
khodng 50 mg chi thi den eriocrom T, va chudn d6 bang dung dich cadmi
nitrit 3/100 t&i mau dé. Ghi thé tich, ml, ctia dung dich chuén dd V, va bd

dung dich nay.

L4y 20 ml “dung dich thtr géc lodng” cho vao binh dinh mic 100 ml,
thém V ml dung dich cadmi nitrit 3/100 nhw da tiéu thu trong chuan do
trén, cho dw 0,05 ml. Thém 1,5 ml dung dich kali hydroxyd 1/10, 10 ml
dung dich amoni nitrat 1/10, thém 0,5 ml @& methyl (TS), sau d6 pha

lo&ng béng nwéc t&i vach, tron déu.
Dung dich chuan gébc

Cho 1,0 g acid nitrilotriacetic vao binh dinh mdc 100 ml, hda tan trong 10

ml dung dich kali hydroxyd 1/10, pha lodng béng nwéc t&i vach, lac déu.

Dung dich chuan géc lodng



Chi

6.2. Binh lvong

LAy 1 ml “dung dich chuan géc’va 10 ml “dung dich th&r gbc” cho vao

binh dinh mirc 100 ml, pha loang t&i vach béng nuéc, lac déu.
Dung dich chuén

Tién hanh theo chi dan & phan “dung dich tht”, st dung “dung dich

chuan gbc loang” thay cho “dung dich thir géc loang”.

Do cwc phé: Trang céc do cuwe phd bang “dung dich chuan”, sau d6 thém
moét thé tich thich hop vao céc do, nhung cbc do vao ndi cach thay gidr
nhiét do6 khong déi & 25 + 0,50C, va loai khi bang cach suc khi nito
khoéng c6 oxy tw do vao dung dich trong 10 phat. Cho dién cuwc giot thly
ngan cta may cwc phé thich hop, va ghi cuc phd db -0,6 t&i -1,2 von vdi
dé nhay 0,006 microampe/mm, st dung dién cwc calomel bao hoa la
dién cuc so sanh. Theo cach twong tw, thu duwoc cuc phd d6 cia “dung
dich th&” Po cwdng d6 dong khuéch tan cla “dung dich thi”, gia tri nay
khéng duoc Ién hon 10% so véi hiéu sb dong khuéch tan thu duoc cla
“dung dich chuan” va “dung dich thG”. (Chu y: Mét séng cwc phd phu
xuét hién phia trwéc séng phirc hop acid nitrilotriacetic-cadmi cé thé do
cadmi khéng tao phrc. Khi do dong khuéch tan khéng can chia y dén

séng nay).
- Thtr theo JECFA monograph 1 - Vol.4.

- X&c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dua trén nguyén tdc cla phuwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Cho khoang 5 g, can chinh xac, méau thir, vao binh dinh mdc 250 ml, hoa
tan trong nwéc, pha lodng téi vach va lac déu, thu dwoc dung dich thir.
Cho khoang 200 mg, can chinh x&c, calci carbonat loai tinh khiét c6 ham
lwong da biét vao mot cdec 400 ml, thém 10 ml nwéc va lac xody dé tao
thanh vira. Day céc bdng mét kinh ddng hd va cho 2 ml acid hydrocloric
(TS) bang pipet, ludn vao gitra miéng cdc va ria ctia mat kinh ddng hé.
Lac xody hén hop trong céc dé hoa tan calci carbonat. Rira bén ngoai
cla pipet, mat kinh déng hd, thanh céc, va pha loang t¢i 100 ml béng
nwéce. Khudy dung dich, tét nhat [a ding may khudy tir, thém khoang 30
ml dung dich th tlr buret 50 ml. Thém 15 ml natri hydroxyd (TS), 300
mg hén hop chi thi xanh hydroxynaphthol va tiép tuc chuin dd bang

dung dich thtr t&i khi xuat hién mau xanh lam. Tinh ham Iwong phan



tram C10H14N2N22Z882H2Titrang mAu thir theo cong thire sau:

%Dinatri EDTA = Viexm,

Trong do
mCaCO3 = khéi lwong (g) calci carbonat;
Vt = thé tich (ml) cGa dung dich thir; va

mt = khéi lwong (g) cia mau the 1y dinh lwong



PHU LUC 4

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI TETRANATRI PYROPHOSPHAT

1. Tén khac, chi sbé

2. Binh nghia
Tén hoéa hoc
Ma sbé C.A.S.

Coéng thirc hda hoc

Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

pH

Natri

Phosphat

5.2. Do tinh khiét

Giam khéi lwong khi nung

Céc chét khong tan trong nwéc

Fluorid

Arsen

Chi

Sodium pyrophosphate, tetrasodium diphosphate
INS 450iii

MTDI = 70 mg/kg thé trong tinh cho phospho tir cac nguén thyc phdm

Tetranatri diphosphat; tetranatri pyrophosphat
7722-88-5

Dang khan: Na4P207

Dang decahydrat: Na4P207.10H20

Dang khan: 265,94

Dang decahydrat: 446,09

Tinh thé trdng hodc khéng mau; hodc dang hat nhd, bét tinh thé trang.

Dang decahydrat cé thé 1én hoa nhe trong khéng khi khd.

Chét dém, chét tao phirc kim loai, chat nhii hoa.

Tan trong nuwéc, khéng tan trong ethanol.
9,9-10,8 (dung dich 1/100).
Phai cé phan trng dac trwng cla natri.

Phai c6é phan trng dac trwng clia phosphat.

Dang khan: Khéong duoc qua 0,5%

Dang decahydrat: trong khoang 38-42%
(1050C trong 4 gi¢ sau do 5500 trong 30 phut).
Khéng dwoc quéa 0,2 %.

Khéng dwoc qua 10,0 mg/kg.

Khéng dwoc quéa 3,0 mg/kg.

Khéng dwoc quéa 4,0 mg/kg.



5.3. Ham lwvgng Na4P207
6. Phwong phap thir

6.1. Binh tinh

Natri

Phosphat

6.2. D6 tinh khiét

Khéng thap hon 95,0% sau khi nung.

Thtr theo JECFA monograph 1 - Vol.4.

Thtr theo JECFA monograph 1 - Vol.4.

Céc chét khong tan trong nuwéc Hoa tan 10 g mau thkr trong 100 ml nwéc néng. Loc qua mdt chén loc da

Fluorid
Arsen

Chi

6.3. Binh lvgng

can bi. Rra can khéng tan trén chén loc bang nwéc néng. Say kho tai

(1050C trong 2 gi®). D& ngudi va can.

Thir theo JECFA monograph 1 - Vol.4 - phwong phap | hoac Il
Thtr theo JECFA monograph 1 - Vol.4 -phwong phap 1.

- Thir theo hwdng dan tai JECFA monograph 1 - Vol.4.

- X&c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dua trén nguyén tdc cla phuwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can mét lwgng mau (chinh xac dén mg) twong dwong véi khodng 500
mg mau thir khan Na4P207, hoa tan trong 100 ml nwéc trong céc 400
ml. Chinh pH dung dich vé 3,8 bang dung dich acid hydrocloric lodng
(TS), dung pH ké dé xac dinh pH dung dich. Sau d6 thém 50 ml dung
dich kém sulfat (1/8 - 125 g ZnS04.7H20 hoa tan trong nuwéc, pha lodng
dén daa 1000 ml, loc va chinh pH vé 3,8), dé yén trong khoang 2 phut.
Chuan d6 acid tw do bang dung dich natri hydroxyd 0,1 N dén khi pH
dung dich lai tré& vé 3,8. Sau méi lan thém natri hydroxyd gan dén diém
twong dwong, can dé mot thdi gian dé néu cé két tia kém hydroxyd thi

két tha co thé tan hét.

M&i ml natri hydroxyd 0,1 N twong dwong véi 13,30 mg Na4P207.



PHU LUC 5

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI TETRAKALI PYROPHOSPHAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma sbé C.A.S.
Coéng thirc hda hoc
Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat

5.1. Binh tinh

b6 tan

pH

Kali

Phosphat

5.2. Do tinh khiét

Giam khéi lwong khi nung
Céc chét khong tan trong nwéc
Fluorid

Arsen

Chi

5.3. Ham luvgng K4P207
6. Phwong phap thir

6.1. Pinh tinh

Tetrapotassium diphosphate; Potassium pyrophosphate.
INS 450v

MTDI = 70 mg/kg thé trong tinh cho phospho tir cac nguén thyc phdm

Tetrakali pyrophosphat, Tetrakali diphosphat; mudi tetrakali cta acid

diphosphoric

7320-34-5

K4P207

330,34

Dang tinh thé hoac hat hodc bét tinh thé khéng mau hodc mau tréng; dé
hat dm

Chét 6n dinh, chét nhii héa, chét tao phirc kim loai

Tan trong nuwéc, khéng tan trong ethanol.
10,0 - 10,7 (dung dich 1/100).
Phai cé phan trng dac trung cua kali.

Phai c6é phan trng dac trwng clia phosphat.

Khéng dwoc quéa 2,0% (1050C trong 4 gio, sau do6 5500C trong 30 phat)
Khdéng dwoc quéa 0,2 %.

Khong dwoc qua 10,0 mg/kg (md ta & phan Phwong phap thi).

Khéng dwoc quéa 3,0 mg/kg.

Khdéng dwoc quéa 4,0 mg/kg.

Khong dwoc thap hon 95,0 % tinh theo ché phdm sau khi nung



Kali
Phosphat
6.2. Do tinh khiét

Fluorid

Arsen

Chi

Thtr theo JECFA monograph 1 - Vol.4.

Thtr theo JECFA monograph 1 - Vol.4.

Can 5 g mau thtr cho vao mét binh ciu cét 250 ml, thém 25 ml nwéc, 50
ml acid percloric, 5 giot dung dich bac nitrat (1 trong 2) va vai vién bi thay
tinh. Néi binh cau v&i 1 sinh han c6 gén nhiét ké va mét 6ng mao quan
suc khi, dau nhiét k& va éng mao quan phai ngap trong dung dich chira
trong binh. Gan mét phéu nhé giot chira nwéc hodc bd sinh hoi nwéc
vao éng mao quén. Dat binh trén tdm amiéng cé 16 sao cho 1/3 day binh
tiép xGc véi ngon Ira. Tién hanh cat dén khi nhiét do trong binh dat
1350. Thém nwéc tr phéu vao binh hodc cho hoi nwéc qua binh dé duy
tri nhiét do trong binh luén dat 1350-1400. Tiép tuc cét dén khi thu dwoc
225-240 ml dich c4t sau do6 pha lodng dich cét thu dwoc véi nwéc dén da
250 ml, l&c déu.

LAy 50 ml dung dich nay cho vao mét 6ng Nessler 100 ml. Trong mét
bng Nessler twong tw khac ldy 50 ml nwéc lam mau chirng. Thém vao
mdi 6ng 0,1 ml dung dich natri alizarinsulfonat (1 trong 1000) da loc va 1
ml dung dich hydroxylamin (1 trong 4000) mé&i pha, l&c déu. Thém ting
giot dung dich natri hydroxyd 0,05 N vao éng cha dich cét, vira thém
vira khudy, dén khi mau éng chiva dich cét gibng véi mau éng ching 1a
mau hdng nhat. Sau d6 thém vao mdi éng chinh xac 1 ml dung dich acid
hydrocloric 0,1 N va lac déu. S dung buret chia vach 0,05 ml thém t tir
vira dd dung dich thori nitrat (1 trong 4000) vao 6ng chiva dich cat dé sau
khi l&c déu mau cta dung dich chuyén v& mau hdng nhat. Ghi thé tich
dung dich thori nitrat (1 trong 4000) da st dung, thém chinh xac lwong
dung dich thori nitrat (1 trong 4000) nhw vay vao é6ng ching, lac déu.
Dung buret thém dung dich natri fluorid (TS) (10 pg F / ml) vao éng
chirng dé& cho mau hai éng gibng nhau sau khi pha lodng vé cung thé
tich. LAc déu, dé& yén cho bot khi thoat hét trwdc khi so mau. Kiém tra
diém twong dwong bang cach thém 1-2 giot dung dich natri fluorid (TS)
vao 6ng chirng. Sy thay ddi mau rd rét sé xay ra. Ghi lai thé tich dung
dich natri fluorid (TS) da st dung.

Thé tich dung dich natri fluorid (TS) st dung cho éng chivrng khéng dwoc

qua 1 ml.
Thir theo JECFA monograph 1 - Vol.4 -phwong phap |l

- Thir theo JECFA monograph 1 - Vol.4.



6.3. Binh lvgng

- Xéac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon c¢& mau thé va phwong phap chuan bj
mau dwa trén nguyén tac cGa phwong phap mé ta tai JECFA monograph

1 - Vol.4 phan cac phuong phap phan tich cong cu.

Can 600 mg (chinh xac dén mg) mau tht, hoa tan trong 100 ml nwéc
trong cbc 400 ml. Chinh pH dung dich vé dung 3,8 bang dung dich acid
hydrocloric lodng (TS), dung pH ké dé& xac dinh pH dung dich. Sau d6
thém 50 ml dung dich kém sulfat (1 trong 8 - 125 g ZnS0O4.7H20 hoa tan
trong nwéc, pha loang dén du 1000 ml, loc va chinh pH vé 3,8), dé yén
trong khodng 2 phat. Chuan d6 acid tw do béng dung dich natri hydroxyd
0,1 N dén khi pH dung dich lai tr& v& 3,8. Sau mbi lan thém natri
hydroxyd gan dén diém twong dwong, can d& mot thoi gian dé néu co

két tha kém hydroxyd thi két tda c6 thé tan hét.

M&i ml natri hydroxyd 0,1 N twong dwong véi 16,52 mg K4P207.



PHU LUC 6

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI PENTANATRI TRIPHOSPHAT

1. Tén khac, chi sbé

2. Binh nghia
Tén hoéa hoc
Ma s6 C.A.S.
Coéng thirc hda hoc
Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

pH

Phosphat

Natri

5.2. Do tinh khiét

Giam khéi lwgng khi sdy kho

Chét khong tan trong nuéc

Polyphosphat bac cao

Fluorid

Asen

Chi

Penta sodium tripolyphosphate, sodium triphosphate,
sodium tripolyphosphae, triphosphate;

INS 451i

Pentanatri triphosphat, pentanatri tripolyphosphat
7758-29-4

Na5010P3.x H20 (x = 0 hoac 6)

o
; NEO__]]Z" D—_ﬁ" D__ﬁ’—_ CVa

i a ChJa i a

Dang b6t mau trédng hodc dang hat hoi 4m

Chét tao phtrc kim loai, chat tao két ciu

Tan hoan toan trong nwéc, khdng tan trong ethanol
9,1 -10,1 (dung dich do 1%)
Phai c6 phan &ng dac trwng clia phosphat.

Phai c6 phan &ng dac trwng cla natri.

Dang khan: Khéng dwoc qua 0,7% (nhiét do sdy 1050C trong 1 gid).

Dang ngam 6 phan t& nwéc: Khong duwoc qua 23,5% (nhiét do sy 600C
trong 1 gi& sau d6 dwoc sdy tiép & nhiét d6 sdy 1050C trong 4 gi®).

Khéng dwoc quéa 0,1%

Khéng dwoc c6 (xem md ta trong phan Phwong phap thir)
Khéng duvoc quéa 50,0 mg/kg (Phwong phap | hoac I1)
Khéng dwoc quéa 3,0 mg/kg (Phwong phap 11)

Khéng dwoc quéa 4,0 mg/kg.



5.3. Ham lwong

6. Phwong phap thir
6.1. Binh tinh
Phosphat

Natri

6.2. Do tinh khiét

Polyphosphat bac cao

Chi

6.3. Dinh lveng

Dang khan: Khéng dwoc nhé hon 85% Na5010P3, khéng duwoc nhé hon
56,0% va khong dwoc vt qua 58,0% P205

Dang ngam 6 phan t& nwéc : Khong dwgc nhé hon 65,0% Na5010P3 ;
khong dwgc nhé hon 43,0% va khéng dwgc qua 45,0% P205

Thir theo JECFA monograph 1 - Vol.4.

Thir theo JECFA monograph 1 - Vol.4.

- Dung méi sac ky: Tron 75 ml isopropanol, 10 ml nwéc, 20 ml dung dich
acid trichloroacetic 20% va 0,3 ml dung dich amoniac 20%. Lam m&i méi

tuan.

- Dung dich phun séc ky : Hoa tan 1 g amoni molypdat trong 85 ml nwérc,
10 ml acid HCI N va 5 ml acid perchloric 60%.

- Dung dich mau: Hoa tan 1 g mau trong 50 ml nwéc.

- Dung dich chudn dbi ching: Hoa tan 1 g mau chudn pentanatri

triphosphat trong 50 ml nwéc

- Céch tién hanh: Chdm 0,01 ml dung dich mau va 0,01 ml dung dich déi
chirng 1&n vach xuét phat trén gidy séc ky va sy bang dong khi &m. Chay
sac ky & nhiét do 18 — 200C cho dén khi dung méi ting dén khoang 25 cm
so véi vach xuét phat (khodng 12 — 15 gid). Sy trong ti sdy & nhiét do
600C va phun bang dung dich phun séc ky. Dé gidy séc ky dwéi dén cuc
tim va chiéu cho dén khi cac phosphat nhin dwoc duéi dang cac vét mau

xanh (trong khoang 2 phdat).

C6 3 vét dwoc quan sat gdbm: vét thir nhat cia monophosphat (Rf = 0,69),
vét thi 2 ctia diphosphat (Rf = 0,44), vét thir 3 cla triphosphat (Rf = 0,29).
Ngoai ra khéng con c6 bat c vét nao khac.

- Thir theo hwdng dan tai JECFA monograph 1 - Vol.4.

- X4c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hop cho ham
lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi mau dua

trén nguyén tic cta phwong phap md ta trong JECFA monograph 1 -

Vol.4 phan cac phwong phap phan tich cdng cu.



Xac dinh Na5010P3:
- Dung dich va thubc tha:

+ Dung dich dém kali acetat (pH = 5,0): Hoa tan 78,5 g kali acetat trong
1.000 ml nwéc va diéu chinh pH cda dung dich téi 5,0 bang acid acetic.
Thém vao mét vai mg thdy ngan (Il) iodid d& ngan chan sy phat trién cla

nam méc.

+ Dung dich KCI 0,3M: Hoa tan 22,35 g KCI trong nwéc, thém vao 5 mi
dung dich dém Kali acetat, pha lodng bang nwéc dén thé tich 1.000 ml va

khuéy d&u. Thém vao mét vai mg thay ngan (11) iodid.

+ Dung dich KCI 0,6M: Hoa tan 44,7 g KCI trong nwé&c, thém vao 5 ml
dung dich dém Kali acetat, pha lodng bang nwéc dén thé tich 1.000 ml va

khuéy d&u. Thém vao mét vai mg thay ngan (11) iodid.

+ Dung dich KCI 1M: Hoa tan 74,5 g KCI trong nwéc, thém vao 5 ml dung
dich dém kali acetat, pha lodng bang nwéc dén thé tich 1.000 ml va khuay

déu. Thém vao mét vai mg thay ngan (1) iodid.

- Cot sac ky: St dung cdt s&c ky chuén cé chiéu dai tr 20 — 40 cm, dwdng
kinh trong 20 — 28 mm, bén trong cé dia thuy tinh dang 16. Cét sac ky c6

nap kin va cé van thich hop.

- CAch tién hanh: Déng van cot sac ky, d6 nwéc vao khoang tréng gitra
dia thuy tinh x4p va van, ndi dwong dan chan khéng vao van. Chuan bi
mot lwong bdt nhdo 1 : 1 cha nhya trao dbi ion Dowex Fx8, hodc twong
duwong, dang clorid, nhwa trao ddi ion styrendivinylbenzen cé c& hat ti
100 — 200 hoac 200 — 400 mesh, va gan bd cac hat nhé min, bot. Lam t
2 dén 3 1an cho dén khi khong nhin thay cac hat nhd lo Irng va bot. Cho
bdt nhao vao cot va mé van dé tao chan khong trong trong cot dén khi cac
hat nhwa I&ng xuéng va mwc nwéc cao 1én trén bé mét cac hat nhya thi
doéng van cot lai. Bat ky ltc nao ciing khoéng dwoc dé mwe chat 16ng thap
hon bé mét cac hat nhya. L&p lai cac thao tac trén cho dén khi cot chira
cac hat nhya cao 15 cm & phia trén dia thuy tinh. Dat gidy loc thanh vong
tron bén trén cua I&p nhua sau d6 dat mét dia lam bang nhwa polyethylen
c6 16 lén trén gidy loc. Cach khac, cdm mot céi nat bang bong thay tinh &
bén trén. Bong dinh cot véi mot nat cao su ¢ chidu dai 7,6 cm va & gitra
dat 6ng mao quan xuyén qua (dwong kinh trong 1,5 mm, dwéng kinh
ngoai 7 mm), dé dw khodng 12 mm ctia éng xuyén qua day nut. Néi dinh
ctia 6ng mao quan véi chudi ctiia mot binh gan thé tich 500 ml bang éng

nhwa vinyl mém, kep binh gan véi gia d& hinh khuyén trén cét. Rira cot



béng cach thém 100 ml nwéc vao binh gan véi didu kién van cla cot da
khoa. M& van cla binh gan sau d6 m& van cla cét. Téc dd dong 5
ml/phat. Khi dung dich trong binh gan chay hét thi déng van cuda cot va

dong van cla binh gan lai.

Can chinh xac 500 mg mau va cho vao binh dinh mic dung tich 250 ml,
hoa tan va pha lodng bang nwéc, tron déu. Cho 10 ml dung dich trén vao
binh gan, m& van va cho dung dich chay vao trong cét, rira binh gan béng
20 ml nwéc. Loai bd phan dich chdy ra. Thém 370 ml dung dich KCI 0,3M
vao binh gan va cho dung dich chay qua cét, loai bé phan da chay qua.
Cho 250 ml dung dich KCI 0,6M vao binh gan va cho dung dich chdy qua
cot va gilr lai phan da tach ra vao trong cbc thuy tinh dung tich 400 ml. (dé
dadm bao cot sach cho lan lam tiép sau, ria qua codt bang 100 ml dung
dich KCI 1M, sau d6 rtra lai bdng 100 ml nwéc, loai bd toan bd nwéc riva).
Cho 15 ml acid nitric vao céc thuy tinh trén, trén déu va dun trong thei gian
15 — 20 phat. Thém dung dich da cam methyl va trung hoa dung dich bang
dung dich amoniac d3c. Cho 1 g amoni molybdat vao va khudy manh
trong 3 phat hoac thinh thodng khudy trong khoang th&i gian 10 — 15 pht.
Sau d6 loc chan khéng qua gidy loc dat trén dia st (dwdng kinh 25 mm)
c6 16 kich thwéc 6 — 7mm. Sau khi loc xong riva cbc thuy tinh 5 1an bang
10 ml dung dich NaNO3 ho&c KNO3 1%, cho phan rira qua bd phan loc,
sau d6 rira bd phan loc 5 1an bang 5 ml dung dich r&ra. Cho quay tré lai
tdm loc va phan két tla vao céc thuy tinh, rira phéu loc bang nwéc vao
trong céc thuy tinh va pha lodng t&i 150 ml. Thém vao dung dich NaOH
0,1N tir buret cho dén khi két tGa mau vang tan hoan toan, sau d6 thém
qué tlr 5 -8 ml nira. Cho vao phenolphthalein va chuan dé kiém duw bang
acid nitric 0,1N. Cudi cung, chuan dd béng dung dich NaOH 0,1N cho dén
khi b&t diu xuat hién mau héng. Hiéu sb gitra tdng thé tich dung dich
NaOH 0,1N thém vao va thé tich acid nitric 0,1N can 1a V (ml) cGa dung
dich NaOH 0,1N da tiéu thu béi phirc photphomolybdat.

( 0.533x25xVY ng mau (%)
Y NasO1P:= x100
a

Trong do:
a: Trong lwong mau (mg)
Xac dinh P205:

Can chinh xac 20 g mau va cho vao céc thuy tinh. Thém vao 150 ml nwéc

va 20 ml acid nitric d@m d&c. Cho vao cac hat chéng trao, day cdc thuy



tinh bang tdm kinh c6 thé quan sat dwoc va dun nhe trong 1 gi®. Lam
ngudi t&i nhiét dd phong. Chuyén toan bd dung dich vao binh dinh mic
dung tich 500 ml, pha lo&dng bang nwéc, l&c déu va pha lodng dén thé tich
mong muén bang nwéc. LAy 20 ml dung dich cho vao céc nhua, pha lodng
véi nwdc dén khoang 50 ml va dé cbéc nhwa dé vao thiét bi chuan do tw
dong dwoc trang bi mét pH ké. Diéu chinh pH cla dung dich trong khoang
2,5 — 2,8 béng dung dich NaOH 5 mol/l. Chuan dé bang dung dich NaOH
0,5 mol/l. Ghi lai thé tich d& st dung tai cac diém ubn pH = 4 (V1) va pH =
9 (V2)

Coéng thwre tinh ham Iwgng P205 (%)

% P205 = [(V2 - V1)/2000] x f x 70,97 x (500/20) x (100/w)
=[(V2 - V1)/w] x f x 88,71

Trong do:

w: Trong lwong mau (g)

f : Hé sé hiéu chinh cta dung dich NaOH 0,5 mol/l (bang phan t& gam
thuc t&/0,5)

PHU LUC 7
YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI PENTAKALI TRIPHOSPHAT
1. Tén khéac, chi s Penta potassium tripolyphosphate, potassium triphosphate,
potassium tripolyphosphate;
INS 451ii

MTDI = 70 mg/kg thé trong tinh theo phosphor tir cac ngudn thwc pham

2. Binh nghia

Tén hda hoc Pentakali triphosphat, penta kalitripolyphosphat
Ma s6 C.AS. 13845-36-8

Cdéng thirc hda hoc K5010P3

Khéi lwgng phan t&r 448,42

3. Cam quan Dang b6t mau trdng hodc dang hat wa am

4. Chirc ndng Chét tao phtrc kim loai, chat tao két ciu

5. Yéu cau ky thuat

5.1. PBinh tinh



bo6 tan

pH

Phosphat

Kali

5.2. Po tinh khiét

Chét khong tan trong nuwéc

Giam khéi lwong khi nung

P205

Fluorid
Arsen
Chi

5.3. Ham lvgng K5010P3

6. Phwong phap thi
6.1. Dinh tinh
Phosphat

Kali

6.2. Do tinh khiét

Fluorid

Tan hoan toan trong nuwéc
9,2 - 10,1 (dung dich 1%)
Phai c6 phan trng dac trwng clia phosphat.

Phai c6 phan &ng dac trwng cla kali.

Khong dwoc qua 2,0 %

Khéng duoc qué 0,4% sau khi sdy & nhiét dd sy 1050C trong 4 gi®, sau d6
nung & nhiét @ 5500C trong 30 phut.

Khoéng dwoc nhd hon 46,5% va khong dwoc qua 48,0% (st dung lwgng
mau kho 1,5 g).

Khéng dwoc qua 10,0 mg/kg (xem md ta trong phan Phuong phap thir)
Khéng duoc qué 3,0 mg/kg (Phuong phap 1)
Khéng duvoc qué 4,0 mg/kg.

Khéng dwoc nhd hon 85% K5010P3 tinh theo chat khd, phan con lai chd

yéu la cac kali phosphat khac.

Thi theo hwéng dan tai JECFA monograph 1 - Vol 4.

Thi theo hwéng dan tai JECFA monograph 1 - Vol 4.

Cho 5 g mau, 25 ml nwéc, 50 ml acid perchloric, 5 giot dung dich AgNO3
50% va vai hat thay tinh vao trong binh chwng cét dung tich 250 ml duwoc két
ndi v&i binh ngwng cé kém mat nhiét ké va mot dng mao quan, ca hai déu
phai nhing vao chét 1dng. N&i mét phéu nhd giot, dwoc dé day nwéc, hodc
moét thiét bi sinh hoi nwéc véi 6ng mao quan. Dat binh trén moét tAm amiang
c6 mét 16 bang khodng mét phan ba binh téi ngon Itra. Chwng cét cho dén
khi nhiét d& dat 1350C. Thém nwéc qua phéu hodc cho hoi nwéc qua mao
quén dé dam bao nhiét dd dat 135 — 1400C. Tiép tuc chwng cét cho dén khi
ldy dwoc 225 — 240 ml, sau do pha lodng téi 250 ml bang nuwéc va lac déu.
L4y 50 ml dung dich thu dwoc cho vao éng Nessler 100 ml. Trong éng
Nessler twong tw khac cho 50 ml nwéc lam ddi chieng. Thém méi 6ng 0,1 m
dung dich natri alizarinsulfonat 0,1% va 1 ml dung dich hydroxylamin
hydroclorid (1/4.000), va l&c déu. Thém tirng giot dung dich NaOH 0,05N va



Chi

6.3. Binh lvong

l&c 6ng c6 chra phan chwng cét cho dén khi mau cGa né phu hop véi mau
cta dbi ching - mau héng nhat. Sau d6 thém vao méi 6ng 1 ml dung dich
acid HCI 0,01N va lac déu. Dung buret cé vach dinh mdc 0,05 ml, cho ti t
vao éng c6 chira phan chwng cét dung dich thori nitrat (1/4.000), sau dé l&c
déu cho dén khi mau cua dich 16ng vira chuyén sang mau héng nhat. Ghi lai
thé tich dung dich d&a thém, thém chinh xac thé tich nhw vay vao éng déi
ching va lac déu. T buret cho vao dbi chirng dung dich natri fluorid (10 pg
F/ml) dé tao mau séc cla hai 6ng la nhw nhau sau khi pha lodng ciing mét
thé tich. Lac déu va cho toan bo bot khi thoat ra trwéc khi cho nhirng giot
cudi cuing cta dung dich natri fluorid vao déi chirng. Sy thay déi mau séc sé
xay ra. Ghi lai thé tich dung dich natri fluorid thém vao. Thé tich dung dich

natri fluorid can thiét cho dung dich déi chirng khéng dwoc qua 1,0 ml.
- Thir theo hwdng dan tai JECFA monograph 1 - Vol.4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho ham
lwong quy dinh. Lwa chon c¢& mau thir va phwong phap chuan bi mau dwa
trén nguyén tac ctia phwong phap mé ta trong JECFA monograph 1 - Vol.4

phan cac phwong phap phan tich cong cu.

Dung dich va hoa chét:

- Dung dich dém kali acetat (pH = 5,0): Hoa tan 78,5 g kali acetat trong
1.000 ml nwéc va didu chinh pH t&i 5,0 béng acid acetic. Thém vao mét vai

mg thay ngan (1l) iodid d& ngan chan sy phat trién cia nAm méc.

- Dung dich KCI 0,3M: Hoa tan 22,35 g KCI trong nuwéc, thém vao 5 ml dung
dich dém kali acetat, pha lodng béng nwéc dén thé tich 1.000 ml va khuay

déu. Thém vao mét vai mg thay ngan (I1) iodid.

- Dung dich KCI 0,6M: Hoa tan 44,7 g KCI trong nwéc, thém vao 5 ml dung
dich dém kali acetat, pha lodng béng nwéc dén thé tich 1.000 ml va khuay

déu. Thém vao mét vai mg thay ngan (I1) iodid.

- Dung dich KCI 1M: Hoa tan 74,5 g KCI trong nwéc, thém vao 5 ml dung
dich dém kali acetat, pha lodng b&ng nwéc dén thé tich 1.000 ml va khuay

déu. Thém vao mét vai mg thay ngan (I1) iodid.
Cot sac ky:

S& dung c6t séc ky chuan cé chiéu dai tr 20 — 40 cm, dwdng kinh trong 20
— 28 mm, bén trong cé dia thuy tinh dang 16. Cot séc ky cé nap kin va c6

van.



Cach tién hanh:

Doéng van cot séc ky, dd nwéc vao khoang tréng gitra dia thuy tinh va van,
ndi dwdng dan chan khéng vao van. Chuén bi mét lwong bot nhdo 1 : 1 cla
nhwa trao déi ion Dowex Fx8, hodc twong dwong dang clorid, nhya trao ddi
ion styrenedivinylbenzen c6 c& hat tir 100 — 200 hoac 200 — 400 mesh, va
gan bd cac hat nhd min, bot. Lam t& 2 dén 3 lan cho dén khi khéng nhin
thdy cac hat nhd lo Itrng va bot. Cho bun vao cét va mé van dé tao chan
khéng trong cot dén khi cac hat nhwa I&ng xudng va muc nuwéc cao lén trén
bé mét cac hat nhwa thi déng van cét lai. Bat ky IGc nao ciing khéng dwoc
dé muwc chat 16ng thAp hon bé mét cac hat nhya. Lap lai cac thao tac trén
cho dén khi cot chira cac hat nhya cao 15 cm & phia trén dia thuy tinh. D&t
gidy loc thanh vong tron bén trén cla I&p nhwa sau d6 dat mot dia lam bang
nhwa polyethylen c6 16 Ién trén gidy loc. Cach khéac, cdm mét céi nat bang
béng thay tinh & bén trén. Déng dinh cot véi mét nit cao su cé chiéu dai 7,6
cm va & gitra d&t 6ng mao quan xuyén qua (dwong kinh trong 1,5 mm,
dwong kinh ngoai 7 mm), dé duw khoang 12 mm cla éng xuyén qua day nut.
Néi dinh ctia 6ng mao quan véi dau ndi cia moét binh gan thé tich 500 ml
bang éng nhwa vinyl mém, kep binh gan v&i gia d& hinh khuyén trén cét.
Rera cot bdng cach thém 100 ml nwéc vao binh gan véi diéu kién van cia
cot da khoa. M& van ctia bd phan tach sau d6 mé van cla cot. Tdéc d6 dong
5 ml/phat. Khi dung dich trong binh gan da chay hét thi déng van cta cot va

doéng van cua binh gan lai.

Can chinh xac 500 mg mau da dwoc say khd & nhiét dd 1050C trong 4 gid
va cho vao binh dinh mé&c dung tich 250 ml, hoa tan va pha lodng bang
nwéc, tron déu. Chuyén 10 ml dung dich trén vao binh gan, mé van va cho
dung dich chay vao trong cét, rira binh gan bang 20 ml nwéc. Loai bd phan
dich chay qua. Thém 370 ml dung dich KCI 0,3M vao binh gan va cho dung
dich chay qua coét, loai bd phan da chay ra. Cho 250 ml dung dich KCI 0,6M
vao binh gan va cho dung dich chay qua c6t va gitr lai phan da tach ra vao
trong cdc thuy tinh dung tich 400 ml (@& dadm bao cot sach cho lan lam tiép
sau, rira qua cot badng 100 ml dung dich KCI 1M, sau d6 rira lai bdng 100 ml
nwéc, loai bd toan bo nwéc rira). Cho 15 ml acid nitric vao céc thuy tinh trén,
trén déu va dun trong thoi gian 15 — 20 phat. Thém dung dich da cam methyl
va trung hoa b&ng dung dich amoniac dac. Cho 1 g tinh th& amoni nitrat vao
va khudy tan, dé& nguéi. Thém 15 ml dung dich amoni molybdat, khudy manh
trong 3 phut hodc thinh thodng khudy trong khoang 10 — 15 phut. Sau dé loc
chan khéng qua gidy loc dat trén dia s& (dwong kinh 25 mm) c6 16 kich

thwdc 6 — 7mm. Sau khi loc xong rira cbc thuy tinh 5 1an bang 10 ml dung



dich NaNO3 ho&c KNO3 1%, cho phan rira qua bd phan loc, sau dé rira bd
phan loc 5 14n bang 5 ml dung dich rira. Cho quay tré lai tAm loc va phan két
tha vao cdc thuy tinh, rira phéu loc bdng nwéc vao trong cdc thuy tinh va
pha lodng t¢i 150 ml. Thém vao dung dich NaOH 0,1N tir buret cho dén khi
két tha mau vang tan hoan toan, sau dé thém qua tir 5 -8 ml ni*a. Cho vao
phenolphthalein va chuadn d6 kiém dw béng acid nitric 0,AN. Cudi cung,
chuén dd bang dung dich NaOH 0,1N cho dén khi bat dau xuét hién mau
héng. Hiéu sé gitra téng thé tich dung dich NaOH 0,1N thém vao va thé tich
acid nitric can l1a V (ml) cia dung dich NaOH 0,1N da tiéu thu b&i phic
photphomolybdat.

Ham lwong K5010P3 trong mau (mg) = 0,650 x 25V.
PHU LUC 8

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI NATRI POLYPHOSPHAT

1. Tén khéac, chi sé Sodium hexametaphosphate, sodium tetrapolyphosphate, muéi Graham
INS 452i
MTDI = 70 mg/kg thé trong, tinh theo phospho tir cac ngudn thuc phadm

2. Binh nghia Thu dwoc béng cach ndu chay va lam lanh ké tiép natri orthophosphat;
mot nhém cac hop chét gdm cac polyphosphat vé dinh hinh, chudi mach

thdng dworc tao thanh tlr cAc metaphosphat, tan trong nuéc.

Tén hda hoc Na ametaphosphat, natri polyphosphat
)
Ma s6 C.A.S. NayO5P0 g 0| POsMNay; 132

-
P

C6ng thirc ciu tao

Trongdéx=2;4;13-18, 20 — 100 hoac I&n hon

3. Cam quan Dang hat hodc dang bét, khdng mau hodc mau trdng, dang tiéu cau
trong suét,
4. Chirc nang Chét nhii hoa, chét tao phirc kim loai, chat tao két cau

5. Yéu cau ky thuat

5.1. PBinh tinh
bo tan Tan hoan toan trong nuwéc
Natri Phai c6é phan trng dac trwng cta natri (dung dich 5,0%)

Orthophosphat Phai c6é phan trng dac trng cla orthophosphat.



5.2. Do tinh khiét

Giam khéi lwong khi nung
Chét khoéng hoa tan
Fluorid

Arsen

Chi

5.3. Ham lvgng P205

6. Phwong phap thir

6.1. Dinh tinh

Orthophosphat

6.2. D6 tinh khiét

Chét khéng hoa tan

Chi

6.3. Binh lvong

Khéng dwoc qua 1,0%

Khéng dwoc qua 0,1%

Khong dwoc qua 10,0 mg/kg (Phwong phap | hoac I1)
Khéng dwoc qua 3,0 mg/kg

Khéng dwoc qua 4,0 mg/kg.

Khéng dwoc nhé hon 60% va khéng dwgc qua 71% P205

Hoa tan 0,1 g mau trong 5 ml dung dich acid nitric lo&ng, néng. Lam &m
trong ndi cach thiy trong 10 phat va lam ngudi. Trung hoa bang dung
dich NaOH c6 st dung qui tim va thém vao AgNO3. Két tia mau vang

hinh thanh tan trong acid nitric loang.

Hoa tan 10 g m&u trong 100 ml nwéc néng va loc. Rira can khong tan

béng nwéc néng, say & nhiét dd 1050C trong 2 gi¢y, sau d6 can.
- Thir theo hwdng dan tai JECFA monograph 1 - Vol.4.

- X&c dinh bang k¥ thuat quang phdé hap thu nguyén t& thich hop cho ham
lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi mau dua
trén nguyén tic cta phwong phap mé ta trong JECFA monograph 1 -

Vol.4 phan cac phwong phap phan tich cdng cu.

Can chinh xac 800 mg mau va cho vao céc thuy tinh dung tich 400 ml.
Thém vao 100 ml nwéc, 25 ml acid nitric va day lai bang mét kinh ddng
hd, dun sdi trong 10 phut trén tAm gia nhiét. R&ra phan nguwng trén kinh
ddng hd vao cbc thuy tinh; lam ngudi dung dich dén nhiét d6 phong;
chuyén dung dich d6 vao binh dinh mrc dung tich 500 ml; pha lodng
béng nwéc va lac dédu. Dung pipet cho 20 ml dung dich trén vao binh
Erlenmeyer dung tich 500 ml, thém vao 100 ml nw&c va gia nhiét cho
dén s6i. B6 sung 50 ml dung dich quimociac va khudy déng thoi, sau do
day bang mét kinh déng hd va dun sdi trong thoi gian 1 phat. Lam ngudi
t&i nhiét dd phong, thinh thoang I&c xody trong qué trinh 1am ngudi, sau

dé loc va rira 5 1an mdi 1an 25 ml nwéc. Sdy & nhiét do 2250C trong 30



phat, 1am ngudi va can. Méi mg két ta thu dwoc nhuw vay twong dwong
v&i 32,074 pg P205.



PHU LUC 9

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KALI POLYPHOSPHAT

1. Tén khac, chi sbé

2. Binh nghia

Tén hoa hoc
Ma sb C.A.S.

Céng thirc héa hoc chung

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Tao gel

Kali

Phosphat

5.2. D0 tinh khiét

Giam khéi lwong khi nung

Phosphat mach vong
Fluorid

Arsen

Chi

5.3. Ham lwgng P205

Potassium metaphosphate;
MTDI = 70 mg/kg thé trong, tinh theo phospho tir cac ngudn thuc phadm
INS 452ii

H&n hop di thé cac mudi kali cta céc acid polyphosphoric tring ngung
mach théng, c6 cong thirc tbng quat 1a Hn+2PnO3n+1, trong dé n khéng
bé hon 2.

Kali metaphosphat, kali polymetaphosphat, kali polyphosphat
7790-53-6

Hn+2PnO3n+1

Trongdén =2

Khdi mau trdng trong, dang manh, dang tinh thé hodc dang bot khéng

mui, khbng mau.

Chét nhii hoa, chét gitr dd 4m, chat tao phirc kim loai, chat tao két cau

1 g hoa tan trong 100 ml dung dich natri acetat 4%
Phai cé phan trng tao gel dac trung.
Phai cé phan trng dac trung cua kali.

Phai c6é phan trng dac trwng clia phosphat.

Khoéng dwoc qué 2% sau khi sy & nhiét dd 1050C trong 4 gid, sau do
nung & 5500C trong 30 phat

Khéng duoc quéa 8,0 %
Khéng dwoc quéa 10,0 mg/kg.
Khéng dwoc quéa 3,0 mg/kg (Phwong phap 1)
Khéng dwoc quéa 4,0 mg/kg.

Khéng dwoc nhé hon 53,5% va khong duwoc qua 61,5% P205 theo khdi

lweng sau nung



6. Phuong phap the
6.1. Binh tinh

Tao gel

Kali

Phosphat

6.2. D6 tinh khiét

Fluorid

Can 1 g mau bot nghién min va thém tir tv vao 100 ml dung dich NaCl

2%, vira thém vira khudy manh. Khéi gel dwoc hinh thanh.

Hoa 0,5 g mau v&i 10 ml dung dich acid nitric va 50 ml nwéc, dun séi
khoang 30 phudt va lam ngudi. Dung dich thu dwgc dwoc st dung cho

phan tich.

Hoa 0,5 g mau v&i 10 ml dung dich acid nitric va 50 ml nwéc, dun sbi
khoang 30 phadt va lam ngudi. Dung dich thu dwgc dwoc st dung cho

phén tich.

Cho 5 g mau, 25 ml nwéc, 50 ml acid perchloric, 5 giot dung dich AgNO3
50% va vai hat thdy tinh vao trong mét binh chwng cat 250 ml dwoc két néi
véi binh ngwng cé kém mét nhiét k& va mot dng mao quan, ca hai déu
phai nhing vao chat Idng. N6i mot phéu nhé giot, dwoc dd day nwéc, hodc
mot thiét bi sinh hoi nwéc véi dng mao quén. Bat binh trén moét tAm
amiang c6 mét 16 bang khoang mét phan ba binh t&i ngon Ira. Chung cét
cho dén khi nhiét d6 dat 1350C. Thém nwéc qua phéu hodc cho hoi nwéc
qua mao quan dé ddm bao nhiét d6 dat 135 — 1400C. Tiép tuc chuwng cét
cho dén khi lay dwoc 225 — 240 ml, sau d6 pha lodng t&i 250 ml béng
nwéc va lac déu. LAy 50 ml dung dich thu dwoc cho vao 6ng Nessler 100
ml. Trong éng Nessler twong tw khac cho 50 ml nwéc lam ddi chirng.
Thém méi 6ng 0,1 ml dung dich natri alizarinsulfonat 0,1% da dwoc loc va
1 ml dung dich hydroxylamin hydroclorua (1/4.000), va l&c déu. Thém tirng
giot dung dich NaOH 0,05N va lac éng c6 chira phan chwng cét cho dén
khi mau cGia né phu hop véi mau ctia dbi chirng — mau hdng nhat. Sau dé
thém vao méi éng 1 ml dung dich acid HCI 0,1N va I&c déu. Dung buret c6
vach dinh mrc 0,05 ml, cho tir tir vao éng cé chra phan chwng cét dung
dich thori nitrat (1/4.000), sau d6 lac déu cho dén khi mau cla dich 16ng
vira chuyén sang mau hdng nhat. Lwu y thé tich dung dich da thém, thém
chinh xéac thé tich nhw vay vao déi chirng va lac déu. T buret cho vao dbi
chng dung dich natri fluorid (10 ug F/ml) dé tao mau sac cta hai ng sau
khi pha lodng cing mét thé tich. Lac déu va cho toan bd bot khi thoat ra
trwéc khi cho nhivng giot cudi cung cla dung dich natri fluorid vao dbi
chirng. Kiém tra diém két thic bang cach thém vao 1 hodc 2 giot natri

fluorid vao ddi chirng. Sy thay ddi mau sac sé xay ra. Ghi lai thé tich dung



Chi

6.3. Binh lvgng

dich natri fluorid thém vao. Thé tich dung dich natri fluorid can thiét cho

dung dich dbi chirng khéng qua 1 ml.
- Thir theo hwdng dan tai JECFA monograph 1 — Vol.4.

- X&c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho ham
lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi mau dua
trén nguyén tac cta phwong phap mé ta trong JECFA monograph 1 —

Vol.4 phan cac phwong phap phan tich céng cu.

Tron 300 mg mau da dwoc can chinh xac véi 15 ml dung dich acid nitric
va 30 ml nwéc, dun séi trong 30 phut sau d6 pha lodng béng nwéc cho
dén thé tich 100 ml. Gia nhiét 600C, thém dw dung dich amoni molybdat
va gia nhiét 500C trong 30 phut. Loc va rira phan két tia bang dung dich
acid nitric loding (1/36), tiép dé rira bang dung dich KNO3 1% cho dén khi
dich loc ra khéng con acid, dung chét chi thi 1a qui tim. Hoa tan phan két
tda trong 50 ml dung dich NaOH 1N, thém vao phenolphthalein va chuan
dd NaOH du bang acid H2SO4 1N. M&i ml dung dich NaOH 1N twong
trng v&i 3,088 mg P205.



PHU LUC 10
YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I NATRI CALCI POLYPHOSPHAT
1. Tén khéac, chi s Sodium calcium polyphosphate, glassy
INS 452iii

MTDI = 70 mg/kg thé trong tinh cho phospho tir cac nguén thyc phdm

2. Binh nghia

Tén hda hoc Natri calci polyphosphat

Coéng thirc hda hoc (NaPO3)n_CaO trong dé n thwong la 5

3. Cam quan Tinh thé tréng, trong, hinh cau

4. Chirc nang Chét tao phrc kim loai, chat 6n dinh, chat 1am néi, chat nhi hoéa, chét
dinh dwéng

5. Yéu cau ky thuat

5.1. Binh tinh

Natri Phai cé phan rng dac trwng cla natri.

Phosphat Phai cé phan trng dac trwng clia phosphat.

Calci Phai c6é phan trng dac trung cula calci.

5.2. D tinh khiét

Fluorid Khéng dwoc qué 10,0 mg/kg.

Arsenic Khéng dwoc qué 3,0 mg/kg.

Chi Khéng dwoc quéa 4,0 mg/kg.

5.3. Ham lvgng P205 Khong dwoc thidp hon 61,0% va khong dwoc qué 69,0% P205 tinh theo

ché pham khé.

6. Phwong phap thir

6.1. Dinh tinh

Natri Thtr theo JECFA monograph 1 - Vol.4.
Phosphat Thtr theo JECFA monograph 1 - Vol.4.
Calci Thir theo JECFA monograph 1 - Vol .4.

6.2. Do tinh khiét

Fluorid Thtr theo JECFA monograph 1 - Vol.4 - Phwong phap 3, st dung c&



Chi

6.3. Binh lvgng

mau va thé tich dung dich chuan thich hop dé dung dwdng chuan).
- Thir theo JECFA monograph 1 - Vol.4.

- Xéac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon c¢& mau thé va phwong phap chuan bj
mau dua trén nguyén tdc cla phuwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can khoang 200 mg mau thlr, chinh xac dén mg, hoa tan trong 10 ml
acid nitric lodng (TS) va 25 ml nuwéc cat. Bun sbi trong khodng 30 pht,
loc néu can, néu co tha thi riva tha, sau d6 hoa tan tha bang cach thém 1
ml acid nitric loAng (TS). Chinh nhiét d6 vé& 500C, thém 75 ml dung dich
amoni molybdat (TS) va dun & 500C trong 30 phut, thinh thodng khudy
déu. Bé yén sau 16 gio hodc qua dém tai nhiét dd phong. Gan bé phan
dich phia trén qua gidy loc, riva tGa 2 lan, méi lan véi 40ml nwéce cét, cho
tha |én phéu loc néu trén. Rira tda bang dung dich kali nitrat (1/100) dén
khi dich rira khéng con acid v&i quy tim. Hoa tan tla trong 50 ml dung
dich natri hydroxyd 1N, I&c dén khi tGa tan hoan toan, thém 3 giot dung
dich phenolphtalein (TS) va chuan d6 lwong natri hydroxyd dw bang acid

sulfuric IN.

M&i ml dung dich natri hydroxyd 1N twong dwong véi 3,088 mg P205.
PHU LUC 11

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI NATRI GLUCONAT

1. Tén khac, chi sbé

2. Binh nghta

Tén hoéa hoc

Ma s6 C.AS.

Coéng thirc hda hoc
Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

Sodium gluconate
INS 576

ADI “khdng gi¢i han”

Natri D-gluconat
OH OH H OH
HOH;C—(Lf‘—Cf‘—(%,'—(Zf,'—CDO@I\Ip
H H OHH
218,14

Dang hat hoéc bét tinh thé min mau trdng dén nau.



4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Natri

Gluconat

5.2. D tinh khiét
Céc hop chat khey
Chi

5.3. Ham lwvgng C6H11NaO7
6. Phwong phap thir
6.1. Binh tinh

Natri

Gluconat

6.2. Do tinh khiét
Céc hop chat khty

Chi

6.3. Binh lvong

Chét tao phtrc kim loai, thirc &n cho ndm men

R4t dé tan trong nwac, it tan trong ethanol.
Phai cé phan rng dac trwng cla natri.

Phai c6 phan (rng dac treng cla gluconat.

Khéng dwoc qua 1,0% tinh theo D-glucose.
Khéng dwoc qué 2,0 mg/kg.

Khéng thap hon 98,0%.

Thr theo JECFA monograph 1 — Vol.4.

Thtr theo JECFA monograph 1 — Vol.4.

Thtr theo JECFA monograph 1 — Vol.4 — phwong phap .
- Thtr theo JECFA monograph 1 — Vol.4.

- X&c dinh bang k¥ thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dwa trén nguyén tac cla phwong phap mé ta tai JECFA monograph

1 — Vol.4 phan cac phwong phap phan tich céng cu.

Can khoang 150 mg (chinh xac dén mg) mau th&, cho vao 1 binh nén
200 ml khé, sach, thém 75 ml acid acetic bang va hoa tan bang cach dun
néng trén bép. Lam mat va thém dung dich d6 quinaldin (TS). S& dung
microburet 10 ml, chudn do6 v&i dung dich acid percloric 0,1 N trong acid

acetic bang, dén khi dung dich mét mau.

M&i ml dung dich acid percloric 0,1 N twong dwong véi 21,81 mg
C6H11NaO?7.

PHU LUC 12

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KALI GLUCONAT



1. Tén khac, chi sbé

2. Binh nghia
Tén hoéa hoc

Ma sd C.A.S.

Coéng thirc hda hoc
Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

Kali

Gluconat

5.2. Do tinh khiét

Giam khéi lwgng khi lam kho

Céc hop chat khty

Chi

5.3. Ham lwvgng C6H11KO7

6. Phwong phap thir

6.1. Pinh tinh

Potassium gluconate, Potassium D-gluconate
INS 577

ADI “khéng gi¢i han”

Kali D-gluconat

Dang khan: 299-27-4

OH CHH OH
HOH £ — ¢ — ¢—C—&—cn0?k®
H H OHH

Dang khan: 234,25

Dang monohydrat: 252,26

Dang hat ho&c bét tinh thé mau trdng dén trang vang, khéng chay, khdng
mui.

Chét tao phirc kim loai, chat didu chinh do acid, chat dinh duéng bd

sung, thirc an cho men

Phai cé phan trng dac trung cua kali.

Phai c6é phan rng dac trwng clia gluconat.

Dang khan: Khéng dwoc qua 3%

Dang monohydrat: Khdng it hon 6% va khong dwgc qua 7,5%.
(sdy tai 1050, trong 4 gi®, chan khong).

Khéng dwoc qué 1,0% tinh theo D-glucose.

Khéng dwoc quéa 2,0 mg/kg.

Khong thdp hon 97,0% va khéng dwoc qué 103,0% tinh theo ché phdm

déa lam kho.



Kali

Gluconat

6.2. Do tinh khiét
Céc hop chat khe

Chi

6.3. Binh lvgng

Thtr theo JECFA monograph 1 - Vol.4.

Thtr theo JECFA monograph 1 - Vol.4.

Thtr theo JECFA monograph 1 - Vol.4 - phwong phap 1.
- Thir theo JECFA monograph 1 - Vol.4.

- Xac dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thé va phwong phap chuan bj
mau dua trén nguyén tdc cta phuwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can khoang 175 mg (chinh xac dén mg) mau th&, cho vao 1 binh nén
200 ml kho, sach, thém 75 ml acid acetic bang va hoa tan bang cach dun
néng trén bép. Lam mat va thém dung dich dé quinaldin (TS). S& dung
microburet 10 ml, chudn dé v&i dung dich acid percloric 0,1 N trong acid

acetic bang, dén khi dung dich méat mau.

M&i ml dung dich acid percloric 0,1 N twong dwong vdi 23,42 mg
C6H11KO7.
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L&i noi dau
QCVN 4- :2010/BYT do Ban soan thao quy chuén ky thuat quéc gia vé Phu gia thwc pham va chat hé

tro' ché bién bién soan, Cuc An toan vé sinh thwc phdm trinh duyét va dwoc ban hanh theo Théng tw
s6 ..../2010/TT-BYT ngay .... thang .... ndm 2010 cla Bo trwdng BO Y té.



QUY CHUAN KY THUAT Q’UGC GIA VE PHU GIA THUC PHAM -
CHAT XU LY BOT
NATIONAL TECHNICAL REGULATION ON FOOD ADDITIVE — FLOUR TREATMENT AGENT
I. QUY DINH CHUNG
1. Pham vi diéu chinh

Quy chuan k¥ thuat quéc gia (sau day goi tat 1a Quy chuan) nay quy dinh cac yéu ciu ky thuat va
quén ly vé chéat lwgng, vé sinh an toan dbi véi cac chat xi ly bt dwoc st dung véi muc dich lam phu

gia thwc pham.
2. béi twong 4p dung
Quy chuan nay ap dung dbi véi:

2.1. T chirc, ca nhan nhap khau, xuat khdu, san xuét, budn ban va s& dung cac chat x& ly bot lam

phu gia thwc phdm (sau day goi tét 1a td chirc, ca nhan).

2.2. Co quan quan ly nha nwéc cé lién quan.

3. Giai thich tlr ngi va chiy viét tat:

3.1. Chat xr ly bot: 1a phu gia thwe phdm dwoc bd sung vao bot nhdm cai thién chat lwong nuéng
ho&c mau cho thwc pham.

3.2. JECFA monograph 1 - Vol. 4 (JECFA monographs 1 - Combined compendium of food addiditive
specifications; Joint FAO/WHO expert committee on food additives; Volume 4 - Analytical methods,
test procedures and laboratory solutions used by and referenced in the food additive specifications;
FAO, 2006): CAc yéu cau ky thuat déi véi phu gia thuwe phdm, Tap 4 Cac phwong phap phan tich, quy
trinh tht nghiém, dung dich th&r nghiém dwoc st dung (ho&c tham chiéu) trong yéu cau ky thuat dbi
v&i phu gia thwe phdm; JECFA bién soan; FAO ban hanh nam 2006.

3.3. Ma sd C.A.S (Chemical Abstracts Service): Ma s6 dang ky héa chét cta Hiép hdi Hoa chat Hoa
Ky.

3.4. TS (test solution): Dung dich thudc thir.

3.5. ADI (Acceptable daily intake): Lwong &n vao hang ngay chap nhan dworc.

3.6. INS (International numbering system): Hé théng ma sb quéc té vé phu gia thwc phadm.

Il. YEU CAU KY THUAT, PHPONG PHAP THU VA LAY MAU

1. Yéu cau k¥ thuat va phwong phap thir déi véi azodicarbonamid st dung lam chét x& ly bot dwoc

quy dinh tai phu luc ban hanh kém theo Quy chuan nay.

2. CAc yéu cau k¥ thuat quy dinh trong Quy chuan nay duoc thtr theo JECFA monograph 1 - Vol. 4,

ngoai trr mot sd phép thir riéng dwoc mé ta trong phu luc. Cac phwong phap ther dwoc hwéng dan



trong Quy chuan nay khéng bat budc phai ap dung, c6 thé st dung cac phwong phép thir khac twong

duwong.

3. LAy mau theo huwéng dan tai Thong tw 16/2009/TT-BKHCN ngay 02 thang 6 ndm 2009 cla Bo
Khoa hoc va Céng nghé vé hwdng dan kiém tra nha nuwéc vé chat lwgng hang hoa lwu théng trén thi

tridng va cac quy dinh khac cta phap luat co lién quan.

ll. YEU CAU QUAN LY

1. Céng bd hop quy

1.1. CAc chat xr ly b6t phai dwoc cong bd phil hop véi cac quy dinh tai Quy chuén nay.

1.2. Phuong thire, trinh tw, tha tuc céng bd hop quy duoc thuc hién theo Quy dinh vé chirng nhan
hop chudn, chirng nhan hop quy va céng bé hop chuan, cdng bd hop quy ban hanh kém theo Quyét
dinh sé 24/2007/QD-BKHCN ngay 28 thang 9 ndm 2007 cta Bo truéng Bd Khoa hoc va Céng nghé

va cac quy dinh cla phap luat.

2. Kiém tra déi v&i chat x ly bot

Viéc kiém tra chét lwong, vé sinh an toan déi véi cac chat xt ly bot phai thwe hién theo cac quy dinh
clia phép luat.

IV. TRACH NHIEM CUA TO CHUC, CA NHAN

1. T chirc, ca nhan phai cong bd hop quy phu hop véi cac quy dinh k§ thuat tai Quy chudn nay,
dang ky ban coéng b hop quy tai Cuc An toan vé sinh thwc pham va bdo dam chét lwong, vé sinh an

toan theo dung nodi dung da cong bé.

2. T6 chire, ca nhan chi dwoc nhap khau, xuat khau, san xuét, budn ban va s dung cac chat x ly
bot sau khi hoan tat dang ky ban céng bd hop quy va bdo ddm chat lwong, vé sinh an toan, ghi nhan
phu hop v&i cac quy dinh clia phap luat.

V. TO CHU'C THYC HIEN

1. Giao Cuc An toan vé sinh thwe phdm cha tri, phdi hop véi cac co quan chirc ndng cé lién quan

hwéng dan trién khai va té chirc viéc thwe hién Quy chuan nay.

2. C&n c vao yéu cau quan ly, Cuc An toan vé sinh thwc pham cé trach nhiém kién nghi Bo Y té stra
ddi, bd sung Quy chuan nay.
3. Trwong hop hwéng dan clha québc té vé phwong phap thtr va cac quy dinh cta phap luat vién dan

trong Quy chuan nay dwoc stra ddi, bd sung hodc thay thé thi 4p dung theo van ban méi.



PHU LUC

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI AZODICARBONAMID

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
Céng thirc ciu tao

Khéi lwong phan to
3. Cam quan

4. Chrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Do néng chay

Oxy ho&

CO2

5.2. Do tinh khiét

Azobisformamide;

INS 927a

Azodicarbonamid, diamid cla acid azodicarboxylic
: 0 0
H.___- 1] T H
¢ ZM=C=PN=N-C-N:
H H
116,08

B6t tinh thé mau vang dén dé cam, khéng mui

Chét xt ly bot

Khéng tan trong nwéc, khéng tan trong ethanol; it tan trong dimethyl sulfoxid
Phan huy hoan toan & nhiét d6 I&n hon 1800C

Phai c6 phan &ng oxy héa dac trwng (gidi phéng iod tir dung dich Kl trong
modi trwong acid H2SO4 10 %)

Phai c6 phan &ng dac trwng clia carbon dioxyd.

Gidm khéi lwong khi sdyKhéng dwoc qua 0,5% (nhiét dd sdy 500C trong 2 gid, 4p suét chan khong).

kho

pH

Tro sulfat
Chi

5.3. Ham lwgng

6. Phwong phap thir

6.1. Pinh tinh

Khoéng dwoc nhé hon 5,0 (tao hdn dich theo ty 1& 1 : 50 bang cach cho 2 g

mau vao 100 ml nwéc va khudy manh bang may khudy trong 5 phat).
Khéng dwoc qua 0,15% (LAy 1,5 g mau, thir theo phwong phap 1)
Khéng dwoc quéa 2,0 mg/kg.

Khéng dwoc nhd hon 98,6% ; ham lwong nitrogen tinh theo chat khd khong

dwoc nhd hon 47,2% va khéng dwoc quéa 48,7%



COo2

6.2. D6 tinh khiét

Chi

6.3. Binh lvgng

Bun néng 10 mg mau trong mét chén sir. Dung diia thuy tinh 14y mét giot

dung dich Ba(OH)2 ho 1én trén mau thir, giot thudc thr tré nén duc trang.

- Thir theo JECFA monograph 1 - Vol.4.

- Xac dinh bang k§ thuat quang phé hap thu nguyén t& thich hop cho ham
lwong quy dinh. Lwa chon c¢& mau th(r va phwong phap chuén bi mau dwa
trén nguyén tac cta phwong phap mé ta trong JECFA monograph 1 - Vol.4

phan cac phwong phap phan tich cong cu.

Dinh lwgng azodicarbonamid bang phwong phap chuén do:

Can chinh x&c 225 mg mau (trwéc dé da dwoc sdy khd trong ti sdy chan
khéng & nhiét do 500C trong 2 gi®) cho vao binh tam giac thuy tinh t6i mau
c6 nat day dung tich 250 ml. Thém vao d6 23 ml dimethyl sulfoxid, rira hoan
toan mau xudng phia dwdi bdng dung mdi, day nap binh va trang miéng
binh bang 2 ml dung méi. Thinh thoang lac cho déu dung dich sau dé néi
Idng nut day dé phan dung dich dinh & trén chady vao trong binh va rira mau
da dwoc hoa tan trong dung dich. Thém 5 g Kl va 15 ml nwéc, ngay 1ap tic
dung pipet cho 10 ml HCI 0,5 N vao trong binh va day nat binh that nhanh.
L&c déu cho dén khi KI dwoc hoa tan va dé yén tlr 20 — 25 phut trong diéu
kién khdng cé anh sang. Chuan dd iod dwoc gidi phdng béng dung dich natri
thiosulfat 0,1N cho dén khi mat mau vang. Chuén do tiép véi natri thiosulfat
néu c6 mau vang xuét hién trong 15 phat. Thuc hién xac dinh dbéi véi mau
trang véi dung dich c6 chira 25 ml dimethyl sulfoxid, 5 g K, 15 ml nwéc va 5
ml HCI 0,5N va hiéu chinh néu can thiét. M&i ml dung dich Na2S203 0,1N
twong rng véi 5,804 mg C2H4N402.

Dinh lwong nitrogen bang phwong phap Kjeldahl:

Can chinh xac 50 mg mau (trwéc d6 da dwoc sdy khd trong td sdy chan
khéng & nhiét d6 500C trong thdi gian 2 gi®?) cho vao binh Kjeldahl thé tich
100 ml, thém vao 3 ml acid hydriodic (ndng d6 tdi thiéu 57%), dun trong thoi
gian 75 phat va bd sung thém nwéc néu can dé duy tri dung thé tich ban
d3u. Tang nhiét & giai doan cudi cla qua trinh dun va tiép tuc dun cho dén
khi thé tich trong binh gidm con mét nva. Lam ngudi & nhiét d6 phong, thém
vao 1,5 g K2S04 va 3 ml nwéc. Thém cén than 4,5 ml H2SO4 dam dac va
gia nhiét cho dén khi iod khéng bay ra nira. P& ngudi va rira thanh binh
béng nwéc, gia nhiét dén khi hoa than va lai 1am ngudi & nhiét d6 phong.

Thém 40 mg thuy ngan (I1) oxyd vao binh chtra than va gia nhiét cho dén khi



mau cua dung dich tré thanh mau vang nhat, lam ngudi, rira thanh binh
bang mét vai ml nwéc va dun hdn hop trong thdi gian 3 gid. Lam ngudi va
thém vao 20 ml nwéc khdng chva amoniac, 16 ml dung dich NaOH 50%, 5
ml dung dich Na2S203 44%. L&p binh véi bd phan chwng cét va cét, hirng
dich cét vao 10 ml dung dich acid boric 4%. Thém vai giot thubc thir dd
methyl - xanh methylen TS va chuan dé bang acid H2S04 0,05N. Thyc hién
xac dinh d6i v&i mau trdng. M&i ml acid H2SO4 0,05N twong (rng véi 0,7004

mg nitrogen.
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L&i néi dau
QCVN 4- :2010/BYT do Ban soan thao quy chuén ky thuat quéc gia vé Phu gia thwc pham va chat hé

tro' ché bién bién soan, Cuc An toan vé sinh thwc phdm trinh duyét va dwoc ban hanh theo Théng tw
s6 ..../2010/TT-BYT ngay .... thang .... ndm 2010 cla Bo trwdng BO Y té.



QUY CHUAN KY THUAT QUOC GIA VE PHU GIA THWYC PHAM -
CHAT BON

NATIONAL TECHNICAL REGULATION ON FOOD ADDITIVE — BULKING AGENT
I. QUY DINH CHUNG
1. Pham vi diéu chinh

Quy chuan k¥ thuat quéc gia (sau day goi tat 1a Quy chuan) nay quy dinh cac yéu ciu ky thuat va
quén ly vé chat lwong, vé sinh an toan déi véi cac chat don dwoc siv dung véi muc dich lam phu gia

thwe pham.
2. béi twong 4p dung
Quy chuan nay ap dung dbi véi:

2.1. T6 chirc, cd nhan nhap khau, xuat khiu, san xuét, budn ban va s dung cac chat dén lam phu

gia thwec phdm (sau day goi tat la td chirc, ca nhan).

2.2. Co quan quan ly nha nwéc cé lién quan.

3. Giai thich tlr ngi va chiy viét tat:

3.1. Chét don: la phu gia thwc pham dwoc bd sung vao thanh phan chinh cta thuwc pham véi gia tri
nang lwong khong dang ké.

3.2. JECFA monograph 1 - Vol. 4 (JECFA monographs 1 - Combined compendium of food additive
specifications; Joint FAO/WHO expert committee on food additives; Volume 4 - Analytical methods,
test procedures and laboratory solutions used by and referenced in the food additive specifications;
FAO, 2006): Cac yéu cau k¥ thuat déi véi phu gia thwe phdm, Tap 4 Cac phwong phap phan tich, quy
trinh thtr nghiém, dung dich th& nghiém dwoc st dung (ho&c tham chiéu) trong yéu cau ky thuat dbi
v&i phu gia thwe phdm; JECFA bién soan; FAO ban hanh nam 2006.

3.3. Ma sd C.A.S (Chemical Abstracts Service): Ma sé dang ky héa chét cta Hiép hdi Hoa chat Hoa
Ky.

3.4. TS (test solution): Dung dich thudc thir.

3.5. ADI (Acceptable daily intake): Lwong &n vao hang ngay chap nhan dworc.

3.6. INS (International numbering system): Hé théng ma sb quéc té vé phu gia thwc phadm.

Il. YEU CAU KY THUAT, PHWONG PHAP THU VA LAY MAU

1. Yéu cau k¥ thuat va phwong phap thtr déi véi cac chat don dwoc quy dinh tai cac phu luc ban hanh

kém theo Quy chuan nay nhw sau:
1.1. Phu luc 1: Yéu cau k¥ thuat va phwong phap thir déi véi celulose vi tinh thé

1.2. Phu luc 2: Yéu cau k¥ thuat va phwong phap thtr déi véi sap carnauba



1.3. Phu luc 3: Yéu cau ky thuat va phwong phap thir dbi véi natri alginat

2. CAc yéu cau k¥ thuat quy dinh trong Quy chuan nay duoc thir theo JECFA monograph 1 - Vol. 4,
ngoai trr mot sd phép thd rieng dwoc md ta trong cac phu luc. Cac phwong phap thtr dwoc hwéng
dan trong Quy chuan nay khong bét budc phai ap dung, cé thé s& dung cac phwong phap thir khac
twong dwong.

3. LAy mau theo huwéng dan tai Thong tw 16/2009/TT-BKHCN ngay 02 thang 6 ndm 2009 cla Bo
Khoa hoc va Céng nghé vé hwdng dan kiém tra nha nuwéc vé chat lwgng hang hoa lwu théng trén thi

trdng va cac quy dinh khac cta phap luat co lién quan.

ll. YEU CAU QUAN LY

1. Céng bd hop quy

1.1. CAc chat don phai dwoc cdng bd phi hop véi cac quy dinh tai Quy chuan nay.

1.2. Phuong thire, trinh tw, tha tuc céng bd hop quy duoc thuc hién theo Quy dinh vé ching nhan
hop chudn, chirng nhan hop quy va céng bé hop chuan, cdng bd hop quy ban hanh kém theo Quyét
dinh sé 24/2007/QD-BKHCN ngay 28 thang 9 ndm 2007 cta Bo truéng Bd Khoa hoc va Céng nghé

va cac quy dinh cla phap luat.

2. Kiém tra déi v&i chat don

Viéc kiém tra chat lwong, vé sinh an toan dbi véi cac chat don phai thwe hién theo cac quy dinh cla
phap luat.

IV. TRACH NHIEM CUA TO CHUC, CA NHAN

1. T chirc, ca nhan phai cong bd hop quy phu hop véi cac quy dinh k§ thuat tai Quy chudn nay,
dang ky ban coéng bb hop quy tai Cuc An toan vé sinh thwc pham va bdo dam chét lwong, vé sinh an

toan theo dung ndi dung da cong bé.

2. T chirc, ca nhan chi dwoc nhap khau, xuét khau, san xuét, bubn ban va s dung cac chét don
sau khi hoan tat dang ky ban céng bd hop quy va bdo ddm chét lwong, vé sinh an toan, ghi nhan phu
hop véi cac quy dinh cla phap luat.

V. TO CHU'C THYC HIEN

1. Giao Cuc An toan vé sinh thwe phdm cha tri, phdi hop véi cac co quan chirc ndng c6 lién quan
hwéng dan trién khai va té chire viéc thwe hién Quy chuan nay.

2. C&n c vao yéu cau quan ly, Cuc An toan vé sinh thwc pham cé trach nhiém kién nghi Bo Y té stra
ddi, bd sung Quy chuan nay.

3. Trwdng hop hwéng dan clha québc té vé phwong phap thtr va cac quy dinh cta phép luat vién dan

trong Quy chuén nay dwoc stra ddi, bd sung hodc thay thé thi 4p dung theo van ban méi.



PHU LUC 1

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI CELULOSE VI TINH THE

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc
Ma s6 C.A.S.
Coéng thirc hda hoc
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Hap thu hdng ngoai

Tao huyén phu

5.2. Do tinh khiét

Giam khéi lwgng khi lam kho

pH

Céc chét tan trong nuéc

Tro sulfat
Tinh b6t
Chi

5.3. Ham lwgng

Mycrocrystalline cellulose; Cellulose gel;
INS 460
ADI khdng gidi han.

Celulose tinh khiét, dwoc cat mach mot phan bang cach x ly alpha-
celulose, thu dwoc nhw mét khéi bot nhéo tiv cac nguyén liéu thue vat
dang sgi xt ly v&i cac acid vé co. D6 polyme hda thwdng nhd hon 400.

Khéng qué 10% tiéu phan c6 dwdng kinh nhé hon 5 um.

Celulose

9004-34-6

(C6H1005)n

Bot tinh thé tron chay, min, mau trdng hodc gan nhw trdng, khéng mui.

Chéat don, chat nhii héa, chét én dinh, chat chéng déng von, tac nhan

phén tan.

Khéng tan trong nwéc, ethanol, ether va cac acid voé co loang. it tan

trong dung dich natri hydroxyd.

Phb hép thu hdng ngoai cia mau thtr phan tan trong kali bromid phai

twong (rng v&i phd hdng ngoai dudi day.

Phai c6 phan (rng tao huyén phu dac trwng

Khong dwoc qua 7,0 %. (sdy tai 105°C, trong 3 gi®).
50-75

Khéng dwoc qué 0,24 %.

Khéng dwoc qué 0,05 %.

Khéng phat hién.

Khéng dwoc quéa 2,0 mg/kg.

Khong thap hon 97% carbohydrat, tinh theo celulose trén ché phdm kha.



6. Phwong phap thir
6.1. Binh tinh

Tao huyén phu

6.2. D6 tinh khiét

pH

Céc chét tan trong nuéc

Tro sulfat

Tinh b6t

Chi

6.3. Binh lvong

Tron 30 g mau thd véi 270 ml nwéde trong may tron téc do cao (18.000
vong/phut) trong 5 phit. Chuyén 100 ml hén hop vao éng dong chia do
dung tich 100 ml, d& yén trong 3 gi&. Thu dwoc mét huyén phu trang,

duc, khéng c6 bot, huyén phii nay sau d6 phan 16p .

Lac 5 g mau tht v&i 40 ml nwéce trong 20 phat va dem ly thm. Xac dinh

pH ctia phan dung dich phia trén.

Lac 5 g mau th&r véi khodng 80 ml nwéc trong 10 phat, loc qua gidy loc
Whatman No.42 hodc gidy loc twong duong, thu dich loc vao binh da
can bi, rira phan con lai trén gidy loc bang 20 ml nwéc va dun céach thay
dén kho. Say khd & nhiét d6 105°C trong 1 gidr, lam ngudi, can va tinh %

khéi lwong.
Thi theo JECFA monograph 1 - Vol.4 - Phwong phéap 1, (can 10 g m&u).

Thém vai giot dung dich iod (TS) vao 20 ml huyén phu thu dwoc tir phép
ther dinh tinh tinh bot, trén déu. Khéng duwgc phép xuét hién mau tim

xanh hodac mau xanh.
- Thtr theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phd hap thu nguyén t& thich hop cho
ham lwong quy dinh. Lwa chon ¢& mau thir va phwong phap chuan bi
mau dua trén nguyén tdc cla phuwong phap mé ta trong JECFA

monograph 1 - Vol.4 phan cac phwong phap phan tich céng cu.

Can khoang 125 mg (chinh xac dén mg) mau thir, chuyén vao binh nén
300 ml bang khoédng 25 ml nwéc. Thém 50,0 ml kali dicromat 0,5 N vao
va trén déu. Can than thém 100 ml acid sulfuric va dun dén séi. Ly dung
dich ra, d& & nhiét dd phong trong 15 phut va lam mat béng cach ngam
trong bé diéu nhiét. Chuyén dung dich thu dwoc vao binh dinh mirc 250
ml. Rta binh nén bang nwéc céat, gdp dich rira vao binh dinh mc va
pha lodng gan t&i vach bang nuéc. Doi nhiét do cta binh dinh mirc dat
t&i nhiét dd phong (25°C), sau dé dinh mirc t¢i vach bdng nwéc va lac
déu. Chuan dd 50 ml dung dich thu dwoc véi dung dich sat (II) amoni
sulfat 0,1N, st dung 2 dén 3 giot dung dich ortho-phenanthrolin (TS) lam

chi thi va ghi lai thé tich da st dung (S) ml. Tién lam mau trdng song
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PHU LUC 2

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI SAP CARNAUBA

1. Tén khac, chi sbé

2. Binh nghia

Ma s6 C.A.S.

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

Po6 tan

Khoéng néng chay
5.2. Do tinh khiét
Chi s6 acid

Chi sb xa phong héa

Chi sé ester

INS 903
ADI = 0-7 mg/kg

Sap tinh luyén thu dwogc tr la cla cay co nhiét d&i Brazil Copernicia
cerifera (Arruda) Mart. [syn. C. purnifera (Muell.)]; 1& hén hop cta mét sé

hop chéat hoias hoc, chi yéu l1a cac ester, vi du nhu:

- Céac ester mach thang (Ester gitra cac acid mach thang c6 mach carbon
chén tr C24 dén C28 va cac rwou mach thdng c6 mach carbon chdn tw
C30 dén C34).

- Céc ester alpha-hydroxy (Ester gitra cac hydroxyl acid mach thang c6
mach carbon chdn tir C22 dén C28, céc acid mach thdng c6 mach carbon
chén tlr C24 dén C28, va cac rugu don chirc mach thdng c6 mach carbon
chén tr C24 dén C34 va ruou diol mach thdng c6 mach carbon chdn tw
C24 dén C34).

- Cac Diester cinnamic aliphatic (Ester gilra acid p-methoxy cinnamic va

céac rwou diol mach thdng cé mach carbon chan tir C24 dén C34).

Ngoai ra ché phdm ciing chiva cac acid tw do (cac acid mach thang c6
mach carbon chdn t¢r C22 dén C28), cac rwou ty do (cac rwou mach
thdng c6 mach carbon chdn tir C30 dén C34), cac hydrocarbon (mach

thdng c6 mach carbon & tr C27 dén C31) va nhya.
8015-86-9
Dang ran, ctrng, ron mau vang nhat dén nau sang, cé vét nit trong.

Chét lam béng, chat don, chéat didu chinh dd acid, chat mang.

Khéng tan trong nwéc, it tan trong ethanol sbi va tan trong ether.

800C - 860C

T2 dén7.
T 78 dén 95.

Tw 71 dén 93.



Tro sulfat

Chi sb ester thu dwoc khi lay gia tri chi s& xa phong hoéa triy di gia tri chi sb

acid.

Khong dwoc qua 0,25 % (kl/kl).

Céc chat khong xa phong héa Tt 50% dén 55%.

Chi
6. Phwong phap thir
6.1. Do tinh khiét

Tro sulfat

Khong dwoc qua 2,0 mg/kg.

Can 2 g mau thir vao médt chén st hodc dia platin da xac dinh trong lwong
bi, dun trén Ira dén khi hoi bay ra khéng con mui hang. Nung theo huéng
dan tai huyén luan xac dinh tro sulfat, phwong phap | - JECFA monograph
1-Vol.4).

Céc chét khéng xa phong héa Can 5 g mau thtr, chinh xac dén mg, cho vao binh dung tich 250 ml thém

vao cbc dung dich gdm 2g kali hydroxyd trong 40 ml ethanol, dun héi lwu
(s6i nhe) trong khodng 1 gi®& hodc dén khi quéa trinh xa phong héa xay ra
hoan toan. Sau khi két thic dun héi lwu, chuyén hén hop trong binh va
mot phéu chiét cé nat thay tinh dai khodng 30 cm, dwéng kinh 3,5 cm va
c6 chia vach thé tich (& 40,80 va 130 ml). Trang binh cat bang cén, gop
dich trang vao phéu chiét, sao cho di 40 ml; tiép tuc trang binh béng nuwéc
cat néng, nwéc cat lanh, gop dich trang vao phéu chiét sao cho dat
khoang 80 ml; cudi cung trang binh c4t bang vai ml ether dau héa, gop
dich trang vao phéu chiét, lam mat phéu chiét va dich trong phéu vé nhiét
dod phong, thém 50 ml ether dau héa. Day nat phéu chiét va lac déu trong
it nhat 1 phat, dé tach I&p hén hop dén khi hén hop trong phéu chiét tach
thanh 2 16p, trong. Gan lay I&p ether phia trén vao phéu chiét 500 ml (cha
y khong dé 1an 16p dich phia dwéi). Lap lai 6 lan qua trinh chiét nhw trén
véi lop dich nwéc, mbi 1an véi 50 ml ether dau héa, gop cac dich chiét
ether dau hdéa vao phéu chiét 500 ml. Rira dich chiét ether dau hda trong
phéu chiét 500 ml nhiéu I&n, méi lan véi 25 ml ethanol 10%, lac déu, rira
cho dén khi dich rra cén trung tinh véi phenolphtalein, loai bd dich rra
cén. Cho dich ether dau héa da rira vao céc da xac dinh trong lwong bi,
rira phéu chiét badng 10 ml ether, gdp dich r&ra nay vao céc dwng dich
ether diu héa. Cho bay hoi hén hop trong céc dén khé trén hoi nuwéc cla
bé cach thay. Say khd cdn dén khéi lwong khong déi tai 750C dén 800C
trong chan khéng khéng qua 200 mmHg hoc tai 1000C trong 30 phut. Dé
ngudi trong trong binh hat &m, can khéi lwong cén con lai (cac chat khong

xa phong héa).



Chi

Hoa tan can trong 50 ml ethanol trung tinh 4m va chuan d6 véi natri
hydroxyd 0,02N, s dung chi thj la phenolphtalein. M&i ml natri hydroxyd
0,02N twong dwong véi 5,659 mg acid béo, tinh theo acid oleic.

Hiéu chinh két qua: L4y khéi lwong cén thu dwoc trir di khéi lwong acid
béo thu dwoc khdi lwgng chinh xac cac chat khéng xa phong héa trong
mau thip.

- Thir theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho ham
lwong quy dinh. Lwa chon ¢& mau thtr va phwong phap chuén bi mau dwa
trén nguyén tic cta phwong phap mé ta trong JECFA monograph 1 -

Vol.4 phan cac phwong phap phan tich cdng cu.



PHU LUC 3

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOI NATRI ALGINAT

1. Tén khac, chi sbé

2. Binh nghia
Ma sbé C.A.S.
Coéng thirc hda hoc

Céng thirc ciu tao

Khéi lwong phan to

3. Cam quan
4. Chirc nang
5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Tao két tia véi calci clorid

Tao két tda véi amoni sulfat

Alginat

Natri

5.2. Do tinh khiét

Giam khéi lwong khi sdy kho

Chét khéng tan trong nwéc

INS 401
ADI khong gidi han

Mudi natri cta acid alginic

\ COONx
o :
N
- m o’ \

- _6_ \r -

U] A , 0H sums

HO >4 l C00M xford
— G(Cy) G(1Cy) M(*C)) M(*C)) G

o-1,4 oc-1,4 5-14 B-1,4

Sé lwong va trinh tw cGia cAc phan mannuronat va gluconat cé thé thay déi

trong alginat tw nhién. Céng thirc trén chwa thé hién sw két hop véi nuéc.
Don vi cau tric : 198,11 (ly thuyét); 222 (trung binh trén thuc té).

Dai phan t&r: 10000-600000 (trung binh théng thudng)

Dang hat, bot hodc soi manh mau trdng dén vang nau.

Chét don, chat 6n dinh, chat 1am day, chat tao gel, chat nhii héa

Tan cham trong nwéc, tao ra dung dich nhét. Khéng tan trong ethanol va

ether.

Phai c6 phan (rng két tiia d&c trwng véi calci clorid.

Phai c6 phan (rng két tiia d&c trwng véi amoni sulfat.

Phai c6 phan &ng dac trwng cla alginat.

Phai c6 phan rng dac triwng cla natri.

Khéng dwoc qua 15% (Say tai 1050C trong 4 gid).

Khéng dwoc qua 2% tinh theo ché phadm khé.



Arsen

Chi

5.3. Y&u cau vé vi sinh vat

Téng sb vi sinh vat hiéu khi

Khong dwoc qua 3,0 mg/kg.

Khong dwoc qua 5,0 mg/kg.

Khéng dwoc qua 5000 khuén lac/g.

Téng sé bao t&r ndm men-Khoéng duoc quéa 500 khuén lac/g

méc
Coliforms Am tinh
Salmonella Am tinh
5.3. Ham lwong Ché pham khan chira khéng thdp hon 18,0% va khéng dwoc qué 21,0%
(C6H7NaO6)Nn CO2 twong dwong véi khdng thap hon 90,8% va khéng duwoc qua 106,0%

6. Phwong phap thir
6.1. Dinh tinh

Tao két tia véi calci clorid

Tao két tda véi amoni sulfat

Alginat
Natri
6.2. Do tinh khiét

Chét khong tan trong nuéc

natri alginat (C6H7NaO6)n.

Thém dung dich calci clorid 2,5% vao dich thir 1a dung dich méau th&r 0,5%
trong dung dich natri hydroxyd (TS), vé&i thé tich bang 1/5 thé tich dich thce.
Xuét hién tda khéi I&n dang keo. Phép thir nay phan biét calci alginat v&i
gbm arabic, natri carboxymethyl celulose, carragenan, gelatin, gém ghatti,

gbm karaya, gbm carob bean, methyl celulose, gém tragacanth.

Thém dung dich amoni sulfat b4o hoa vao dich thr 1a dung dich m4u tha
0,5% trong dung dich natri hydroxyd (TS), véi thé tich bang 1/2 thé tich
dich thtr. Khong dwoc xuét hién tia. Phép thtr nay phan biét calci alginat
v&i thach, natri carboxymethyl celulose, carragenan, pectin de-este héa,

gelatin, gébm carob bean, methyl celulose va tinh bot.
Thir theo JECFA monograph 1 - Vol.4.

Thir theo JECFA monograph 1 - Vol.4.

Can 2 g (chinh xac dén 0,1 mg) mau, hoa vao 800 ml nwéc trong binh
2000 ml. Trung hoda t&i pH 7 bang dung dich natri hydroxyd (TS) va thém
dw 3 ml. Thém 40 ml dung dich hydro peroxyd 30% (kl/kl), day binh va dun
trong khodng 1 gi®, khudy thwong xuyén. Loc néng qua mot chén loc
Gooch ¢6 mang loc bing xo thdy tinh da can bi (2,4 cm, No 934 AH,
Reeve Angel & Co, Clifton, N.Y., USA hodc twong dwong). Néu qua trinh



Arsen

Chi

6.3. C4c yéu cau vé VSV

Téng sé vi sinh vat hiéu khi

6.2. Binh lvgng

loc bi cham do dung dich mau c6 dd nhét cao, dun s6i dén khi do nhot
gidm dén muic c6 thé loc dwoc. Rira ki chén loc bang nwéc néng, say
chén loc va phan chat khéng tan tai 1050 trong 1 gi®, d& ngudi va can.

Tinh ham lwong % cda phan chéat khong tan da sy kho.

Thir theo JECFA monograph 1 - Vol.4. phwong phap Il

- Thir theo JECFA monograph 1 - Vol.4.

- X&c dinh bang ky thuat quang phé hap thu nguyén t& thich hop cho ham
lwong quy dinh. Lwa chon ¢& mau thtr va phwong phap chuén bi mau dwa

trén nguyén tic cta phwong phap md ta trong JECFA monograph 1 -

Vol.4 phan cac phwong phap phan tich cdng cu.

Ban dau chuan bi dam d6 pha lodng gbc 10-1 bang cach thém 50g mau
vao 450ml dung dich pha lodng dém phosphat Butterfield va ddng nhét

mau bang may tron tbc do cao.

Tién hanh theo hwéng dan trong chuyén luan Xac dinh carbon dioxyd

béng phuong phap decarboxyl héa tai JECFA monograph 1 - Vol.4.

M&i ml natri hydroxyd 0,25 N s&r dung twong dwong véi 5,5 mg carbon

dioxyd hoac 27,75 mg natri alginat (twong dwong khéi lwong 222).



CONG HOA XA HOI CHU NGHIA VIET NAM

QCVN 4 - 17: 2010/BYT

QUY CHUAN KY THUAT QUOC GIA

VE PHU GIA THU'C PHAM - CHAT KHi bAY

National technical regulation on Food Additive — Propellant

HA NOI - 2010



L&i néi dau
QCVN 4- :2010/BYT do Ban soan thao quy chuén ky thuat quéc gia vé Phu gia thwc pham va chat hé

tro' ché bién bién soan, Cuc An toan vé sinh thwc phdm trinh duyét va dwoc ban hanh theo Théng tw
s6 ..../2010/TT-BYT ngay .... thang .... ndm 2010 cla Bo trwdng BO Y té.



QUY CHUAN KY THUAT QUOC GIA VE PHU GIA THWYC PHAM -
CHAT KHi BPAY

NATIONAL TECHNICAL REGULATION ON FOOD ADDITIVE — PROPELLANT
I. QUY DINH CHUNG
1. Pham vi diéu chinh

Quy chuan k¥ thuat quéc gia (sau day goi tat 1a Quy chuan) nay quy dinh cac yéu ciu ky thuat va
quén ly vé chat lwong, vé sinh an toan dbéi véi cac chéat khi day dwoc st dung véi muc dich lam phu

gia thwc pham.
2. béi twong 4p dung
Quy chuan nay ap dung dbi véi:

2.1. T6 chire, c& nhan nhap khau, xuat khau, san xuét, budn ban va st dung cac chét khi day lam

phu gia thwc phdm (sau day goi tét 1a td chirc, ca nhan).

2.2. Co quan quan ly nha nwéc cé lién quan.

3. Giai thich tlr ngi va chiy viét tat:

3.1. Chét khi day: & phu gia thwc phdm dang khi dwoc cho vao thwc pham.

3.2. JECFA monograph 1 - Vol. 4 (JECFA monographs 1 - Combined compendium of food additive
specifications; Joint FAO/WHO expert committee on food additives; Volume 4 - Analytical methods,
test procedures and laboratory solutions used by and referenced in the food additive specifications;
FAO, 2006): Cac yéu cau k¥ thuat déi véi phu gia thwe phdm, Tap 4 Cac phwong phap phan tich, quy
trinh tht nghiém, dung dich thtr nghiém dwoc st dung (ho&c tham chiéu) trong yéu cau ky thuat dbi
v&i phu gia thwe phdm; JECFA bién soan; FAO ban hanh nam 2006.

3.3. Ma sd C.A.S (Chemical Abstracts Service): Ma sé dang ky héa chét cta Hiép hdi Hoa chat Hoa
Ky.

3.4. TS (test solution): Dung dich thudc thir.

3.5. ADI (Acceptable daily intake): Lwong &n vao hang ngay chap nhan dworc.

3.6. INS (International numbering system): Hé théng ma sb quéc té vé phu gia thwc phadm.

Il. YEU CAU KY THUAT, PHPONG PHAP THU VA LAY MAU

1. Yéu cau ky thuat va phwong phap thtr ddi véi cac chat khi day dwoc quy dinh tai cac phu luc ban

hanh kém theo Quy chuén nay nhu sau:
1.1. Phu luc 1: Yéu cau k¥ thuat va phwong phap thir di véi khi nitrogen

1.2. Phu luc 2: Yéu cau k¥ thuat va phwong phap thtr déi véi khi nitrogen oxyd



2. CAc yéu cau k¥ thuat quy dinh trong Quy chuan nay duoc thir theo JECFA monograph 1 - Vol. 4,
ngoai trr mot sd phép thd rieng dwoc md té trong cac phu luc. Cac phwong phap thtr dwoc huwéng
dan trong Quy chuan nay khong bét budc phai ap dung, cé thé s& dung cac phwong phap thir khac

twong dwong.

3. LAy mau theo huwéng dan tai Thong tw 16/2009/TT-BKHCN ngay 02 thang 6 ndm 2009 cla Bo
Khoa hoc va Céng nghé vé hwdng dan kiém tra nha nwéc vé chat lwgng hang hoa lwu théng trén thi

tridng va cac quy dinh khac cta phap luat co lién quan.

ll. YEU CAU QUAN LY

1. Céng bd hop quy

1.1. CAc chat khi day phai dwoc cong bd phu hop véi cac quy dinh tai Quy chuén nay.

1.2. Phuong thire, trinh tw, tha tuc céng bd hop quy duoc thuc hién theo Quy dinh vé chirng nhan
hop chudn, chirng nhan hop quy va céng bé hop chuan, cong bd hop quy ban hanh kém theo Quyét
dinh sé 24/2007/QD-BKHCN ngay 28 thang 9 ndm 2007 cta Bo truéng Bd Khoa hoc va Céng nghé

va cac quy dinh cla phap luat.

2. Kiém tra dbi voi chat khi day

Viéc kiém tra chét lwong, vé sinh an toan dbi véi cac chét khi ddy phai thuc hién theo cac quy dinh
clia phép luat.

IV. TRACH NHIEM CUA TO CHUC, CA NHAN

1. T chirc, ca nhan phai cong bd hop quy phu hop véi cac quy dinh k§ thuat tai Quy chudn nay,
dang ky ban cong b hop quy tai Cuc An toan vé sinh thwc pham va bdo dam chét lwong, vé sinh an

toan theo dung ndi dung da cong bé.

2. T chire, c& nhan chi dwoc nhap khau, xuat khau, san xuét, budn ban va s dung cac chat khi day
sau khi hoan tat dang ky ban céng bd hop quy va bdo ddm chét lwong, vé sinh an toan, ghi nhan phu
hop véi cac quy dinh cla phap luat.

V. TO CHU'C THYC HIEN

1. Giao Cuc An toan vé sinh thwe phdm cha tri, phdi hop véi cac co quan chirc ndng cé lién quan
hwéng dan trién khai va té chire viéc thwe hién Quy chuan nay.

2. C&n c vao yéu cau quan ly, Cuc An toan vé sinh thwc pham cé trach nhiém kién nghi Bo Y té stra
ddi, bd sung Quy chuan nay.

3. Trwdng hop hwéng dan clha québc té vé phwong phap thtr va cac quy dinh cta phép luat vién dan

trong Quy chuén nay dwoc stra ddi, bd sung hodc thay thé thi 4p dung theo van ban méi.



PHU LUC 1

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KHi NITROGEN

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
Khéi lwong phan to
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

Tht ngon Itra

5.2. D tinh khiét

Oxygen

Carbon monoxyd
5.3. Ham luong

6. Phwong phap thir
6.1.D0 tinh khiét

Oxygen

Nitrogen
INS 941
ADI khong gidi han

Chuyén luan nay dinh nghia Nitrogen véi ham lwong oxygen tbi da la
1%, chi pht hop véi moét sé dbi twong thwe phdm. Mot sé dbi twong thue
phadm khac yéu cau do tinh khiét cao hon (twong (rng véi ham lwong

oxygen thap hon).

Nitrogen

7727-37-9

N2

28,0

Khi hoac dang léng khéng mau, khéng mui.

Téac nhan lam lanh, chat khi day, khi dung trong bao géi

Ngon Ilra bi tat trong mai trwéng tao ra béi mau thir.

Theo hang san xuét céng bd, nhwng khéng dwoc qua 1% (tt/tt) (md ta

trong phan Phuong phéap thi).
Khéng dwoc qua 10 pl/l (md ta trong phan Phwong phap thiy).

Khong thap hon 99,0 % tt/tt.

S& dung thiét bj phan tich oxygen véi detector c6 khoang lam viéc tir O -
100 pl/l, gé&n véi mot pin dién héa. Mau khi thtr dwoc dan qua detector
dién hdéa chira dung dich léng, thwdng la dung dich kali hydroxyd.
Oxygen trong mau khi thir sé tao nén sy thay ddi tin hiéu dién. Sy thay
ddi nay dwoc ghi lai & diu ra cda pin dién héa va ty 1& véi ham lwong

oxygen.



Carbon monoxyd

6.2. Binh lvgng

Hiéu chuan lai thiét bi phan tich theo hwéng dan clta hang san xuét. St
dung bd diéu ap phu hop va cac éng kim loai khoéng ro khi (airtight) dé
dan khi chay qua thiét bj phan tich. Van hanh véi téc do dong khi da cho

dén khi dat dwoc tin hiéu 6n dinh.

Cho khodng 1050450 ml mau khi thir chay qua éng detector do carbon
monoxyd v&i téc dd khi dwoc chi dinh cho 6ng detector. Ham lwong
twong &ng v&i sy thay dbi tin hiéu thu dwoc khéng dwoc phép quéa 10

i,

X&c dinh bang sac ki khi vé&i cac diéu kién do nhw sau:
Cot tach:

vat liéu: thép khong ri

chiéu dai : 2m

dwdng kinh trong: 2 mm

chét nhdi cot: ray phan tl phu hop, c6 kha nang h&p thu cac phan ti c6

duwong kinh dén 0,5 nm.

Khi mang:

- Khi: heli (khéng thdp hon 99.995 % (v/v) He)
- Téc d6 dong khi: 40 ml/min

Detector: Detector dan nhiét

Injector: injector vong

Nhiét do coét: 50°C

Nhiét d6 detector: 130°C

Khi dbi chiéu (a): khong khi

Khi di chiéu (b): Nitrogen (khoéng thap hon 99.999 % (tt/tt) ctia N2, thap
hon 1 ppm CO, thap hon 5 ppm 02)

Tién hanh:

Bom khi déi chiéu (a). Diéu chinh thé tich bom va diéu kién do sao cho
chiéu cao ctia peak nitrogen trén séc dé chiém it nhat [a 35 % toan thang
ghi. Phép th&r sé khéng chinh xac néu sac dd khong tach dwoc rd rét

nitrogen va oxygen.

Bom mau thir va khi ddi chiéu (b). Peak chinh trong séc dé thu dwoc cla



mau thir phai c6 dién tich bang it nhat 1a 99,0% dién tich cta peak chinh

thu dwoc trong séc d6 cuta khi dbi chiéu (b).



PHU LUC 2

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VO'I KHi NITROGEN OXYD

1. Tén khac, chi sbé

2. Binh nghia

Tén hoéa hoc

Ma s6 C.A.S.

Coéng thirc hda hoc
Khéi lwong phan to
3. Mo ta

4. Chrc nang

5. Yéu cau ky thuat
5.1. Binh tinh

b6 tan

Tht ngon Itra

Thir Pyrogallol
5.2. D tinh khiét

Carbon monoxyd

Nitrogen oxyde, dinitrogen monoxyde,
INS 942

ADI khong gidi han

Dinitrogen monoxyd
10024-97-2

N20

44,01

Khi khéng mau, khéng mui.

Chét khi day, chat chéng oxi héa, khi dung trong bao géi, chat tao bot

1 thé tich m&u th&r hoa tan trong 1,5 thé tich nwéc (& 200C, 760 mm Hg)

G6 vun, nung néng khi tiép xdc véi nitrogen oxyd sé chay bung thanh ngon

ICra (phan biét v&i nitrogen).

Dat yéu cau (phan biét véi oxygen).

Khéng dwoc qua 10 pl/l.

Nitric oxyd va nitrogen dioxyd Khéng dwoc qua 5 pl/l.

Céac Halogen va hydrogenKhéng duoc qua 5 pl/l.

sulfid

Arsin and phosphin
5.3. Ham luong

6. Phwong phap thi

6.1. Pinh tinh

Dat yéu ciu.

Khéng thap hon 97,0 % (tt/tt).

Tht Pyrogallol L4y khodng 100 ml khi ther vao éng dung tich 100 ml, dau éng dwoc gan
khéa voi. M& khoéa voi, nhanh chéng thém vao d6 dung dich 500mg

pyrogallol / 2ml nwéc méi pha va dung dich 12 g kali hydroxyd/ 8 ml nwéc



6.2. D6 tinh khiét

Carbon monoxyd

m&i pha. Lap tirc dong khoéa voi lai, ldc déu. Khi thir khdng bi hap thu va
dung dich khéng chuyén thanh mau nau.

Cha y: V&i cac phép thir sau day, phai gitv binh khi thr tai nhiét d6 phong
it nhat 1a 6 gi®o trwdc khi tién hanh phép thir. Trong tat c& cac phép thir,
binh khi th& phai dwoc gitr thdng ding, khi chuyén khi, van khi ra phai
hwéng 1&n trén. Néu khong cé chi dan nao khac thi dan khi véi téc dd
khong d6i 1a 4 L/gio va tién hanh phép the hoac tinh toan két qua tham
chiéu véi khi & 20°C va 760 mm Hg.

Nguyén tac:

Tién hanh phép th& véi phan mau thir dau tién 14y ra ti binh khi. LAy 5 L
nitrogen oxyd dé thir va 5,0 L khéng khi khéng chira carbon monoxyd dé
lam m&u ching. Chénh léch thé tich dung dich natri thiosulfat 0,002 N

dung dé chuén dé trong 2 th& nghiém khéng dwoc qué 0,5 ml.

Thiét bi:

Thiét bi bao gdm céac phan dwoc néi thanh chudi nhu sau:

- Ong hinh ch@ U c6 chira silicagel khan nhéi trong crom trioxyd.

- Binh rira khi (loai dreschel) chira 100 dung dich kali hydroxyd 40% kl/tt.
- Ong hinh ch U dwng céac vién kali hydroxyd.

- Ong hinh chir U dwng phosphor pentoxyd phan tan trong da bot dang

vién nung chay.

- Ong dyng anhydrid iodic (1205) da két tinh lai, dang vién, da dwoc say
khé & 200°C va gitr & nhiét dd 120°C. Anhydrid iodic khan dwoc nhdi trong
dng dat trong cac cot chidu dai Iép anhydrid iodic 1& 1cm, cac I&p anhydrid
iodic cach nhau b&i phan bong thiy tinh day 1 cm sao cho téng chiéu dai
hiéu dung l1a 5 cm.

- Binh ¢6 chira 2 ml dung dich kali iodid (TS) va 3 giot dung dich hd tinh bét
(TS)

Tién hanh

Suc 5,0 L khong khi khéng chra carbon dioxyd qua thiét bi. Néu can, lam
méat mau xanh cta dung dich iod bang cach thém vao dé mét lwong téi
thiéu dung dich natri thiosulfat 0,002 N mé&i pha. Tiép tuc suc khi qua thiét

bi cho dén khi thé tich dung dich natri thiosulfat 0,002 N can dung khéng
I&n hon 0,045 ml, sau khi da suc 5 L khéng khi khdng chira carbon dioxyd.

Dan khi chay tir binh khi qua thiét bj do, v&i thé tich va tbc do dong khi



nhw da mé ta trong chuyén luan. Chuyén toan bd lwong vét iod tao thanh
vao binh phan &ng bang cach cho 1 L khéng khi khéng chra carbon
monoxyd chay qua thiét bi. Chuan dd lwong iod dwoc gidi phong bang
dung dich natri thiosulfat 0,002 N.

Tién hanh lam méu trdng song song, v&i khi khéng cé carbon monoxyd.
Hiéu thé tich natri thiosulfat 0,002 N can dung gitra 2 lan chuan dd khéng

dwoc Ién hon gidi han da cho trong cac chuyén luan.
Nitric oxyd va nitrogen dioxyd Nguyén tac:

Tién hanh phép thlr sau khi 5 L mau thr dung trong phép th& carbon
monoxyd da dwoc rat ra khéi binh khi. Dan khi chay qua dung dich chira
kali permanganat 2,5 % (kl/tt) va acid sulfuric 1,2 % (kl/tt) va chay vao éng
l4&y mau chan khéng c6 dung tich 1 L véi tbe d6 khi la 15,0 L/gie. Dan khi
cho dén khi &p suét trong 6ng dat dwoc 50 mm dwdi ap suét khi quyén, do
theo ap ké thuy ngan. Tinh thé tich khi & 20°C va 760 mm Hg.

Dung dich acid sulfanilic/naphthylendiamin (TS):

Dung dich I: Hoa tan 2 g acid sulfanilic (TS) vao hén hop 10 ml acid acetic

bang va 180 ml nwéec.

Dung dich 1I: Hoa tan 0,2 g naphthylendiamin dihydroclorid vao 10 ml dung
dich acid acetic bang 50% (tt/tt) dun néng nhe va pha lodng thanh 200 ml
bang nwéc.

Trén 9 thé tich dung dich | véi 1 thé tich dung dich Il

Tién hanh

Cho 20,0 ml dung dich acid sulfanilic /naphthylendiamin (TS) vao éng lay
mau béng cach nhung day éng vao dia chira hén hop va can than mé voi
khéa. Lac 6ng, sau d6 dé& yén trong 10 phat (thinh thodng ldc mot 1an).
Chuén bj dung dich déi chirng bang cach thém 0,25 ml dung dich natri nitrit
0.00308% (kl/tt) vao 20,0 ml dung dich acid sulfanilic /naphthylendiamin
(TS). Bo d6 hép thu quang cla I&p dung dich thu dwoc day 1 cm tai buédc
séng 550 nm va hiéu chinh két qua theo 1,0 L khi tai 20°C va 760 mmHg.

Do hap thu quang do dwoc & ther nghiém cuta 1,0 L mau thtr khéng dwoc
vwot qua gia tri twong rng ca dung dich déi chirng.

Cac halogen va hydrogen Cha y: Trong thir nghiém sau, phai dan khi vao mét binh thay tinh kin, day
sulfid phéng. Ong nay dwoc ndi véi (a) mot éng dan cé dwdng kinh trong 1 mm;

cach day binh 2 mm va (b) éng dan khi ra. Ong dan khi dwoc nhing ngap



Arsin va phosphin

6.3. Binh lvgng

trong thudc thir & do sau tir 12 dén 14 cm.

Cho 10,0 L mau khi thir chay qua 49 ml nwéc cé chivra 1 ml dung dich bac
nitrat (TS). Dung dich khéng bi sAm mau. Sau 5 phit, néu nhw dung dich bi
duc, c6 mau trang siva, dd duc cta dung dich khéng dwoc phép dam hon
dd duc cta cta hén hop gébm 1 ml dung dich bac nitrat (TS), 20 ml dung
dich clorid chuan (5 mg Cl/1L) va 0,15 ml acid nitric lodng (TS), dwoc pha

lo&ing bang nuwéc thanh 50 ml va dé yén trong 5 phat.

Dung dich DDC bac/Quinolin (TS): hoa tan 50 mg b6t min bac nitrat vao
100 ml quinolin va thém vao d6 0,2 g bac diethyldithiocarbamat. St dung

thudc thtr ngay sau khi pha.

Tién hanh: dan 10,0 L khi thr, téc dd 1,0 L/phat chay qua mét éng thay
tinh nhdi béng tAm dung dich chi acetat (TS) ¢6 dau suc khi hinh vom bang
thay tinh xép, dd x6p 100, vao mét édng cé dwong kinh trong khoang 2,5
cm, ¢6 chra 5 ml dung dich DDC bac/Quinolin (TS). Dau suc khi gan nhw
tiép xtc véi day cha 6ng. Mau cla dung dich DDC bac/Quinolin (TS) khéng
duoc thay dbi.

| buret c6
A) duoc

i V&I sinh
binh thay
tr 0 dén
99,5 dén

i v&i mot

duai 6ng
1g tich 60
Y (M). Voi

DPéng 3 voi khi lai va nhang éng sinh han vao nitrogen 16ng dén ngang
phan trén cta 6ng sinh han. Bang cach diéu chinh voi 2 chiéu va binh thay
ngan dong, tao mai trwéng ban chan khéng trong hé thiét bi véi 4p suét tay
y tr Po 50 dén 60 mm Hg (do chinh xac). Ap suat nay phai dwoc gir
khong ddi trong 10 phut dé hién thi réng thiét bj kin khi.

M& voi 2 chiéu vao dng (A) va l4p day buret va éng (A) bang thdy ngan.
DPoéng voi 2 chiéu. Néi 6ng cao su vao van thoat khi ciia binh dwng nitrogen

oxyd va cho dong nitrogen oxyd chay qua éng cao su trong 1 phat. Trong



khi cho khi chay qua, néi 6ng cao su vé&i éng (A) va ngay lap tiec mé voi 2
chiéu vao éng (A). Cho 100 ml nitrogen oxyd chay vao buret bang cach ha

thap binh thiy ngan. Bong voi 2 chiéu lai.

Nang binh thdy ngan cao trén éng (A) va ha thdp mic nitrogen Idng xuéng
ngang muc gitra dng sinh han. Can than mé voi buret ndi théng véi sinh
han hoi lwu va cho thiy ngan dang vao buret dén ngang voi. Bong voi lai.
Nang murc nitrogen 16ng l1én sao cho ngap toan bd sinh han. Boc sb chi 4p

suét va doi dén khi &p suét 6n dinh trong vong 2 phdt.

D4t binh thdy ngan vao vi tri day, mé voi buret néi théng véi sinh han hoi
lwu. Dich chuyén binh thiy ngan sao cho sé chi trén ap ké bang véi ap
suéat ban dau Po. Déng voi buret lai va bang cach dich chuyén binh thay
ngan tao ap suét khi trong buret bang véi 4p suét khi quyén. Thé tich khi
trong buret (ml) biéu thi thé tich khi khéng ngung tu trong 100 ml khi
nitrogen oxyd. Thé tich khi khéng ngung tu khéng dwoc qua 3 ml. Cl sau
mai loat 10 th nghiém lai cho khéng khi vao buret bang cach mé voi (D),
thao hét nitrogen 16ng ra khdi sinh han va dé sinh han 4m dén nhiét do

phong.



