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L&i néi ddu

TCVN 8011:2009 dugc xay dung trén co s& AOAC 972.10 Alcohols
(Higher) and Ethyl Acetate in Distilled Liquors. Alternative Gas
Chromatographic Method;

TCVN 8011:2009 do Ban ky thuét tiéu chudn quéc gia TCVN/TC/F9
B8 ubng bién soan, Téng cuc Tiéu chudn Do ludng Chat lugng dé
nghi, B& Khoa hoc va Céng nghé céng bd.
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TIEUCHUAN QUBC GIA TCVN 8011:2009

Xuit bin I#n 1

Rugu chung cat - Phudng phap xac dinh ham lugng rudu bac cao
va etyl axetat bing phuong phap siac ky khi

Distilled liquors — Determination of alcohols (higher) and ethyl acetate contents

by gas chromatographic method

1 Pham vi ap dung

Tiéu chudn nay quy dinh phuong phap xac dinh ham lugng rugu bac cao va etyl axetat trong rugu chung cAt
béng séc ky khi.

2 Thudc thir

Cac thudc thir dugc sif dung phai I loai tinh khiét phan tich, trif khi c6 qui dinh khac.
2.1 Alcohol n-propyl.

2.2 Alcohol isobutyl.

2.3 Alcohol amyl

Hdn hop clia cac alcohol isoamyl va amyl hoat héa tuang ng khoang 22 % va 78 %, ndng d6 ca hai
chét déng phan thay d8i theo timg mé. Xac dinh thanh phan clia thuc th(r theo diéu 4. Do cac dién tich
clia 2 pic bang phép tam giac dac (chiéu cao x chiéu rong tai nla chiéu cao) va thu dugc néng dé cla

mbi loai bang cach chia téng dién tich ciia hai pic cho dién tich ciia méi pic.
2.4 Dung djch chuin ndi 3-pentanol, 40,76 mg/mi
Chun bj dung dich chifa 10 ml thudc thi trong 200 ml alcohol-nudc (1 + 1).

2.5 Etyl axetat.
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2.6 Dung djch chuin aicohol amyl, alcohol isobutyl va alcohol n-propyl

Chuén bj 3 hoiic 4 dung dich chugn chifa cac Iugng alcohol khac nhau nhu sau: Cho vao cac binh dinh
mifc 100 mi (3.4) ¢6 chifa alcohol-nutc (1 + 1), diing pipet 14y cac loai alcohol va can sau méi lan bd
sung thanh phan. Cc tj 1§ clia cac loai alcohol trong méi dung dich chudn can thay d8i sao cho déi
néng 86 mong mu6n ctia méi loai duge thé hién ngu nhiéen trong day cac dung dich chun. C4c lugng
gdi ¥ trong khoding tir 0,25 ml dén 1,5 ml n-propanol, tif 1,0 ml d&n 2,5 ml alcohol isobutyl va tir 2,0 ml
@én 5,0 mi alcohol amyl. Pha loang mdi loai béing alcohol-nude (1 + 1) d&n thé tich yéu céu.

2.7 Dung dich chudn lam vigc alcohol amyl, alcohol isobutyl va alcohol n-propyt

Pha lodng trong binh ginh mic 200 mi (3.4) 10 mi clia m&i dung dich chun va 2,0 mi dung dich chudn
ndi 3-pentanol (2.4) bing hdn hop alcohol-nudc (1 + 1) dén vach 200 mi (a9 pha loang 1/20).

2.8 Dung dich chuin etyl axetat

Chudn bi 3 hogic 4 dung dich chu&n chifa tir 0 g/l dén 0,5 g/l (tir 0 g/100 | d&n 50 g/100 1) trong nudc
hodc trong hén hp alcohol-nuéc (1 + 1). Sif dung céc dung dich nay dé chugn bi duting chun tne tigp
béng cach dung chiéu cao pic (mm) dua theo ndng d5 tinh bing g/100 1.

3 Thiét bj, dung cu
Sl dung cac thiét bi, dung cu ciia phang thir nghiém thdng thudng va cy thé nhu sau:
3.1 May sic ky khi, dugc trang bi b detector ion hoa ngon I(fa.

3.1.1  Cot: glyxerol 2 % va 1,2,6-hexanetriol 2 %. éng nhdi dai 3 m va dudng kinh ngoai 3 mm. én
dinh cét qua dém trong 16 & 80 °C vai téc dd dong khi heli tir 10 mi/min d&n 25 mi/min va detector & cudi
cbt da duge thao ra.

3.1.2 Cacthdng sb:

- Nhigt 4o cot 14 80 °C:

- Nhiét d6 cla bé bom mau 13 100 °C;
- Nhiét o detector Ia 125 °C;

Téc d6 dong khi mang heli va hydro la 25 mi/min, tdc 46 khong khi tif 250 mlimin d&n 400 mi/min.
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Cac digu kign van hanh t8i uu thay ddi tly thue vao cot va thiét bi va cin dugc xac dinh bing céch sir
dung cac dung dich chun. Chinh cac thong s6 cho co dugc db sic nét pic 5i da va tach pic t&i wu.
Phép phan tich dugc hoan thanh trong khoang 11 min.

3.2 Pipet, dung tich 10 ml, 0,2 ml dugc chia vach 0,01 mi

3.4 Binh dinh mirc, dung tich 100 ml va 200 ml.

4 Cach tién hanh

Dung pipet (3.2) Idy 10 ml phan méu thir cho véo binh thich hap (vi du: chai thuy tinh thich hgp c6 nép
van). Dling pipet (3.2) cho thém 0,1 ml dung dich chuan ndi 3-pentancl va trén. Bom 2 l phin mau thir
va cac dung dich chun lam viéc. Do chiéu cao pic clia méi thanh phan trong dung dich chudn lam viéc
va tinh ty 1& chiéu cao pic clia timg thanh phan véi dung dich chudn néi. Tinh ty Ié néng do clia timg
thanh phan bang cach chia khdi Iugng clia chat chudn ndi cho khéi lugng clia thanh phan.

CHU THICH Ty 18 cira alcohol isoamyl va alcohol amy! trong hén hop can duac dé cap dén trong tinh toan khdi
Iwong thyc cia timg chét déng phan trong cac dung dich chudn 1am viéc.

Dung d8 thi clia cac ty 1€ ndng dé trén truc hoanh dua theo cac ty 18 chidu cao pic trén truc tung déi véi
méi loai alcohol bac cao trong tat ca cac chudn lam vige d8 thu duge cac dudng chudn. DS vai etyl
axetat, dung chiéu cao pic truc ti€p dua theo néng do.

Tuong ty, do chiéu cao pic clia timg thanh phan trén sic d6 mau thi va tinh ty 18 chidu cao pic. Boc cac
ty 1& ndng do clia tat c cac loai alcohol, st dung dudng chudn. Nhan tJ 1& néng do clia timg loai
alcohol ¢4 trong phan mAu thi véi 40,76 d& thu dugc s6 g/100 I. Cén phai dung dudng chudn méi khi sir
dung cac thiét bi, cac théng s& hoac cac chat chudn méi.

5 Bao céo thit nghiém

Bao cao thif nghiém phai ghi rd:

- moi thong tin can thiét d& nhan biét day dd v& mau thir;

- phuong phép I8y mau da sl dung, néu biét;

~ phuong phap thir da sir dung va vién dan tiéu chudn nay;

moi chi tigt thao tac khong qui dinh trong tiéu chudn nay, ciing véi cac chi tiét bat thuang khac co thé
anh hudng t4i két qua;

- cac két qua thir nghiém thu dugc.
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