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QUY CHUAN KY THUAT QUOC GIA
POI vOI PHU GIA THUC PHAM CALCI SACCHARIN

National technical regulation of Calcium saccharin

I. QUY PINH CHUNG

1. Pham vi diéu chinh
Quy chuén k¥ thuat quéc gia (sau day goi tat & Quy chuén) nay quy dinh cac
yéu cau quan ly va yéu cau ky thuat déi véi phu gia thuwe phdm Calci saccharin.

2. P6i twong ap dung

Quy chuan nay ap dung dbi véi:

2.1. T6 chirc, ca nhan san xuét, kinh doanh phu gia thwe phdm Calci saccharin
(sau day goi tat la té chirc, ca nhan).

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

3. Giai thich tir ngir va chir viét tat

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

3.2. INS (International numbering system): Hé théng ma sé quéc té vé phu gia
thye pham.

3.3. TCVN: Tiéu chuén quéc gia.

Il. YEU CAU KY THUAT, PHWONG PHAP THU VA LAY MAU
4. Yéu cau ky thuat déi véi phu gia thuwe phdm Calci saccharin duwoc quy dinh
tai Phu luc ban hanh kém theo Quy chuan nay.

5. Phwong phap thtr dwoc quy dinh tai Phu luc ban hanh kém theo Quy chuan
nay. Phwong phap thtr khac dwoc ap dung trong trwedng hop bao dam dé chinh xac
twong dwong.

6. LAy mau theo quy dinh cla phap luat hién hanh.

ll. YEU CAU QUAN LY
7. Cong bd hop quy
Té chire, ca nhan phai thuwc hién céng bd hop quy duwa trén phwong thirc tw
céng bd sadn phadm theo quy dinh tai Diéu 4, Diéu 5 Nghi dinh s6 15/2018/ND-CP
ngay 02/02/2018 cta Chinh pht quy dinh chi tiét thi hanh mét s diéu cda Luat an
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toan thwc phdm va Diéu 3 Nghi dinh sb 155/2018/ND-CP ngay 12/11/2018 cla
Chinh pha vé sira ddi, bd sung mét sé6 quy dinh lién quan dén diéu kién dau tw kinh
doanh thudéc pham vi quan ly nha nwéc cia Bo Y té.

8. Ghi nhan

Viéc ghi nhan phu gia thyc phém Calci saccharin thwc hién theo quy dinh tai
Nghi dinh sb 43/2017/ND-CP ngay 14/4/2017 cta Chinh phd vé& nhan hang hoa va
cac quy dinh cua phap luat cé lién quan.

9. Kiém tra déi v&i phu gia thwe pham Calci saccharin

Viéc kiém tra chat lwong, an toan déi véi phu gia thwe phdm Calci saccharin
thwc hién theo cac quy dinh ctia phap luat hién hanh.

IV. TRACH NHIEM CUA TO CHU'C, CA NHAN

10. T6 chirc, ca nhan chiu trach nhiém vé san phdm, ddm bdo san pham dap
(rng v&i cac yéu cau ky thuat tai Quy chuan nay va cac quy dinh cta phap luat hién
hanh.

11. T chirc, ca nhan thuec hién céng bd hop quy theo quy dinh tai Diéu 7 cua
Quy chuén nay.

V. TO CHU’'C THU'C HIEN

12. Giao Cuc An toan thwc pham cha tri, phdi hop véi cac co quan chirc ndng
c6 lién quan té chirc hwéng dan, trién khai thuwe hién Quy chuan nay.

13. Can clr vao yéu cau quan ly, Cuc An toan thwc pham cé trach nhiém kién
nghi Bo Y té stra dbi, bd sung Quy chuan nay.

14. Trwdng hop phwong phap thlr va cac quy dinh ctia phap luat vién dan trong
Quy chuan nay duwoc stra dbi, bd sung hodc thay thé thi ap dung theo van ban mai.
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Phu luc
YEU CAU KY THUAT VA PHUONG PHAP THU
DOI VO'I PHU GIA THUC PHAM CALCI SACCHARIN
1. Tén khac, chi s6 INS 954(ii)

ADI: 0 - 5 mg/kg thé trong ddi voi saccharin va cac
muoi Ca, K, Na cua no

2. Pinh nghia
N Mudi calci hydrat (2:7) cta 1,2-benzisothiazol-3-one-
Tén hoa hoc 1,1-dioxid,  3-oxo-2,3-dihydrobenzo[dJisothiazol-1,1-
dioxid, 2,3-dihydro-3-oxobenzisosulfonazol;
calci o-benzosulfimid
Céng thirc héa hoc C14HsCaN20¢S; - 372H,0
Céng thirc céu tao i .
|50:
I\fa Ca@:})
0 2
Khéi long phén toe 467,48
3. Cam quan Dang tinh thé&, hodc bot tinh thé trdng, khéng mui
hoac c6 mui thom nhe.
4. Ma HS 2925.11.00
5. Yéu cau ky thuat
5.1. Dinh tinh
D6 tan Dé tan trong nwérc, tan trong ethanol
Khoang néng chay 226 °C —230°C

DA&n xuét héa tao acid salicylic ~ Dat yéu cau theo phwong phap thir

D&n xuét héa tao hop chat c6 Patyéu cau theo phuong phap thiy
huynh quang

Thir calci Pat yéu cau theo phwong phap thtr

5.2. Do tinh khiét

Hao hut khéi long sau khi sdy ~ Khong vuot qua 15 % (120 °C trong 4h)
Acid benzoic va acid salicylic Pat yéu cau theo phwong phap thtr
Céc hop chét dé bj carbon héa  Pat yéu cau theo phwong phap thiy

Toluensulfonamid Khéng vwrot qua 25 mg/kg



Selen
Chi

5.3. Ham lwgng calci saccharin

6. Phwong phap thir
6.1 Dinh tinh

Do tan

Khoang néng chay

Dé&n xuét héa tao acid salicylic

Da&n xuét héa tao hop chét cé

huynh quang

Ther calci

6.2. Do tinh khiét

Hao hut khéi lurong sau khi séy

Acid benzoic va acid salicylic
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Khéng vuot qua 30 mg/kg
Khéng vuwot qua 1 mg/kg
Khéng thdp hon 99 % sau khi sdy kho

Xac dinh theo TCVN 6469:2010, Phu gia thuc pham -
Phuwong phap danh gia ngoai quan va xac dinh cac
chi tiéu vat ly (muc 3.7).

Thém 1ml dung dich acid hydrocloric dac vao 10 ml
dung dich m&u thd 1:10 (thé tich). Két tda tinh thé cla
saccharin dwoc hinh thanh. Rira ky két tia bang
nwéc lanh va lam khé & 105 °C trong 2h.

Xac dinh khoang noéng chady cla saccharin theo
TCVN 6469:2010, Phu gia thuc phdm - Phuong phép
danh gia ngoai quan va xac dinh cac chi tiéu vat ly
(muc 3.2).

Hoa tan 0,1 g mau tht trong 5 ml natri hydroxyd 5%.
Cho bay hoi dén khé va nung nhe can trén ngon Itra
nhé dén khi khéng con mui amoniac thoat ra. Sau khi
dé ngudi, hoa tan can trong 20 ml nwéc, trung hoa
dung dich bang dung dich acid hydrocloric 10% (khdi
lwong/thé tich) va loc.

Thém 1 giot dung dich sat (lll) clorid (FeCls.6H,0) 9%
(khdi lwong/thé tich) vao dich loc, dung dich cé mau
tim.

Trén 20 mg mau the véi 40 mg resorcinol, thém 10
giot acid sulfuric dac, dun cach dau hén hop hén hop
trong bé chét 16ng tai 200 °C trong 3 phut, sau khi lam
mat, thém 10 ml nwédc va lwvgng dw dung dich natri
hydroxyd (4,3 g natri hydroxyd trong 100 ml nwéc).
Dung dich nay cé huynh quang xanh luyc.

Xac dinh theo TCVN 6534:2010, Phu gia thuc pham —
Phép thtr nhan biét (muc 4.1.2).

Xac dinh theo TCVN 8900-2:2012, Phu gia thurc pham
- X4c dinh céc thanh phén vé co - Phan 2: Hao hut
khéi lvong khi sy, ham lwong tro, chat khéng tan
trong nwéc va chét khéng tan trong axit (muc 5.1),
thwe hién & 120 °C trong 4h.

Thém tirng giot dung dich sat (Ill) clorid (FeCls.6H,0)
9% (khdi lwong/thé tich) vao 10 ml dung dich mau th
nong, da bao hda. Dung dich khéng dwgc cdé mau tim
hodc xuét hién két tta.



Céc hop chét dé bj carbon héa
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Hoa tan 0,2 g mau trong 5 ml dung dich acid sulfuric
nong do tr 94,5 % den 95,5% (khoi lwgng/thé tich).
Gilr & nhiét do 48 °C - 50 °C trong 10 phut. Mau cula
dung dich khéng duwgc dam hon mau vang nau nhat
cua dung dich d6i chirng A (Matching Fluid A).

Dung dich déi chirng A:

Thuéc thr

1. Dung dich acid hydrocloric lo&ng:

Pha loang 25 ml acid hydrocloric dac (ndng do tir
36,5% den 38 % khoi lwgng/thé tich) trong 975 ml
nuwoc.

2. Dung dich cobalt (ll) clorua:

Hoa tan khoang 65 g cobalt (1) clorua ngam sau phan
t&¢ nwéc (CoCl,.6H,0) trong moét lwong dung dich
acid hydrocloric loang, thém dung dich acid
hydrocloric lodng dén 1000 ml.

Chuan hoa nong do dung dich cobalt (Il) clorua da
chuan bi nhuv sau:

Dung pipet 14y 5 ml dung dich cobalt (II) clorua da
chuén bi, cho vao binh nén 250 ml cé nut mai, thém 5
ml dung dich th&r hydrogen peroxyd (néng dd t 2,5
% dén 3,5 % khdi lwgng/thé tich) va 15 ml dung dich
natri hydroxyd (khodng 20% khéi lwgng/thé tich), dun
s6i trong 10 phut, d& ngudi rdi thém 2 g kali iodua va
20 ml dung dich acid sulfuric loang (khoang 20% khéi
lwong/thé tich). Sau khi két tha da hoa tan hét, chuan
dd lwong iodua gidi phong dwoc bang dung dich natri
thiosulfat 0,1 N, st dung 3 ml chét chi thj ho tinh bét.

Tién hanh phép thir trdng véi cung lwong thube thir.

M&i mililit (ml) dung dich natri thiosulfat 0,1 N da st
dung twong dwong vaéi 23,79 mg CoCl,.6H,0.

Chinh thé tich cudi cung clia dung dich cobalt (1)
clorua bang cach thém lwgng vira du dung dich acid
hydrocloric lodng sao cho mdéi mililit (ml) dung dich
cobalt (1) clorua chira 59,5 mg CoCl,.6H,0.

3. Dung dich sat (l11) clorua:

Hoa tan khodng 55 g sat (Ill) clorua ngam sau phan
ter nwée (FeCls.6H,0) trong mét lwong dung dich acid
hydrocloric loang, thém dung dich acid hydrocloric
lodng dén 1000 ml.

Chuédn hoéa néng d6 dung dich sat (Ill) clorua da
chuan bi nhv sau:

Dung pipet Iy 10 ml dung dich sat (lll) clorua da
chuén bi, cho vao binh nén 250 ml c6 nat mai, thém
15 ml nwéce, 3 g kali iodua va 5 ml acid hydrocloric
d&c (ndng do tlr 36,5 % dén 38 % khdi lwong/thé
tich), d& yén hén hop trong 15 phat. Pha loang voi
100 ml nwéc va chuan d6 lwong iodua gidi phéng
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dwoc ,béng dung dich natri thiosulfat 0,1 N, st dung 3
ml chéat chi thi ho tinh bot.

Tién hanh phép thir trdng véi cung lwong thube thir.

M&i mililit (ml) dung dich natri thiosulfat 0,1 N da si
dung twong dwong vaéi 27,03 mg FeCl3.6H,0.

Chinh thé tich cubi cung cla dung dich sat (l1l) clorua
bang cach thém lwong vira di dung dich acid
hydrocloric lodng sao cho méi mililit (ml) dung dich sat
(1) clorua chwra 45,0 mg FeCl3.6H,0.

4. Dung dich déng (l1) sulfat:

Hoa tan khoang 65 g déng (I1) sulfat ngdm nam phan
t&r nwdc (CuS0O,4.5H,0) trong mot lvgng dung dich
acid hydrocloric loang, thém dung dich acid
hydrocloric lodng dén 1000 ml.

Chuan hoa nong d6 dung dich dong (Il) sulfat da
chuan bi nhw sau:

Dung pipet lay 10 ml dung dich dong (ll) sulfat da
chuan bi, cho vao binh nén 250 ml‘c() nut mai, thém
40 ml nwoc, 4 ml acid acetic dac (nong do khong nhd
hon 99,7 % the tich), 3 g kali iodua va 5 ml acid
hydrocloric dac (nong do tw 36,5 % dén 38 % khoi
lwgng/thé tich). Chuan do lwong iodua giai phong
duwoc ,béng dung dich natri thiosulfat 0,1 N, str dung 3
ml chat chi thi ho tinh bét.

Tién hanh phép thir trdng véi cung lwong thube thir.
M®&i mililit (ml) dung dich natri thiosulfat 0,1 N da st
dung twong dwong voi 24,97 mg CuSO4.5H,0.

Chinh thé tich cudi ciing cta dung dich dong (I1) sultat
bang cach thém lwgng vira du dung dich acid
hydrocloric loang sao cho moi mililit (ml) dung dich
dong (I) sulfat chra 62,4 CuSQO,4.5H,0.

Pha dung dich déi chirng A:

Chuén bj dung dich so mau tlr dung dich cobalt (1)
clorua, dung dich sat (lll) clorua, dung dich dong (Il)
sulfat va nwéc theo ty 1€ 0,1 : 0,4 : 0,1 : 4,4 (phan thé
tich).
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Toluensulfonamid Xac dinh theo TCVN 9052:2012, Phu gia thuc phém -
Xac djnh cac thanh phan hiru co (muc 2.16)
CHU THICH: Quy trinh nay danh cho séc ky khi dung
c6t nhoi. Néu khéng cé san cot phéi cho sac ky khi,
c6 thé dung c6t mao quan cho séc ky khi kiéu khong
phan dong. Can phai thiet 1ap dieu kién sac ky, co the
tham khao diéu kién sau:
- Cét Agilent DB-5 (30 m x 0,25mm x 0,25um)
- Chuwong trinh Gradient:
Thoi gian Nhiét d6 (°C) Thoi gian giltr
(phut) (phut)
0,0 180,0 1,0
10,0 260,0 5,0
20,0 300,0 2,0
Thoi gian Iwu cua o-toluen sulfonamid, p-toluen
sulfonamid va chuén néi n-tricosan lan lwot |a khoang
5; 6 va 9 phut.
Selen Xac dinh theo TCVN 8900-5:2012, Phu gia thuc phdm

— X4c dinh céc thanh phan vé co — Phén 5 : Cac phép
thee gidi han (muc 2.8).

Chi Xac dinh theo TCVN 8900-6:2012, Phu gia thurc pham
— Xéc dinh cac thanh phén vé co — Phéan 6: Dinh
lgng antimon, bari, cadimi, crom, déng, chi va kém
bang do phd hdp thu nguyén tir ngon lira; hodc

- TCVN 8900-8:2012, Phu gia thuc phdm — Xéc dinh
cac thanh phén vé co — Phéan 8: Binh luong chi va
cadimi bdng do phé hép thu nguyén ti dung 1o
graphit.

Can chinh xac 0,5 g mau thr va chuyén dinh lvong
sang bo chiét bang cach s dung 10 ml nwéc. Thém
2 ml dung dich acid hydrocloric 10 % (khdi lwong/thé
tich) va chiét saccharin da két tiia bang 30 ml, sau doé
v&i ndm lan, méi 1an 20 ml hén hop gébm 9 phan thé
tich cloroform va 1 phan thé tich ethanol. Loc méi
dich chiét qua gidy loc da lam &m vé&i hén hop dung
moi chiét. Gom dich loc va cho bay hoi trén bé hoi
nwdc dén khd véi dong khéng khi chay qua. Hoa tan
phan con lai trong 75 ml nwéc néng, dé ngudi, thém
dung dich phenolphtalein va chuan dd bang dung dich
natri hydroxyd 0,1 N.

Tinh két qua
Ham lwong phan tram (%) calci saccharin trong mau
thir (X), tinh theo céng thirc:

6.3. Binh lvgng
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_Vx2022
~ wx1000

100

Trong do:

V la th’é tich dung dich natri hydroxyd 0,1 N da dung
dé chuan dg, tinh bang mililit (ml);

20,22 1a sb miligam (mg) calci saccharin twong
dwong v&i 1 ml dung dich natri hydroxyd 0,1 N;

W la khéi lwgng mau thi, tinh bang gam (g);
1000 & hé sb chuyén ddi tlr miligam (mg) sang gam

(9)-
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