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L&i néi diu

TCVN 9637-7:2013 hoan toan twong dwong véi ISO 1388-7:1981.
TCVN 9637-7:2013 do Ban k¥ thuat tiéu chuin quéc gia TCVN/TC47 Héa hoc bién soan,
Téng cyc Tiéu chudn Do Iwéng Chét lwgng d& nghj, B Khoa hoc va Cong nghé céng bé.

B tiéu chudn TCVN 9637 (ISO 1388), Ethanol st dung trong céng nghiép — Phuong phép the,
gdm cac tiéu chuén sau:

- TCVN 9637-1 (ISO 1388-1), Quy djnh chung.
- TCVN 9637-2 (ISO 1388-2), Phét hién tinh kiém hodc xéc dinh do acid bdng phenolphtalein.

- TCVN 9637-3 (ISO 1388-3), X4c djnh c4c hop chét carbonyl c6 ham long nhd — Phuong phép
do quang.

- TCVN 9637-4 (ISO 1388-4), Xac djnh cac hop chét carbonyl ¢6 ham lwgng trung binh -
Phuwong phép chuén dé.

- TCVN 9637-5 (ISO 1388-5), X4c djnh ham luong aldehyd — Phuong phép so mau bang mét.
- TCVN 9637-6 (ISO 1388-6), Phép thi kha nang tron 1n véi nube.

- TCVN 9637-7 (ISO 1388-7), Xéc djnh ham lwgng methanol [ham lwgng methanol tir 0,01 %
dén 0,20 % (theo thé tich)] — Phuong phép do quang.

- TCVN 9637-8 (ISO 1388-8), Xéc djnh ham lwgng methanol fham lwgng methanol tir 0,10 %
dén 1,50 % (theo thé tich)] — Phuong phép so mau bdng mét.

- TCVN 9637-9 (ISO 1388-9), X4c djnh ham lrgng este — Phuwong phép chudn dé sau khi
xa phong héa.

- TCVN 9637-10 (ISO 1388-10), Xéc dinh ham lueong céc hydrocarbon — Phuong phép chung cét.
- TCVN 9637-11 (ISO 1388-11), Phép thir phét hién fufural.

- TCVN 9637-12 (ISO 1388-12), X4c dinh thdi gian oxy héa bdng permanganat.
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Ethanol str dung trong cong nghiép - Phwong phap ther -
Phan 7: Xac dinh ham lwgng methanol [ham Iwong methanol
ttr 0,01 % dén 0,20 % (theo thé tich)] - Phwong phap do
quang

Ethanol for industrial use - Methods of test - Part 7: Determination of
methanol content [methanol contents between 0,01 and 0,20 % (V/V)] -
Photometric method

1 Pham vi ap dung
Tiéu chudn nay quy djnh phwong phap do quang dé xac dinh ham lwgng methanol trong ethanol
str dung trong cdng nghiép.

Phwong phap ndy ap dung cho cac san phdm cé ham lwgng methanol tir 0,01 % dén 0,20 %
(theo thé tich).

Tiéu chudn nay dwoc 4p dyng ciing véi TCVYN 9637-1 (ISO 1388-1) (xem Phy lyc A).

2 Nguyén tic

Sy chuyén héa ctia methanol ¢é trong phidn miu tht thanh formaldehyd do qua trinh oxy hoa véi
dung dich kali permanganat trong acid phosphoric. Phan (ng cta formaldehyd dwgc tao thanh véi

acid chromotropic.

Do quang cla dung dich mau tim thu dwgc & bwdc séng khoang 570 nm.

3 Thudc thir

Trong qué trinh phan tich, chi s dung thudc thtr cé cap tinh khiét phan tich va nudc cat hoac
nuéc co do tinh khiét twvong dwong.

3.1 Kali permanganat, dung dich 30 g/l trong acid phosphoric.

Hoa tan 3 g kali permanganat trong mét it nwéc, thém 15,5 ml dung dich acid orthophosphoric,
p 1,69 g/ml, pha loang dén 100 ml bang nwdc va lac déu.
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3.2 Dinatri disulfit [natri metabisulfit (Na;S;0s)), dung dich 100 g/l.
Hoa tan 10 g natri metabisulfit trong nwéc va pha loang dén 100 ml.

3.3 4,5-Dihydroxynaphtalen-2,7 disulphonic acid (acid chromotropic), dung dich trong acid

sulfuric.
3.3.1 Chuén bj dung djch

Hoa tan 0,1 g acid chromotropic, hodc mudi dinatri cla né trong 10 ml nwéc. Trong khi 1am lanh,
thém 90 ml acid sulfuric p khoang 1,81 g/ml, dung dich khodng 90 % (theo khéi Iwgng) va
lc déu.

Chuén bj dung dich tai théri diém sir dung.

Néu dung dich gay ra sy tao mau dang ké trong qua trinh tao mau cta dung dich bd chinh (5.3.1)
hodc dung dich phép thlr tring (5.2), 1am sach acid chromotropic ho3c mubi dinatri cia né theo
quy trinh quy dinh tai 3.3.2.

3.3.2 Lam sach acid chromotropic

Hoa tan khodng 10 g acid chromotropic, hodc mudi dinatri cla né trong 25 ml nwéc. Néu ding
muéi dinatri, thém 2 ml acid sulfuric c6 p khodng 1,84 g/ml, trong khi 1am lanh @& chuyén né vé
dang acid tw do. Thém 50 ml methanol, gia nhiét dén séi va loc qua phé&u loc thuy tinh thiéu két,
do x6p P 10",

Thém 100 ml propan-2-ol vao dung dich dé két tla acid chromotropic. Gom két tGa trong phéu loc
thuy tinh thiéu két, a6 xép P 10 va rira két tia bang mét lwgng nhd propan-2-ol. D& khé, ban dau
trong khéng khi va sau dé trong binh hat dm c¢é acid sulfuric p khodng 1,84 g/ml, dung dich
khodng 98 % (theo khéi lwgng) 1am chét hat &m.

Néu sau khi lam sach, dung dich phép thir trdng van con mau, loai bd acid chromotropic.
3.4 Methanol, dung dich tiéu chuin twong (rng 0,05 % (theo thé tich) methanol.

Cho 1,00 m! methanol tuyét déi vao binh dinh mtrc dung tich 250 ml, thém lwgng ethanol khéng chira
methanol twong dwong véi 99 ml ethanol khan, pha loing dén vach mirc bang nudc va lic Géu.

Cho 25,0 ml dung dich nay vao binh dinh m&c dung tich 200 m, pha loang dén vach mirc béng
nwéc va lac déu.

1 ml cta dung dich tiéu chuin nay chira 0,000 5 ml methanol.

' Xem ISO 4793, Laboratory sintered (fritted) filters — Porosity grading, classification and designation
(Phéu loc (thiy tinh) thidu két — D6 x8p, phén loai va quy céch.
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4 Thiét bi, dung cu
Thiét bi, dung cu théng thwdng trong phong thir nghiém va
4.1 Bén cach thiy, c6 kha ning didu chinh nhiét dé & 70 °C + 2 °C.
4.2 Quang phd ké hoac

4.3 May hip thy quang dién, cé cac kinh loc dam bao truyén téi da trong ving 570 nm.

5 Cach tién hanh
5.1 Phin miu thir va chuin bj dung djch th

LAy thé tich phan m&u thir (V,) cla m3u phong thir nghiém, twong &ng 5,0 ml ethanol khan, cho
vao binh djnh mirc dung tich 100 ml. Chudn bj dung dich th&r bing cach dung nwéc pha loang dén
vach mtrc va lac déu. “

5.2 Phép thir trdng

Tién hanh phép thir tréng tai clng thei diém véi phép xac dinh, theo cling mét quy trinh va sl
dung cuing Iwgng cla tAt ca cac thubc thir dwec st dung dbi véi phép xac dinh, nhing thay thé
phan miu thi bing thé tich ethanol khéng chira metanol twong (rng véi 5,0 mi ethanol khan.

5.3 Chun bj dwdng chuén

5.3.1 Chudn bj dung djch tidu chuin, dwoc s dung cho viéc chuén bj cho céac dung dich do

mau tiéu chuin.

L&y mot loat sdu binh dinh mirc dung tich 100 ml, cho nhitng lvgng dung dich methanol tiéu
chuin (3.4) néu trong Bang 1, pha loing dén vach mirc bang dung dich ethanol khéng chira
methanol 5 % (theo thé tich) trong nuwéc va 1ac déu.

Bang 1 — Thé tich dung dich tiéu chuin methanol

Dung djch tiéu chuidn methanol (3.4), ml Thé tich twong (’ng cia methanol, ml
o* 0

1,00 0,000 5

2,50 0,001 25

5,00 0,002 5

10,00 0,005

20,00 0,010

* Dung dich bd chinh
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5.3.2 Chuin bj dung djch do mau tiéu chuin, déi véi phép do quang dwgc thire hién trong cac
cuvet c6 chiéu dai quang hoc 1 cm.

L&y mét loat sau dng nghiém, cho vao mdi éng 2 ml mdi dung dich tiéu chudn methanol da pha
loang (5.3.1).

5.3.3 Taomau

Thém vao mé&i éng 1,0 ml dung dich kali permanganat (3.1) va sau 15 min thém 0,6 ml dung dich
dinatri disulfit (3.2). Cac dung dich ndy sé& khdng c6 mau, trong khi lam mat véi da, thém 10,0 ml
dung dich acid chromotropic (3.3), gia nhiét trong bdn céch thiy (4.1), kiém soat nhiét a9 tai 70 °C
+ 2 °C trong khodng 20 min. LAy c4c 8ng nghiém ra khdi bdn cach thly va d& ngubdi.

CHU THICH 1: N&u mau cda dung dich bd chinh dam dic hon mau cla dung dich do mau tiéu chuén pha
loang nhét, 1am sach acid chromotropic ho%c muéi dinatri clia n6 theo quy dinh tai 3.3.2

CHU THICH 2: Chudn bj dwng chudn méi sau mdi 1an s dung chai acid chromotropic méi.

5.3.4 Phép do quang

S dung quang phd ké (4.2), a3t budc song trong khodng 570 nm hodc ding may hép thy quang
dién (4.3) co gén kinh loc thich hop, tién hanh ngay phép do quang trén tirng dung dich do mau
tiéu chuén (5.3.2) sau khi didu chinh thiét bj vé& dai hap thy zero theo dung dich ethanol 5 % (theo
thé tich) trong nwéec.

5.3.5 V& dd thj

Loai bd dai hdp thy cia dung dich bd chinh ra khéi dai hdp thy cia céc dung dich do mau
tiéu chudn (5.3.2). V& db thj, vi dy nhw thé tich tinh bing mililit cia methanol trong dung dich
tiéu chuln (5.3.1) theo toa dd va cac gia trj clia dai hap thy dwoc hiéu chinh twong (ng theo
tung @¢.

5.4 Phép xac djinh
5.41 Tao mau
LAy 2,0 ml ctia dung dich thir (5.1), cho vao trong éng nghiém va tién hanh theo quy djnh tai 5.3.3.

5.4.2 Phép do quang

Tién hanh phép do quang trén dung dich thir va dung dich phép thir tring theo quy trinh quy dinh
tai 5.3.4, sau khi didu chinh thiét bj v& hé sd hap thy zero theo dung dich ethanol 5 % (theo
thé tich) trong nwéc.
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6 Biéu thi két qua
St dung duong chudn (5.3.5), xac dinh thé tich methanol twong (rng véi gia tri ctia phép do
quang.
Ham Iweng methanol, tinh bang phin tram thé tich methanol, theo céng thirc sau

(v, -V, )x100
v

trong dé
Vo la thé tich ctia methanol xéc dinh dwoc trong dung dich phép thl tréng, tinh bang mililit;
V, |4 thé tich ctia methanol xac dinh dwoc trong dung dich thiy, tinh bing mililit;

V,  lathé tich cia phan mau thi, tinh bang mililit.
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Phu luc A

(Tham khao)
Cac TCVN lién quan dén ethanol sir dung trong céng nghiép

TCVN 9637-1 (ISO 1388-1), Quy dijnh chung.
TCVN 9637-2 (ISO 1388-2), Phét hién tinh kiém hodc x4c dinh d6 acid bdng phenolphtalein.

TCVN 9637-3 (ISO 1388-3), X4c djnh céc hgp chét carbonyl c6 hém lwgng nhd - Phwong phép
do quang.

TCVN 9637-4 (ISO 1388-4), X4c dinh c4c hop chét carbonyl ¢6 ham lugng trung binh -
Phuong phép chudn d6.

TCVN 9637-5 (ISO 1388-5), X4c djnh ham lwgng aldehyd — Phwong phép so méu bdng mét.
TCVN 9637-6 (ISO 1388-8), Phép thir kha nang tron 1an véi nube.

TCVN 9637-7 (ISO 1388-7), Xéc djnh ham lwgng methanol [ham lwgng methanol tir 0,01 %
dén 0,20 % (theo thé tich)] — Phwong phép do quang.

TCVN 9637-8 (ISO 1388-8), Xdc djnh ham lwong methanol fham lweng methanol tir 0,10 %
dén 1,50 % (theo thé tich)] - Phuong phdp so mau bdng mét.

TCVN 9637-9 (ISO 1388-9), X4c dinh ham hegng este — Phuwong phép chuén dd sau khi xa
phong héa.

TCVN 9637-10 (1ISO 1388-10), Xéc dinh ham lugng céc hydrocarbon — Phuong phép chung cét.
TCVN 8637-11 (1ISO 1388-11), Phép thir phét hién fufural.

TCVN 9637-12 (ISO 1388-12), X4c dinh thdi gian oxy h6a bdng permanganat.




