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BO Y TE CONG HOA XA HQI CHU NGHIA VIET NAM
Poc 1ap - Tw do - Hanh phic
Sb: 47/2015/TT-BYT Ha Noi, ngay 01 thang 12 nam 2015
THONG TU

Ban hanh Quy chuin ky thuit quéc gia
vé chat hé trg ché bién thwe pham - Dung méi

Can cir Ludt an toan thwe phdm ngay 17 thang 6 nam 2010 va Nghi dinh s6
38/2012/ND-CP ngay 25 thang 4 nam 2012 cua Chinh phu vé viéc quy dinh chi tiét
thi hanh mot s6 diéu cua Ludt an toan thuc pham;

Can cir Ludt tiéu chudn va quy chudn ky thudt ngay 29 thang 6 nam 2006 va
Nghi dinh so 127/2007/ND-CP ngay 01 thang 8 nam 2007 cua Chinh phu quy dinh
chi tiét thi hanh mot so diéu cua Ludt tiéu chudn va quy chudn ky thudt;

Can cir Nghi dinh s6 63/2012/ND-CP ngay 31 thang 8 ndam 2012 cuia Chinh phii
quy dinh chiec nang, nhiém vu, quyén han va co cdau to chirc cua Bo Y té;

Theo dé nghi cua Cuc truong Cuc An toan thuc phcfm;

Bé truomg B Y té ban hanh Théng tw ban hanh Quy chudn ky thudt quoc gia
vé chdt ho tro ché bién thuc phdm - Dung moi.

Piéu 1. Ban hanh kém theo Thong tu nay:

QCVN 18-1:2015/BYT - Quy chuan k¥ thuat quéc gia vé chat hd trg ché bién
thuc pham - Dung moi.

Piéu 2. Thong tu nay co hiéu lyc thi hanh ké tir ngay 01 thang 9 nim 2016.

Piéu 3. Cuc trudng Cuc An toan thuc phém, tha trudng cac don vi thuoc B Y té,
don vi tryc thugc B Y t€; giam doc So Y t€ cac tinh, thanh pho truc thudc Trung
uong va cac co quan, to chure, ca nhan co lién quan chiu trach nhiém thi hanh Thong
tu nay./.

KT. BQ TRUONG
THU TRUONG

Nguyén Thanh Long
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CONG HOA XA HOI CHU NGHIA VIET NAM

QCVN 18-1:2015/BYT

QUY CHUAN KY THUAT QUOC GIA
VE CHAT HO TRO CHE BIEN THUC PHAM - DUNG MOI
National technical regulation on food processing aids - Sovents

HA NOI - 2015
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L&i néi dau

QCVN 18-1:2015/BYT do Ban soan thdo quy chudn ky thuét quéc gia vé Phu gia
thuc phdm va chét hé tro ché bién bién soan, Cuc An toan thuwc phadm trinh duyét,
B Khoa hoc va Céng nghé thdm dinh va dwoc ban hanh theo Théng tw sb 47/2015/
TT-BYT ngay 01 thang 12 ndm 2015 cla B6 trwéng Bo Y té.
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QUY CHUAN KY THUAT QUOC GIA
VE CHAT HO TRQ CHE BIEN THU'C PHAM - DUNG MOI
National technical regulation on food processing aids - Sovents

I. QUY DINH CHUNG

1. Pham vi diéu chinh

Quy chuén nay quy dinh cac yéu cau ky thuat, yéu cau quan ly dbi véi cac dung
moi dwoc st dung véi muc dich 1am chéat hd tro ché bién thwc phdm (sau day goi
tat Ia dung moi).

2. Po6i twong ap dung

Quy chuén nay ap dung déi voi:

2.1. Cac td chirc, ca nhan nhap khau, san xuét, kinh doanh cac dung méi tai
Viét Nam.

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

3. Giai thich chir viét tat

Trong quy chudn nay, cac chi¥ viét tat dwdi day dwoc hiéu nhuw sau:

3.1. Ma sb C.A.S (Chemical Abstracts Service): Ma sé dang ky héa chét cta
Hiép héi Hoa chat Hoa Ky.

3.2. TS (test solution): Dung dich thubc thir.

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

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

4. Tai liéu vién dan

4.1. JECFA monograph 1 - Vol.4: Cac yéu cau ky thuat déi véi phu gia thwe pham,
Tap 4 Cac phuwong phap phan tich, quy trinh thr nghiém, dung dich thir nghiém
duwoc st dung (hodc tham chiéu) trong yéu cau ky thuat déi véi phu gia thwe pham:;
JECFA bién soan; FAO ban hanh nam 2006.

4.2. TCVN 6469:2010 Phu gia thwc phdm - Phwong phap danh gia ngoai quan
va xac dinh cac chi tiéu vat ly.

4.3. TCVN 6471:2010 Phu gia thwc phdm - Phwong phap thir dbi véi cac chéat
tao huwong.

4.4. TCVN 8900-1:2012 Phu gia thuwc phadm - Xac dinh cac thanh phan vé co.
Phan 1: Ham lwgng nwéc (Phuong phap Karl Fischer).

4.5. TCVN 8900-2:2012 Phu gia thwc phdm - Xac dinh cac thanh phan vé co -
Phan 2: Hao hut khoi lwvgng khi say, ham Iwgng tro, chat khéng tan trong nwéc va
chat khéng tan trong axit.
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4.6. TCVN 8900-6:2012 Phu gia thwc phdm - Xac dinh cac thanh phan vé co -
Phan 6: Dinh lwong antimon, bari, cadimi, crom, ddng, chi va kém bang do phd hap
thu nguyén t&r ngon Ira.

4.7. TCVN 8900-7:2012 Phu gia thyc phém - X4c dinh cac thanh phan vé co - Phan
7: Binh lwgng antimony, bari, cadimi, crom, déng, chi va k&m bang do phd phat xa
nguyén t& plasma cdm (rng cao tan (ICP-AES).

4.8. TCVN 8900-8:2012 Phu gia thwc phdm - Xac dinh cac thanh phan vé co -
Phan 8: Dinh lwgng chi va cadimi bang do phd h4p thu nguyén tir dung 16 graphit.

Il. YEU CAU KY THUAT, PHUWONG PHAP THU, LAY MAU VA GHI NHAN

1. Cac yéu cau ky thuat va phwong phap thir

Yéu cau ky thuat va phwong phap thtr dbi véi cac dung méi dwoc quy dinh tai
cac phu luc ban hanh kém theo Quy chuén nay nhw sau:

1.1. Phuluc 1: Yéu cau ky thuat va phwong phap thir déi véi Aceton

1.2. Phuluc 2: Yéu cau ky thuat va phwong phap thir dbi véi Isoamyl acetat
1.3. Phuluc 3: Yéu cau ky thuat va phwong phap thir dbi véi Butan-1,3-diol
1.4. Phuluc4:  Yéu cau ky thuat va phwong phap thir dbi véi Butan-1-ol
1.5. Phuluc5: Yéu cau ky thuat va phwong phap thir déi véi Cyclohexan
1.6. Phuluc6:  Yéu cau ky thuat va phwong phap thir dbi véi Diethyl ether
1.7. Phuluc7:  Yéu cau ky thuat va phwong phap thtr dbi véi Ethyl acetat
1.8. Phuluc8:  Yéu cau ky thuat va phwong phap thir déi voi Ether dau hda
1.9. Phuluc9: Yéu cau ky thuat va phuong phap thir déi véi Toluen

1.10. Phuluc 10:  Yéu ciu ky thuat va phwong phap thir dbi véi Benzyl alcohol
1.11. Phuluc 11:  Yéu cau k¥ thuat va phwong phap thir dbi véi Butan-2-ol
1.12. Phuluc 12:  Yéu cau ky thuat va phwong phap thir déi véi Dicloromethan
1.13. Phuluc 13:  Yéu cau k¥ thuat va phwong phap thir déi véi cac Hexan

Céac phwong phap thtr dwoc hwdng dan trong Quy chuan nay khéng béat budc
phai ap dung, cé thé st dung cac phwong phap thir khac nhwng phai c6 dd chinh
xac twong duwong.

2. Quy dinh ldy mau
Viéc lay mau dwoc thwe hién theo hwéng dan tai Théng tw sbé 26/2012/TT-BKHCN

ngay 12 thang 12 nam 2012 cta B6 trwédng BO Khoa hoc va Céng nghé “Quy dinh
viéc kiém tra nha nwéc vé chat lwong hang héa lwu thong trén thi tredng” va cac

quy dinh khac ctia phap luat ¢ lién quan.
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3. Yéu cau vé ghi nhan

Viéc ghi nhan cac dung méi theo dung quy dinh tai Nghi dinh s6 89/2006/ND-CP
ngay 30 thang 8 nam 2006 cia Chinh phd vé nhan hang héa, Théng tw lién tich sb
34/2014/TTLT-BYT-BNNPTNT-BCT ngay 27 thang 10 nam 2014 cua B6 trwdng
B6 Y t&, Bo trudng B6 Nong nghiép va Phat trién néng thén, Bo truéng Bo6 Cong
thwong hwéng dan ghi nhan hang hoa dbéi véi thwe phdm, phu gia thuwe phdm va chét
hé tro ché bién thwc phdm bao géi sén va cac quy dinh ctia phap luat cé lién quan.

lll. YEU CAU QUAN LY

1. Céng bé hop quy

1.1. Cac dung méi phai dwoc cong bd phu hop véi cac quy dinh tai Quy chuan nay.

1.2. Phuong thire, trinh tw, tha tuc cdng bd hop quy duoc thuc hién theo Diéu 6,
Diéu 7 Nghi dinh s 38/2012/ND-CP ngay 25 thang 4 nam 2012 cta Chinh pha quy
dinh chi tiét thi hanh mot sé diéu clta Luat an toan thwc pham va Diéu 4, Piéu 5,
Diéu 7, Biéu 9 Théng tw sb 19/2012/TT-BYT ngay 09 thang 11 nam 2012 ctia Bo trudng
Bo Y t& hwéng dan viéc cong bd hop quy va cdng bd phu hop quy dinh an toan thuc
pham va cac quy dinh khac ctia phap luat cé lién quan.

2. Thanh tra, kiém tra va xtr ly vi pham phap luat

Co quan nha nuwéc co6 thdm quyén thwe hién viéc thanh tra, kiém tra va x ly vi
pham phap luat déi v&i td chirc, ca nhan nhap khau, san xuét, kinh doanh dung moi
vi pham céc quy dinh vé ky thuat va quan Iy quy dinh tai Quy chuan nay va cac quy
dinh phap luat khac co lién quan.

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

1. T6 chlrc, ca nhan nhap khau, san xuét, kinh doanh dung méi phai cong bb hop
quy theo cac yéu cau cia Quy chuan nay.

2. T6 chire, ca nhan chi dwoc phép nhap khau, san xuét, kinh doanh dung méi
sau khi d& dwoc Cuc An toan thwc phdm cip Gidy tiép nhan ban cdng bé hop quy
va dap ng cac quy dinh phap luat hién hanh khac co lién quan.

V. TO CHU’C THUC HIEN

1. Giao Cuc An toan thwec phdm ch tri, phdi hop véi cac co quan chirc ndng cd
lién quan hwéng dan trién khai va té chirc viéc thwe hién Quy chuan nay.

2. Can ¢l vao yéu cau quan ly, Cuc An toan thwc pham co trach nhiém kién nghi
B& trwdng Bo Y té stra dbi, bd sung Quy chuan nay.

3. Trwdng hop hwéng dan ctia qudc té vé phuwong phap thlr va cac quy dinh cla
phap luat vién dan trong Quy chuan nay dwoc stra dbi, bd sung hodc thay thé thi ap
dung theo van ban méi.
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Phu luc 1

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

1. Tén khac, chi s6
2. binh nghia

Tén hoda hoc

Ma sb C.A.S

Coéng thtrc hda hoc
Céng thirc ciu tao
Khéi lwong phan tr
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Dinh tinh

Po tan

Trong lwong riéng

Chi s6 khuc xa

5.2. D6 tinh khiét
Khodng nhiét d& chung cét
Can khong bay hoi

bo acid

Phenol

Cac chét dé oxi hoa
5.3. Ham lwong CsHeO
6. Phwong phap thw
6.1. Thir dinh tinh

bo tan

Trong lwong riéng

Chi s6 khuc xa

6.2. Thir tinh khiét
Khodng nhiét dd chung cét
Can khoéng bay hoi

bod acid

Dimethylketone; propanone.

Propan-2-one
67-64-1
CsHgO
CH3;COCHj;
58,08

Chét 1dng trong, khéng mau, dé bay hoi, rat dé chay,
c6 mui dac trwng, khdong chitra can va cac chét lo Ing

Dung méi chiét, chat tao hwong

Co thé tron 1an véi nwdc va ethanol & bét ky ty I&€ nao
d?5: 0,790 - 0,793
n%p: 1,358 - 1,360

55,5°C - 57,0°C

Khéng dwoc qua 0,001% (klI/kl)

Khong duoc qua 0,002% (ki/kl) (tinh theo acid acetic)
Khéng dwoc qua 0,001% (klI/kl)

Pat yéu cau trong phan phwong phap thir

Khong thap hon 99,5% (kl/kl).

TCVN 6469:2010
TCVN 6469:2010
TCVN 6469:2010

TCVN 6469:2010
TCVN 8900-2:2012

Hat 100 ml nwéc cat vira dun séi dé ngudi (trung tinh
véi dung dich thir phenolphatalein) va vai hat chéng
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Phenol

Cac chét dé oxi hoa

6.3. Thir dinh lwong

trao trong binh cau 500 ml bang thay tinh boro-silicat
va dun séi trong 5 phut dé loai carbon dioxid. D& ngudi
tor tr va thém 100 ml maAu. Pun sbéi nhe thém 5 phat.
Pay binh bang nap c6 ndi véi dng chira xut. Khi ngudi,
mé& nap va thém 0,5 ml dung dich thir phenolphthalein
va kiém tra tinh kiém. Néu khéng kiém chuén d6 bang
dung dich natri hydroxyd str dung micro buret.

Tinh d6 acid theo acid acetic (%, kl/kl) theo céng thirc

% d6 acid = d61XOT00
X

Trong do:

T = thé tich (ml) ctia dung dich natri hydroxyd 0,1 N s dung
d = trong lwong riéng ciia mau

Lay 3ml mau tht» vao chén nung va cho bay hoi dén
khé & 60°C, thém 3 giot dung dich Natri nitrit ,(0,1g
Natri nitrit hoa tan trong 5 ml acid sulphuric) dé yén

trong 2 - 3 phut. Thém tw tr 3 ml Natri hydroxyd 2 N,
khéng dwoc xuat hién mau.

Lac 30 ml mau véi 0,1 ml dung dich kali permanganat 3%
m&i pha trong nwéc; dé yén & 20°C trong 15 phut khéng
dwoc xuat hien mau

Can chinh xac khoang 1 g mau vao binh cé chra 20 ml
nwéc va thém nwéc dén 1000 ml. Hat 10 ml dung dich vao
binh thly tinh cé nap, thém 25 ml natri hydroxyd 0,1N
va dé 6n dinh trong 5 phut. Thém 25 mliod 0,1 N, day
nap va dé 6n dinh & chd tdi va lanh trong 10 phut,
thém 30 ml acid sulfuric 1 N. Chuan d6 iod dw bang
natri thiosulfat st dung chi thi hd tinh bot. Thwe hién
mau trang twong tw nhw mau thr va tinh két qua da
hiéu chinh theo mau trdng. Mbi ml iod 0,1 N twong dwong
v@i 0,9675 mg C3HgO.
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Phu luc 2

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOl ISOAMYL ACETAT

1. Tén khac, chi sé
2. Dinh nghia

Tén hda hoc

Ma sb C.A.S

Céng thtrc hda hoc
Céng thirc ciu tao

Khéi lwong phan tr
3. Cam quan
4. Chirc nang

5. Yéu cau ky thuat
5.1. Dinh tinh
bo tan

Trong lweng riéng
Chi s6 khuc xa
5.2. B tinh khiét
Chi sb acid

Can khong bay hoi

Khoang nhiét d& chwng cAt

Chi

5.3. Ham luong C7H140;
6. Phwong phap thw

6.1. Thir dinh tinh
bo tan

Trong lwong riéng
Chi s6 khuc xa

Amyl acetate, isoamyl ethanoate
Hén hop cac ester clia acid acetic véi cac pentanol
3-methylbutyl ethanoat (chat chinh)

123-92-2

C7H1402

HC_ O oty
T

130,19

Chét 1dng trong, khdng mau, cé mui qua dac trung

Dung méi mang, chéat tao huwong (xem phan “Chét tao hwong”
theo JECFA sé 139)

Tan it trong nwéc, khéng tan trong glycerol, thuc té khéng
tan trong propylen glycerol.

Tan trong ethanol, diethyl ether, ethyl acetat, hau hét cac
dau khoang va dau hén hop.

d®,5: 0,868 - 0,878
n%p: 1,400 - 1,404

Khéng dwoc qua 1
Khéng dwgc qua 7 mg/100 ml

Khéng thap hon 99% (tt/tt) dwoc cat & nhiét do tir 135°C
dén 143°C

Khong dwgc qua 2,0 mg/kg
Khéng thap hon 95,0% C;H140

TCVN 6469:2010
TCVN 6469:2010
TCVN 6469:2010
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6.2. Thir tinh khiét

Chi sb acid TCVN 6471:2010
Can khong bay hoi TCVN 8900-2:2012
Khoang nhiét dd chuwng cat  TCVN 6469:2010
Chi TCVN 8900-6:2012

TCVN 8900-7:2012
TCVN 8900-8:2012

6.3. Thir dinh Iwong Can chinh xac khoang 0,8 g mau va thyc hién theo
hwéng dan tai JECFA monograph 1-Vol. 4. Phan Xac
dinh Este, s& dung hé sb (e) trong cong thirc tinh két
qua bang 65,10.
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Phu luc 3

YEU CAU KY THUAT VA PHUONG PHAP THU POI VOI BUTAN-1,3-DIOL

1. Tén khac, chi so
2. binh nghia

Tén hda hoc

Ma sb C.A.S

Céng thtrc hdéa hoc
Céng thirc cu tao

Khéi lwgng phan tor
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

bo tan

Trong lweng riéng

5.2. B tinh khiét

Khodng nhiét d& chung cét
Nuéc

Chi

5.3. Ham lwgng C4H 100>
6. Phwong phap thor
6.1. The dinh tinh

bo tan

Trong lweng riéng

6.2. Thir tinh khiét
Khodang nhiét dd chung cat
Nwéce

Chi

6.3. Thtr dinh Iwgng

1,3-butylene glycol, B-butylene glycol

Butan-1,3-diol
107-88-0
C4H1002

ch\l/\/ OH

OH
90,12
Chéat 1dng nhét, trong, khéng mau, khéng mui, hat &m
Dung méi mang

Trén 1an véi nwdc, aceton va ete.
Tan trong dau hén hop, etanol va ete
1,004 - 1,006

200°C - 215°C

Khéng duwoc qua 0,5% (kl/kl)
Khéng dwgc qua 2,0 mg/kg
Khong thap hon 99,0% (kl/kl)

TCVN 6469:2010
TCVN 6469:2010

TCVN 6469:2010

TCVN 8900-1:2012
TCVN 8900-6:2012
TCVN 8900-7:2012
TCVN 8900-8:2012

Thuc hién theo huwéng dan tai JECFA monograph 1-Vol. 4,
st dung 0,2 g mau
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Phu luc 4

YEU CAU KY THUAT VA PHUONG PHAP THU POI VOl BUTAN-1-OL

1. Tén khac, chi s6

2. binh nghia

Tén hda hoc

Ma sb C.A.S

Cdéng thtrc hda hoc
Céng thirc cu tao

Khéi lwong phan tr
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Dinh tinh

bob tan

Trong lweng riéng
5.2. D6 tinh khiét
Khoang nhiét dd chwng cat
Can khong bay hoi
Nuoc

bo acid

Aldehyd va keton

Cac alcol, ete va tap chét
bay hoi khac

Chi

5.3. Ham luong C4H 190
6. Phwong phap thor
6.1. Thir dinh tinh

bob tan

Trong lweng riéng

6.2. Thir tinh khiét
Khoang nhiét dé chung cat
Can khong bay hoi

Butyl alcohol, n-butyl alcohol, 1-hydroxybutane, n-butanol,
n-propyl carbinol, NBA

1-butanol, butan-1-ol
76-36-3
C4H1oo

HiC. -~ _-OH
74,12

Chét 16ng hoi nhét, trong, khéng mau, ¢é mui dac trung
Dung méi chiét, chat tao hwong

Tan trong nwéc, tron lan véi ethanol va ether.
0,810-0,812

116°C - 118°C

Khéng dwoc qua 2 mg/100 ml

Khéng duwoc qua 0,1%

Khoéng dwoc qua 0,003% (kl/kl) (theo acid acetic)
Khong duoc qua 0,2% (KI/KI)

Khéng dwoc quéa 0,5%; va khong duoc qua 0,1% dbi voi
tng tap chét.

Khong duoc qua 2 mg/kg
Khéng thap hon 99,5%

TCVN 6469:2010
TCVN 6469:2010

TCVN 6469:2010
TCVN 8900-2:2012
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Nuwdce
bo acid

Aldehyd va keton

Cac alcol, ete va tap chét
bay hoi khac

Chi

6.3. Thir dinh Iwong

TCVN 8900-1:2012

Nhd vai giot phenolphthalein TS vao 60 g dung dich
mau, tién hanh chuan d& bang KOH 0,1 N dén khi xuét
hién mau hdng bén trong it nhat 15 gidy. Khéng dwoc
qua 0,3 ml KOH.

- JECFA monograph 1-Vol. 4 phan xac dinh aldehyd va keton;

- Dung 10 g mAu va 36,06 14 hé sb chuyén déi (e) trong
tinh toan

JECFA monograph 1 - Vol.4

TCVN 8900-6:2012
TCVN 8900-7:2012
TCVN 8900-8:2012

Thuc hién bang sac ky khi theo huwéng dan tai JECFA
monograph 1-Vol. 4 phan Phwong phap chung véi cac
diéu kién nhv sau:

Cot dai 1,8 m; dwdng kinh trong 6 mm bang thép khéng gi,
nhdi véi P.E.G 400 10% trén nén Chromosorb W (60/80 mesh)
hoac twong dwong.

Khi mang: Heli, & tbc d& 45 ml/phat
- Detector: Loai ion hoéa ngon Itra

- Nhiét do injector: 150°C

- Nhiét do cot: 90°C

- Nhiét dd detector: 150°C

Tiém 1 d&n 5 ml mAu, trén sac dd thu duwoc xac dinh tirng
thanh phan bang phwong phap chuan hoa dién tich.
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Phu luc 5

YEU CAU KY THUAT VA PHUONG PHAP THU POI VOI CYCLOHEXAN

1. Tén khac, chi sb
2. binh nghia

Tén hoéa hoc

Ma sb C.A.S

Coéng thtrc hda hoc
Céng thirc ciu tao

Khéi lwgng phan tor

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat

5.1. Dinh tinh

bo tan

Trong lwgng riéng

5.2. D6 tinh khiét

Khoang nhiét d& chwng cat
Can khéng bay hoi

Lwu huynh

Benzen

Hydrocarbon thom da vong

Chi

5.3. Ham luong CeH 12
6. Phwong phap thor
6.1. Thir dinh tinh

bo tan

Trong lwong riéng

Hexahydrobenzene

Cyclohexan
110-82-7
CeH12

o

84,16
Chét 1dng trong, khdng mau, dé chay, cé mui dic trung
Dung mdi chiét

Khéng tan trong nwéc, trén 1an dwoc voi ethanol va ether
0,776 - 0,780

80°C - 82°C

Khéng dwoc qua 1 mg/100 ml

Khéng duwoc qua 10 mg/kg

Khéng duoc qua 0,1% (tt/tt)

D6 hép thu trén 1 cm chiéu dai dwérng quang khéng duoc
vwrot qua cac gia tri trong bang sau

Bw&c song (nm) Do hép thu
280 - 289 0,15
290 - 299 0,12
300 - 359 0,08
360 - 400 0,02

Khéng dwoc qua 2 mg/kg
Khéng thap hon 99,5% (ki/kl)

TCVN 6469:2010
TCVN 6469:2010
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6.2. Thir tinh khiét
Khoang nhiét d& chwng cAt
Can khong bay hoi

Lwu huynh

Benzen

Hydrocarbon thom da vong
Chi

6.3. Thir dinh Iwong

TCVN 6469:2010
TCVN 8900-2:2012
JECFA monograph 1 - Vol.4

JECFA monograph 1 - Vol.4 (Phan xac dinh hydrocacbon
thom)

JECFA monograph 1 - Vol .4
TCVN 8900-6:2012
TCVN 8900-7:2012
TCVN 8900-8:2012

Thyc hién theo hwédng dan tai JECFA monograph 1-Vol.4
phan Phuwong phap sac ky khi d& xac dinh hydrocarbon
thom da vong va tinh ham lwgng bang phwong phap
phan trdm dién tich (phwong phap chuén hoa dién tich).
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Phu luc 6

YEU CAU KY THUAT VA PHUONG PHAP THU POI VO'I DIETHYL ETHER

1. Tén khac, chi so
2. binh nghia

Tén hoa hoc
Ma sb C.A.S
Cdéng thtrc hdéa hoc
Coéng thirc ciu tao

Khéi lwong phan tr
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Dinh tinh

Po tan

Trong lwong riéng
5.2. B tinh khiét
Khodang nhiét dé chung cat
Can khéng bay hoi
Nudéc

bod acid

Aldehyd va keton
Peroxyd

Chi

6. Phwong phap thor

6.1. The dinh tinh
bob tan
Trong lwgng riéng

Ether, ethyl ether

Diethyl ether thuong ¢ chira cac chéat 6n dinh nhw pyrogallol
hodc BHT. Cac nha san xuét can ghi ré trén nhan cac chat
6n dinh dwoc st dung va lwong thém vao. Ham lwong
phd bién I tir 3 dén 7 mgl/l.

Diethyl ether; diethyl oxyd; 1,1’-oxybisetan.
60-29-7
C4H1oo

74,12

Chét 16ng linh dong, trong, khéng mau, rat dé bay hoi va
dé chay, cé mui dac trung

Dung mdi chiét

Khéng tan trong nudc, tron lAn dwoc véi ethanol
0,714 - 0,716

34°C - 35°C

Khéng dwoc qua 2 mg/100 ml

Khéng duoc qua 0,2%

Pat yéu cau trong phan phwong phap thir
Pat yéu cau trong phan phwong phap thi
Pat yéu ciu trong phan phuwong phap thiy
Khong dugc qua 2 mg/kg

Phai thtr peroxyd trwéc khi tién hanh thir cac chi tiéu khéac.
Canh bao nguy hiém khi trwng cét hodc hoéa hoi Diethyl
ether ma khong kiém tra peroxyd.

TCVN 6469:2010
TCVN 6469:2010
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6.2. Thir tinh khiét
Khodang nhiét dd chung cat  TCVN 6469:2010

Can khéng bay hoi TCVN 8900-2:2012
Nuwéc TCVN 8900-1:2012
Do acid L4y 20 ml ethanol 95% vao éng dong chia vach c6 nap

dung tich 50 ml, thém 0,5 ml dung dich th&r phenolphthalein
va vira du natri hydroxyd 0,02 N dé tao thanh mau héng
bén sau khi lac manh trong 30 gidy. Thém 0,3 ml natri
hydroxyd 0,02 N ni¥a va 25 ml mau, day nap éng dong,
tron va lac manh trong 30 gidy. Mau hdng khéng bién mét.

Aldehyd va keton Lay 2 ml thubc th& dung dich thlr Nesslers vao éng
nghiém c6 nap dung tich 12 ml va dwéong kinh khoang
1,5 cm; thém mau thir dén day éng. Pay nép, lac manh
trong 10 gidy va dé 6n dinh & ché tdi trong 5 phat. Néu
khéng c6 mau va van duc tao thanh, mau dwoc xem la
dat yéu cau. Néu c6 mau hodc van duc va mau thir dat
yéu cau phép thir peroxid thi thwc hién cit mau bang cot
cat phan doan va Iap lai phép thir. Khong duoc cd mau
hodc van duc tao thanh.

Peroxyd Mau cua iod ty do tao thanh dwéi tac dung cua cac
peroxyd hiru co v&i kali iod duwgc so v&i mau cua dung
dich chuén iod. LAy 8 ml dung dich kali iod 10% vao éng
nghiém cé nap dung tich 12 ml va dwéng kinh khoang
1,5 cm. Thém méau thlr dén day ngap 6ng, day nap sao
cho khéng c6 bot khi tao thanh, I&c manh va dé yén &
ché téi trong 30 phat. Néu cé6 mau vang dwoc tao thanh
thi khéng duwgc dam hon mau cua 0,5 ml dung dich iod
0,001 N pha loang v&i 8 ml dung dich kali iod.

Chi TCVN 8900-6:2012
TCVN 8900-7:2012
TCVN 8900-8:2012
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Phu luc 7

YEU CAU KY THUAT VA PHUONG PHAP THU BOI VOl ETHYL ACETAT

1. Tén khac, chi so
2. binh nghia

Tén hoa hoc

Ma sb C.A.S

Cdéng thtrc hda hoc
Céng thirc ciu tao

Khéi lwong phan tr
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Dinh tinh

Chi s6 khuc xa

Trong lwong riéng
Chi sb acid

Diém soi

5.2. Ham luong C4H50,
6. Phwong phap thor
6.1. Thir dinh tinh

Chi s6 khuc xa

Trong lweng riéng
Chi sb acid

Diém soi

6.2. Thir dinh Iwong

Acetic acid ethyl ester, ethyl ethanoate

Ethyl acetat
141-78-6
C4H302

HiC 0 CH
3\n/v 3
0

88,11
Chét 16ng trong sudt, khdng mau, cé mui qua
Dung méi mang, chét tao hwong

n?°y: 1,371 - 1,376

d?°55: 0,894 - 0,901
Khéng dwgc lon hon 5,0
77°C

Khéng thap hon 99,0%

TCVN 6469:2010
TCVN 6469:2010
TCVN 6471:2010
TCVN 6469:2010

Can chinh xac 1,5 g mau vao lo ¢ nap da dwoc can tri
bi; chuyén vao binh thich hgp va thém 50,0 ml natri
hydroxyd 0,5 N; dun hdi lwu trén bé cach thay trong 1 gio.
DPé& ngudi, thém dung dich thtr phenolphthalein va chuan
d6 lwong natri hydroxyd dw bang acid hydrochloric 0,5 N.
Thuwe hién phan tich mau trdng va hiéu chinh két qua theo
mau trdng. M&i ml dung dich natri hydroxyd 0,5 N twong
dwong vai 44,06 mg C4HgO..
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Phu luc 8

YEU CAU KY THUAT VA PHUONG PHAP THU POI VO'I ETHER DAU HOA

1. Tén khac, chi s6
2. binh nghia

3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat

5.1. Dinh tinh

bo tan

5.2. D6 tinh khiét

Can khong bay hoi

Lwu huynh

Benzen

Hydrocarbon thom
Hydrocarbon thom da vong

Chi s6 brom

Chi

6. Phwong phap thor
6.1. The dinh tinh

bob tan

5.2. Thir tinh khiét
Can khong bay hoi
Lwu huynh

Benzen

Hydrocarbon thom
Hydrocarbon thom da vong

Petroleum spirits, petroleum ether

Phan dau nhe c6 dd sbi tr 25°C dén 105°C. Hén hop
hydrocarbon loai paraffinic (normal va iso) v&i loai
cycloparaffinic.

ADI 0-5 mg/kg thé trong

Chét 16ng linh hoat, trong, khdng mau, dé chay, cé mui dau
dac treng

Dung mdi chiét

Khéng tan trong nudc, tan trong ethanol

Khéng dwoc qua 2 mg/100 ml

Khéng dwoc qua 10 mg/kg

Khoéng dwoc qua 0,05% (tt/tt)

Khéng dwoc qua 0,3% (tt/tt) (gdm cé benzen)

MA3u phai dap trng cac yéu cau sau vé gidi han dé hap thu
Buwéc soéng (nm) Do hap thu cwe dai/1cm (chiéu dai quang)
280-289 0,15

290-299 0,12
300-359 0,08
360-400 0,02

Khéng dwoc qua 200
Khéng dugc qua 2 mg/kg

TCVN 6469:2010

TCVN 8900-2:2012

JECFA monograph 1-Vol.4

JECFA monograph 1-Vol.4 phan x&c dinh hydrocarbon thom
JECFA monograph 1-Vol.4 phan xac dinh hydrocarbon thom
JECFA monograph 1-Vol.4
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Chi sb brom

Chuén dd6 mét lwong mau da biét hoa tan trong dung
méi phu hop bang dung dich chudn bromat-bromid. Xac
dinh diém két thuc bang may chuan dd dién thé, sy co
mat cla brom duv tao nén sy thay ddi do6 dan dién cla
may. Chi sb brom la s& mg brom phan tng v&i 100 g
mau dwdi cac diéu kién thdr nay.

Thiét bi, dung cu

_ May chudn do dién thé tw dong: Bat ky thiét bi tw xac
dinh diém ubn nao cling c6 thé sir dung néu dap ng
dong dién thé tai dién cwc duy tri xap xi 0,8V qua hai
dién cuc platin va c6 dd nhay twong trng sy thay doi
dién thé xap xi 50 mV tai cac dién cuwc nay can dé xac
dinh diém két thuc.

- Binh chuén d6: Binh thady tinh dwoc boc kin, dung tich
khodng 150 ml cé thé duy tri nhiét dd tir 1°C - 5°C. Hai
dién cuc platin khéng dat xa nhau qua 5 mm, can dat
sao cho dau nam duwdi I&p chat 16ng. Can khudy bang
may khudy dién tir hodc co hoc & tdc d6 nhanh nhwng
khéng qua manh gay ra bot khi phia dwéi dién cuec.

- Buret: Dung tich 10 ml va 50 ml

- Binh sb iod: C6 nap day, dung tich 500 ml

Thudc thir

Dung dich bromide-bromat 0,05 N: Hoa tan 5,1 g kali bromide
va 1,4 g kali bromat trong nuwéc va pha loang dén 1,000 ml.
Hiéu chuan dén 4 chir sd cé nghia nhw sau: L4y 50 ml
acid acetic va 1 ml dung dich thtr acid hydrochloric vao binh
s6 iod 500 ml. Ngdm binh trong nwéc da khoang 10 phut,
va vira l&c vira thém 40 - 50 ml dung dich bromide-bromat
tor buret 50 ml (doc dén 0,01 ml) véi tbc dd sao cho tdng
thoi gian thém khoang tir 90-120 gidy. Pay ngay nap
binh, Iac va dat vao bé nuwéc da, thém 5 ml dung dich
kali iod 15% vao miéng binh. Sau 5 phut, l1ay binh ra khai
bé& nwéc da va dé dung dich kali iod 15% chady vao binh
bang cach m& nap binh tw tv. LA&c manh, thém 100 ml
nwédc dé riva ndp, miéng binh va thanh binh; chuan do
bang dung dich natri thiosulfat 0,05 N. Khi gan dén diém
két thuc, cho thém tinh bdt va chuan dd cham dén khi
mau xanh bién mét.

Tinh toan ndng dé dwong lwong cla dung dich bromide-
bromat nhw sau:

AN,

N, =
A
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Chi

Trong do:
N, = néng doé dwong lwong cua dung dich bromide-bromat
A = thé tich (ml) dung dich bromide-bromat
N, = néng dé dwong lwong cia dung dich Na,S;03
A; = thé tich (ml) dung dich Na;S,0; can dé chuan do
dung dich bromide-bromat.
- Dung méi chuén d6: chuan bj 1000 ml dung méi chuan do
bang céach tron cac chét sau: acid acetic bang (714 ml),
carbon tetrachloride (134 ml), methanol (134 ml), va acid
sulfuric (18 ml cua dung dich 1+5)
Tién hanh
Bat may chuan do va dé én dinh thé theo hwéng dan
cla nha san xuét. Lam lanh binh chuén dé vé 0°C - 5°C
bang cach thdi mét chat lam lanh vao binh chuan dd
dwoc boc kin. Thém 110 ml dung mdi chuan do va tir 8 g
dén 10 g maAu. Bat may khudy va diéu chinh téc do
khudy nhanh nhwng khéng qua nhanh dan dén tao thanh
bot khi trong dung dich. Lam lanh méu vé 0°C - 5°C va
duy tri nhiét dé nay trong qua trinh chuan d6. Thém dung
dich bromide-bromat trng lwong nhé tr buret 10 ml dén
khi cé tin hiéu sap dén diém két thuc (méat thdn hoac
may do thé). Tiép tuc thém 0,1 ml thudc thlr ngay khi
detector cho thdy dat dwoc diém két thic 6n dinh (diém
két thuc kéo dai trong 30 gidy). Lap lai phép xac dinh nhung
khéng cho thém mau; khéng dwoc mat qua 0,1 ml dung
dich bromid-bromat.
Tinh két qua
Tinh chi s6 brom theo cong thirc
(T,-T,)xNx7990

w

Chi s6 brom =

Trong do

T4 = 0 ml dung dich bromide-bromat can dé chuan do
mau th

T, = s0 ml dung dich bromide-bromat can dé chuan do
mau trang

N = néng d6 dwong lwong ctia dung dich bromide-bromat
W = khéi lwgng mau (g)

TCVN 8900-6:2012

TCVN 8900-7:2012

TCVN 8900-8:2012
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Phu luc 9

YEU CAU KY THUAT VA PHUONG PHAP THU POI VO'I TOLUEN

1. Tén khac, chi so
2. binh nghia

Tén hoa hoc

Ma sb C.A.S

Cdéng thtrc hda hoc
Céng thirc ciu tao

Khéi lwgng phan tr
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Dinh tinh

bo tan

Trong lweng riéng
5.2. B tinh khiét
Khoang nhiét d& chwng cAt
Mau

Can khéng bay hoi
Cac chét lwu huynh

Céac hop chét khoéng co
vong thom

Benzen

Chi

5.3. Ham lwong C;Hg

6. Phwong phap thor
6.1. The dinh tinh

bo tan

Trong lwgng riéng

6.2. Thir tinh khiét
Khoang nhiét d& chwng cAt

Toluol, phenylmethane

Toluen, methylbenzene
108-88-3
CrHs

CHs

92,13
Chét 1dng trong, khdng mau, cé mui déc trung
Dung mbi chiét

R4t it tron 1an v&i nwdc; tron 1an dwoc voi ethanol
0,864 - 0,870

Twr 110,6°C dén 111,6°C

Khéng dam hon mau chuan sb 20

Khéng dwgc qua 5 mg/100 ml

Pat yéu cau trong phan phwong phap thi
Khong dwgc qua 0,2% (tt/tt)

Khéng dwgc qua 0,5% (tt/tt)
Khéng dwgc qua 2 mg/kg
Khong thap hon 99,0%

TCVN 6469:2010
TCVN 6469:2010

TCVN 6469:2010
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Mau
Can khong bay hoi
Cac chét lwu huynh

Céac hop chét khoéng co
vong thom

Benzen

Chi

6.3. Thir dinh Iwong

JECFA monograph 1-Vol.4

TCVN 8900-2:2012

Phai am tinh v&i hydro sulfua va sulfua dioxyd xac dinh
b&i phép thtr sau

Thubc thtr

- Dung dich chi acetat (b&o hoa)

- Dung dich kali iodat (10 g KIO3/100 ml)

- Giay tinh bot: Nhang miéng gidy loc vao dung dich hé
tinh bot va dé kho

Tién hanh

Thwc hién dinh tinh hydro sulfua (H,S) va sulfua dioxid
(SO,) tai thoi diém thwc hién phép thlr chung cat. Dat
miéng gidy loc da lam dm bang dung dich chi acetat va
miéng gidy tinh bot da lam dm bang dung dich kali iod
trén binh ngwng tu. Cac miéng gidy loc dwoc dat phia
trén binh hirng sao cho giot ngwng tu chay gilra hai
miéng ma khéng cham vao chdng. Sau khi két thuc phép
thtr, néu gidy chi acetat mat mau thi c6 H,S nhung
khéng cd SO,. Néu gidy chi acetat khéng méat mau nhung
gidy tinh bdt iod cd mau xanh thi c6 SO, nhwng khéng cé
H,S. Néu ca hai loai gidy déu khéng dbi mau thi khéng
co HQS va 802

Xac dinh theo hwéng dan tai JECFA monograph 1-Vol.4
phan xac dinh hydrocarbon thom va tinh cac chat khéng
cé vong thom bang phwong phap phan trdm dién tich
(chuén héa dién tich)

Xac dinh theo hwéng dan tai JECFA monograph 1-Vol.4
phan xac dinh hydrocarbon thom

TCVN 8900-6:2012
TCVN 8900-7:2012
TCVN 8900-8:2012
JECFA monograph 1-Vol.4
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Phu luc 10

YEU CAU KY THUAT VA PHUONG PHAP THU POI VO'I BENZYL ALCOL

1. Tén khac, chi sb

2. binh nghia
Tén hoéa hoc
Ma s6 C.A.S

Coéng thtrc hda hoc
Coéng thirc ciu tao

Khéi lwgng phan tor
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Binh tinh

bo tan

Chi s6 khuc xa
Trong lweng riéng
Hap thu héng ngoai
5.2. D6 tinh khiét
Khoang chwng cét

Chi

Chi sb acid
Aldehyd
Peroxyd

Cac hop chat hiru co
clor hoa

5.2. Ham luong C;H3O

Phenylcarbinol; Phenylmethyl alcohol; Benzenemethanol;
Anpha-hydroxytoluene

INS 1519

Benzyl alcol, Phenylmethanol
100-51-6

C7HgO

108,14
Chét 1dng trong, khdng mau, cé mui thom nhe d&c trung
Chét tao hwong, chat mang

Tan trong nwéc, con va ete

n*’p: 1,538-1,541

d*%5: 1,042-1,047

Dat yéu cau mé ta trong phan phwong phap tho

Khong thap hon 95% (tt/tt) cat trong khoang nhiét d6 ti 202°C
dén 208°C

Khéng dwgc qua 2 mg/kg

Khéng dwgc qua 0,5

Khéng duoc qua 0,2% (tt/tt) (tinh theo benzaldehyd)
Dat yéu cau mé ta trong phan phwong phap tho
Dat yéu cau mé ta trong phan phwong phap tho

Khéng thap hon 98,0%
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6. Phwong phap thw
6.1. Thir dinh tinh
bo tan

Chi s6 khuc xa
Trong lweng riéng
Hap thu héng ngoai

6.2. Thi tinh khiét
Khoang chwng cét
Chi

Chi sb acid
Aldehyd

TCVN 6469:2010

TCVN 6471:2010

TCVN 6469:2010

TCVN 6469:2010

Phé héng’ngoai ctia mau thir phai phu hop véi phd héng
ngoai chuan

Infrared spectrum Benzyl alcohol
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TCVN 6469:2010

TCVN 8900-6:2012

TCVN 8900-7:2012

TCVN 8900-8:2012

TCVN 6471:2010

Lay 2 m mau vao binh dinh m&c 100 ml, dinh mic dén
va~ch b’éng nu’é’c‘ cat. Lac déu cho tan. Chuan Pi dcf)ng thoi
mau doi chirng bang cach thay 2 ml dung dich mau bang 2 ml
dung dich Benzaldehyd 0,2% (m&i pha).

Lay vao 2 éng nghiém:

Ong dbi chirng: 2 ml dung dich mau dbi chirng,

Ong tht: 2 ml dung dich mau thi,

Thém vao ca 2 6ng 3 ml nwéc cat va 0,5 ml dung dich
Dinitrophenylhydrazyl b&o hoa trong acid Hydrochloric
loang, day nap ong nghiém, lac déu va dé yén trong 10 phut;
sau’dc') t‘hém,5 m! ethangl 95% va 2 ml dung dich KOH 10%
va lac déu dén dong nhat.

Mau dé nau (néu ¢6) trong bng thir khdng dwoc dam hon
mau trong 6ng chirng.
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Peroxyd

Cac hop chat hiru co
clor hoa

6.3. Thir dinh Iwong

Thdi CO, (dé dudi khi) vao binh cau dung tich 100 ml gan
v&i sinh han khi. Thém 1 ml mau thi, 2 ml chloroform, 0,1 g
Kali iodid va 20 ml hén hop dung dich chloroform va acid
acetic bang (ty 1& 1:2 tt/tt). Lap sinh han vao binh cau, dun
nhe cho dén khi bat dau séi trong 30 giay, gitv nhiét do dé
dung dich tiép tuc soi trong chinh xac 30 giay ké ttr luc xuét
hién hoi trong sinh han. Ngtrng dun va lam mat ngay trong
nuwéce da, sau dé thém qua sinh han 40 ml nwéc cat da loai CO..
Chuén d6 lod tw do béng dung dich Natri thiosulphat 0,005 N.
Ghi thé tich Natri thiosulphat da st dung la V... Tién hanh
twong tw dbi véi mau trdng (khdng c6 mau thir), ghi thé tich
Natri thiosulphat da st dung la V..

Mcc chénh Iéch Vy, - Vi khdong duoc qua 1 (twong dwong
vOi 40 mg peroxyd/lit, tinh & dang dwong lvgng oxy).

Thr theo JECFA monograph 1-Vol.4

Can khoang 1 g mau (chinh xac dén mg), tién hanh theo
hwéng dan trong chuyén luan Hydroxyl value tai JECFA
monograph 1-Vol.4. Ham lwgng benzyl alcohol tinh theo
cbéng thure:

Wx A

(B+ ~S)x N x10.814

% w/w =
W

Trong do:
A 13 thé tich dung dich KOH dé chuén d6 acid tw do (ml);

B 14 thé tich dung dich KOH dé chudn d6 mau trang thubc
ther (ml);

C 13 khéi lwong mau dé xac dinh acid ty do;

S la thé tich dung dich KOH dé chuan ddé mau acetyl héa;
W la khéi lwvong mau dwoc st dung dé acetyl hda;

N Ia ndng dé duwong lweng dung dich KOH trong ethanol.
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Phu luc 11

YEU CAU KY THUAT VA PHUONG PHAP THU POI VOl BUTAN-2-OL

1. Tén khac, chi sb
2. binh nghia

Tén hoa hoc

Ma sb C.A.S

Cobng thire hda hoc
Coéng thirc ciu tao

Khéi lwgng phan tr
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Dinh tinh

bob tan

Trong lweng riéng
5.2. D6 tinh khiét
Khoang chung cét
Can khong bay hoi
Nuwoc

bo acid

Andehyd va keton
Chi

6. Phwong phap tho
6.1. The dinh tinh
bo tan

Trong lwgng riéng
5.2. D6 tinh khiét
Khoang chung cét
Can khéng bay hoi
Nuwoc

Secondary butyl alcohol, 2-hydroxybutane

2-Butanol, butan-2-ol
78-92-2

C4H100

HsC

OH
74,12

Chét 16ng trong, hoi nhét, khéng mau, dé bat Itra, cé mui thom
dac trwng.

Dung méi chiét, chat tao hwong

Dé tan trong nwérc; c6 thé tron l1an véi ethanol va ether
0,806 - 0,809

tor 98,5°C dén 100,5°C

Khéng dwoc qua 2 mg/100 ml

Khong duwoc qua 0,2% kli/kl

Khoéng dwoc qua 0,003% kl/kl (tinh theo acid acetic)
Khéng duwoc qua 0,3% ki/kl (tinh theo butanal)
Khéng duoc qua 2,0 mg/kg

TCVN 6469:2010
TCVN 6469:2010

TCVN 6469:2010
TCVN 8900-2:2012
TCVN 8900-1:2012
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b6 acid L4y 60 g mau, nhd vai giot dung dich thtr phenolphthalein
va chuan dd bang KOH 0,1N cho t&i khi xu4t hién mau
héng bén trong 15 gidy. Lwong KOH khéng duoc qua 0,3 ml.

Andehyd va keton - Thir theo hwéng dan tai JECFA monograph 1-Vol 4.
- Dung 10 g mau véi hé sé twong dwong la 36,06.
Chi TCVN 8900-6:2012

TCVN 8900-7:2012
TCVN 8900-8:2012
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Phu luc 12
YEU CAU KY THUAT VA PHUONG PHAP THU POI VO'I DICLOROMETHAN

1. Tén khac, chi sé Methylene chloride, Methylene dichloride

2. Dinh nghia Dicloromethan (DCM) |a s&n phdm cuta qua trinh clo hoéa
methan, trong qué trinh nay c6 thé cho cac san pham clo
hoéa methan khac. D& 6n dinh qua trinh téng hop, c6 thé
st¢ dung propylen oxid, cyclohexan, va/hoac 2-methyl-2-buten.
Do tinh khiét phu thudc vao lwong C, va hydrocacbon
mach dai hon Ian trong methan va qua trinh clo héa. Do dé
co thé co lwong nhd cac hop chét clo hoa khac. Dicloro methan
théng thwong sé dwoc thu hdi tr cac qua trinh chiét va co
nhiéu loai v&i chat lwong khac nhau. Dicloromethan bén
trong diéu kién khd nhwng sé bi thily phan néu cé nwéc.

Tén hoéa hoc Dicloromethan
Ma s6 C.A.S 75-09-2
Cdéng thtrc hda hoc CH.CI,
Céng thirc cau tao cl

|

H—(|]— (|

H
Khéi lwong phan tr 84,93
3. Cam quan Chét 1dng trong, khdng mau, khéng chay
4. Chirc nang Dung méi chiét

5. Yéu cau ky thuat
5.1. Binh tinh

Do tan it tan trong nwérc, c6 thé tron 1an véi ethanol va ether
Chi s6 khuc xa n*p: 1,423 - 1,425

Trong lwong riéng d®5s: 1,323 - 1,327

5.2. D6 tinh khiét

Nwoc Khéng duoc qua 0,02%

Khoang chung cét tw 39°C tw 41°C

Can khéng bay hoi Khéng dwoc qua 2 mg/100 ml

Clor tw do Pat yéu cau mé ta trong phan phwong phap thi
Do acid Khéng duoc qua 0,002% (ki/kl) (tinh theo HCI)
Do kiém Khéng duwoc qua 0,01% (kl/kl) (tinh theo NaOH)
Chi Khéng dwoc qua 1 mg/kg

5.3. Ham lwong CH.Cl, Khéng thdp hon 99,0%
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6. Phwong phap thw

6.1. The dinh tinh
bo tan

Chi s6 khuc xa
Trong lwgng riéng
6.2. Thir tinh khiét
Nudéc

Khoang chung cét
Can khong bay hoi
Clor tw do

bo acid

Do kiém

Chi

5.3. Thir dinh Iwong

TCVN 6469:2010
TCVN 6469:2010
TCVN 6469:2010

TCVN 8900-1:2012
TCVN 6469:2010
TCVN 8900-2:2012

Ly 10 ml m&u, thém 10 ml dung dich Kali iodid 10% va 1 ml
dung dich th&r hé tinh bét, I&c déu trong 2 phat. Dé tach
I&p, I&p nwéc khdng dwgc cd mau xanh.

L4y 100 ml nwéc cat méi dun so6i d& ngudi (da dwoc trung
hoa véi thudc thir phenolphthalein) vao binh nén nat mai
dung tich 500 ml. Thém 100 ml dung dich mau va lac déu.
Pé tach 16p, |4y pha nwéc vao mét binh nén, thém 0,5 ml
dung dich thir phenolphthalein va chudn dd bang dung
dich Natri hydroxyd 0,1 N cho dén khi dung dich c6 mau
héng bén. Tinh ham lwong (%, kI/kl) acid trong mau tho
theo acid hydrochloric. 1 ml dung dich NaOH 0,1 N twong
dwong voéi 0,00365 g HCI.

L4y 100 ml nwéc cat méi dun so6i d& ngudi (da dwoc trung
hoa véi thube ther phenolphthalein) vao binh nén nut mai
dung tich 500 ml. Thém 100 ml dung dich mau va lac déu.
Dé tach 1&p, 14y pha nwéc vao mot binh nén, thém 0,5 ml
dung dich th&r phenolphthalein va chudn dd bang dung
dich acid hydrochloric 0,1 N cho dén khi dung dich c6 mau
héng bén. Tinh ham lwong (%, kI/kl) kiém trong mau thé
theo natri hydroxyd. 1 ml dung dich HCI 0,1 N twong dwong
v&i 0,004 g NaOH.

TCVN 8900-6:2012

TCVN 8900-7:2012

TCVN 8900-8:2012

Nguyén ly:

MAu th&r dwoc phan tich trén hé thdng sac ky khi st dung
c6t mao quan va detector FID. Dinh Iwgng diclomethan,
cac tap chat va cac chat én dinh bang phwong phap so sanh
dién tich pic v&i chat ngoai chuan.
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Thiét bi:

Hé théng sac ky khi s& dung c6t mao quan (dai 25 m,
dwdng kinh trong 0,53 mm, lop pha tinh day 2 pym 5%
phenyl/95% methylsilicon hoac cét dai 30 m, dwdng kinh
trong 0,32 mm, I&p pha tinh 1,8 um 6% cyanoproyl-phenyl/
methylpolysiloxan) va detector FID c6 bé phan bom mau
chia dong va khéng chia dong.

Diéu kién thiét bi:

Nhiét d6 budng bom mau: 150°C

Nhiét dé Detector: 250°C

Nhiét d6 16: 40°C, dang nhiét

Khi mang: He, téc d6 4,4 ml/phut

Chia dong: 98 ml/phut

Chuén:

Pha dung dich chuin bang cach thém cac chat vdi ty 1é
nhw sau:

Methyl clorid: 0,014% (kl/kl)

Vinyl clorid: 0,007

Ethyl clorid: 0,0084

Propylen oxid: 2,4

Vinyliden clorid: 0,0098

Trans-1,2-Dicloroethylen: 0,017

Cloroform: 0,012

Cyclohexan: 0,047

2-methyl-2-buten: 0,009

vao DCM siéu tinh khiét. Du”ng trong’ lo t‘hﬂy tinh c6 nut
cao su (septqm) kin. Cac chat dwoc lay bang syranh, can
(chinh xac dén mg). Bom v?o lo chra DCM qua septum
sau do pén syrantj con lai de xéc,dinh lwong chét da pha.
DCM dé pha chuan phai dwgc kiem tra tap chat trwédc khi
st dung.

Tién hanh:

Dung dich chuan duoc ’pha loang thanh day cac dung dich
chuan lam viéc tr 10 dén 300 ppm (rpg/kg), riéng propylen
oxid du’qc pha thanh day El‘J’ 0,06 dén 2,4% (kI/kI}. Durjg
dich chuép va dupg dich mau du’cycl bom vao hé thénglséc
Ky khi, thé tich mau tuy chon tr 1 dén 5 pl (st dung ché dé
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bom mau chia dong). Xay dwng dweng chuan biéu thi méi
twong quan gitra dién tich pic va néng do chat can phan
tich. Ndng do cac phu gia va sdn pham phu dwoc xac dinh
bang cach so sanh véi dwdng chuan. Téng néng do cac
chat n dinh va tap chét phai thap hon 1,0%. Thir tw riva giai
va th&i gian lwu:

Methyl clorid: 2,8

Vinyl clorid: 3,0

Ethyl clorid: 3,5

Propylen oxyd: 4,1

2-methyl-2-buten: 4,5

Vinyliden clorid: 4,6

Dichloromethan: 5,3

Trans-1,2-Dicloroethylen: 5,9

Cloroform: 8,7

Cyclohexan: 10,5

Cacbon tetraclorid: 12,0
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Phu luc 13

YEU CAU KY THUAT VA PHUONG PHAP THU POI VO'I CAC HEXAN

1. Tén khac, chi sb
2. binh nghia

Tén hda hoc
Céng thtrc hdéa hoc
Khéi lwong phan tr
3. Cam quan

4. Chirc nang

5. Yéu cau ky thuat
5.1. Dinh tinh

bob tan

Chi s6 khuc xa
Trong lwong riéng
5.2. B tinh khiét
Khoang chung cét
pH

Can khong bay hoi
Sulphur

Benzen

Chi

Cac hydrocacbon thom
da vong (PAHSs)

6. Phwong phap tho
6.1. Ther dinh tinh
bob tan

Chi s6 khuc xa
Trong lwgng riéng
6.2. Thir tinh khiét
Khoang chung cat

Hexanes

Thuat ngi» hexanes dwoc str dung dé& chi cac hydrocacbon
cO 6 cacbon trong mach thu duwoc tr qua trinh cracking
dau héa, thanh phan chi yéu la n-hexan, 2-methylpentan,
3-methylpentan, ngoai ra con cé thé 1an lwong nhd n-pentan,
iso-pentan, cyclohexan, n-heptan, dimethylbutan va
methylcyclopentan.

Hexan

CsH14

86,18

Chét 16ng trong, khéng mau, dé bat Itra, c6 mui dac trung
cta dau hda, khéng duwoc ¢6 cdn va huyén phu

Dung mdi chiét

Khéng tan trong nuéc, tan trong ether, con va aceton
n?°: 1,381-1,384 (n-hexan tinh khiét: khoang 1,375)
d®%: 0,665 - 0,687 (n-hexan tinh khiét: khoang 0,660)

95% tt/tt cat tai 64°C dén 70°C

Trung tinh d4i v&i chi thi methyl da cam

Khéng dugc qua 0,0005% kl/tt

Khéng dwoc qua 5,0 mg/kg

Khong duwoc qua 0,05% (tt/tt)

Khong duoc qua 1,0 mg/kg

Dat yéu ciu (mé ta trong phan phwong phap thir)

TCVN 6469:2010
TCVN 6469:2010
TCVN 6469:2010

TCVN 6469:2010
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pH TCVN 6469:2010

Can khdng bay hoi TCVN 8900-2:2012

Sulphur JECFA monograph 1 - Vol .4

Benzen Nguyén ly:

Phwong phap néi bd: cho methyl ethyl keton (MEK) vao
mau thr hexan sau dé bom vao may sac ky khi v&i 2 cot
dwoc ndi bdi mét van chia dong (theo hinh 1). Cho mau
thir qua trwdc cdt chra pha khdong phan cuwc (cét A),
methyl silicon, dé tach cac hydrocacbon khéng phan cuec.
Sau khi octan dworc rira giai, dong mau dwoc thdi tiép qua
cbt chira pha phan cyc cao (cét B). Cac thanh phan khéng
dwoc rira giadi & cot A sé dwoc chuyén sang cot B dé phan
tach cac hop chat thom va hop chat khéong thom. Xac
dinh cac thanh phan rira giai bang detector ion hda ngon
Icra va xay dwng biéu dd cot. Cac dién tich pic dwoc do va
ndng dd mdi chat dwoc tinh bdi phwong phap ndi chuéan.
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FIG. 1 Tubing Alsembly snd intrumsntstion

Fig.1 Tubing Assembly and Instrumentation

Thiét bi:

Dung sac ki khi v&i detector ion hda ngon Itra.

Cot A - Cot lam bang thép khéng ri, chiéu dai cot 0,8 m,
duwong kinh ngoai 3,2 mm, boc bang 10% methyl silicon,
c® hat 60-80 mesh.

Co6t B- Cot 1am bang thép khong ri, chiéu dai cot 4,6 m,
duwdng kinh ngoai 3,2 mm, boc béng 25% 1,2,3-tris
(2-cyanoethoxy)propan (TCEP), c& hat 80-100 mesh.
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N&i cot A véi cot B (nhw hinh 1), str dung van chia dong.
Théi khi Heli qua ca hai cot voi tbc dd xap xi 40 ml/phat.
Pat van & vj tri ngwoc dong (backflush) va cai dat téc do
dong cot B la 40 ml/phut (hinh 2)

st Foremnd Flom

Fig.2 Flow Switching System
Vat liéu va thubc thir:
Methyl Ethyl Keton (MEK) > 99,9%
Benzen > 99%
Isooctan > 99%
n-Nonan > 99%
Hiéu chuén:
Xac dinh thoi gian can thiét trwéc khi thay ddi van, trong
doé sw thay dbi hé théng cot va diéu kién thwe nghiém nhw
sau: chuan bi mét hén hop gém 5% thé tich isooctan trong
n-nonan. V&i hé théng dwoc md ta nhw hinh 2a, bom 1 pl
hén hop isooctane, n-nonan va tién hanh rira giai. Do thoi
gian (theo giay) tr khi bom dén khi isooctan dwoc rira giai
nhwng n-nonan chwa rira giai. Van ngwoc van vao thoi
diém gan ntra thoi gian rira gidi cla isooctan. Tiép tuc qua
trinh chay, thu dwgc mét phd cla isooctan véi mét it hoac
khéng co n-nonan.
Chuén héa:
Dung dich chuan: chuan bj 7 dung dich chuan benzen tir 0
dén 1% thé tich trong binh ciu dung tich 100 ml, pha
lodng, dinh mirc bang isooctan dén 100 ml thu dwoc day
dung dich chuan v&i ham lwong benzen nhw sau:
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% Thé tich ml

1 1

0,5 0,5
0,25 0,25
0,1 0,1
0,05 0,05
0,01 0,01
0,005 0,005

Dung dich hiéu chuén: L4y chinh xac 0,5 ml dung dich MEK
vao binh cau dung tich 100 ml, dinh mic dén vach bang
dung dich chuan dau tién va lac déu. Lap lai v&i cac dung
dich chuan khac. Phan tich sic ky cac dung dich hiéu
chuan v&i cac diéu kién nhw trén, mau bom khoang 3 pl.
Hiéu chuén: Do dién tich pic va tinh ty I& dién tich pic cua
benzene va MEK. Lap dwdng chuan ndng dd cla benzene
so vé&i ty 1& dién tich pic thu dwoc. Pwdng hiéu chuan phai
thdng. Xac dinh thei gian lwu ctia méi thanh phan can xac
dinh trong mau thr.

Tién hanh:

Dung dich th: LAy chinh xac 0,5 ml MEK vao binh dinh
murc dung tich 100 ml. Binh mirc dén vach bang mau thi
va lac déu. Po phé mau dai dién tlr dung dich thir. Nhan
biét cac pic clia benzene va chuidn MEK ti thoi gian lwu
cac pic cta dung dich chuan. Thir tw rlra gidi la cac
hydrocacbon khéng thom, benzene, MEK va toluen. Do dién
tich pic ctia benzene va MEK.

Tinh toan:

Xac dinh ty Ié dién tich pic cia benzen va MEK. Doc twr
dwong cong hiéu chudn% thé tich pic ctia benzen twong
tng v&i ty 1& dién tich pic da xac dinh. Néu tinh két qua
theo khoi lvgng, chuyén doi thanh % khoi lwong theo cdng
thire sau:

% Khbi lwong benzen = V/D * 0,8844

Trong do:

V 1a% thé tich benzen,

D la ty khdi clia mau tai 15,6°C, theo thé tich hodc % khéi
lwong bezen gan murc 0,005%.
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Chi

Cac hydrocacbon thom
da vong (PAHSs)

TCVN 8900-6:2012
TCVN 8900-7:2012
TCVN 8900-8:2012

L4y 25 ml m4u cho vao phéu chiét 125 ml, thém 25 ml hexan
lac déu va thém 5 ml dimethyl sulfoxid I&c déu trong 1 phut, dé
yén cho tach I&p, chuyén lép dudi vao mot phéu chiét
khac, thém 2 ml hexan lac déu va dé& yén cho tach lop.
Tach 4y 16p phia dwéi va do dd hap thu quang ttr 260 nm
dén 420 nm. Thém 5 ml dimethyl sulfoxyd, 25 ml hexan,
l&c déu trong 1 phuat. Chudn bj dung dich phan tich
trimethyl pentan chia 7,0 mg naphtalen (trén lit) va do d6
h&p phu cta dung dich tai budc séng 275 nm, st dung
trimethylpentan 1am mau trang. Tai khodng budc séng tir
260 nm dén 420 nm, d6 hap phu cla dung dich thr bang
1/3 dung dich phan tich tai 275 nm.

S dung hexan, dimethyl sulfoxyd va trimethylpentan chét
lwong phan tich cho phé t&r ngoai.



