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Foreword

Standard (SN/T 4675) “Methods of export wine analysis” includes 30 parts:

—SN/T 4675.1

—SN/T 4675.2

—SN/T 4675.3

—SN/T 4675.4

—SN/T 4675.5

—SN/T 4675.6

—SN/T 4675.7

—SN/T 4675.8

—SN/T 4675.9

—SN/T 4675.10

—SN/T 4675.11

—SN/T 4675.12

—SN/T 4675.13

—SN/T 4675.14

—SN/T 4675.15

Determination of glycerol in wine for export—Enzymatic method;

Determination of 2,3-butanediol in wine for export—GC method;

Determination of stable ine for export;
Determination of lactic acid in wine for ic method;
Determination of organic acid j t—Ilon chromatography method;

Determination of glucos

Determination of acetald

Determination of 5-hydroxy ort—HPLC method;

Determination of diethy,

Determination of och i S/MS method;

Determination of 7 a i LC method;

Determination of lysozy

Determination of 2,4,6-trichloroanosole in wine for export—GC/MS method;

Determination of natamycine in wine for export—HPLC/MS/MS method;

Determination of salicylic acid, dehydroacetic acid and 4-chlorobenzoic acid in wine

for export—HPLC method;

—SN/T 4675.16

—SN/T 4675.17 Determination of butyltin compounds in wine for export—GC/MS/MS method;

—SN/T 4675.18 Determination of dithiocarbamates(salt) residues in wine for export—Headspace

4

Determination of fumaric acid in wine for export—HPLC/MS/MS method;

e e e eesaosmesee iR E——
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GC method;

—SN/T 4675.19 Determination of sodium, magnesium, potassium, calcium, chromium, manganese,
iron, copper, zinc,arsenic, selenium,silver,cadmium and lead in wine for export;

—SN/T 4675.20 Determination of rare-earth elements in wine for export—ICP-MS method;

—SN/T 4675.21 Determination of soluble inorganic salts in wine for export—lon chromatography
method;

—SN/T 4675.22 Determination of total s lorimetric method;

—SN/T 4675.23 Determination of ammonium nitrogen in w e for export—Continu-

ous flow analysis(CFA) method;

—SN/T 4675.24 Determination of Folin & Ci
method;

ine for export—Spectrophotometry

—SN/T 4675.25 Determination of chro
space system;

xport—CIE Lab color

—SN/T 4675.26 Determination of turbidity diation method;

—SN/T 4675.27 Determination of alkali

—SN/T 4675.28 Method for enumerati i oulds and bacteria in
cork stoppers and wine for export;
—SN/T 4675.29 Determination of brettan time PCR method;

—SN/T 4675.30 Determination of zygosaccharomyces bailii in wine for export—Real-time PCR
method.

This part is part 27 of the standard.

This part is drafted according to GB/T 1.1—2009.

This part completely adopted the method of Organization of International Vine and wine (OIV) MA-
AS2-04,“Ash of Wines”and modified MA-AS2-05* Alkalinity of Ash of Wines Titrimetric Method” .

The technical content was the same except for some technical changes as follows:

—Porcelain crucible was increased;
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—Hydrochloric acid standard titration solution(0.100 0 mol/L) was increased;

c X (10— V,) x0.069 X1 000 .
—Formula of x; = 20 was increased.

Please note that some of the content of the standard may involve patents.Publication of the present
standard does not bear the responsibility of identifying these patents.

This part was proposed by and was under the jurisdiction of Certification and Accreditation Adminis-
tration of the People’s Republic of China.

This part was drafted by Zhongshan Entry-Exit Inspection and Quarantine Bureau of the People’s Re-
public of China, Huangpu Entry-Exit Inspection and Quarantine Bureau of the People’s Republic of
China and Guangdong Entry-Exit Inspection and Quarantine Bureau of the People’s Republic of China.

The main drafters of this part were Feng Xueya, Li Rong, Tian Ling,Li Yunsong, Li Haoyang, Xie Li-
fang, Liang Jianyu,He Xingzong, Liu Qing and Li Zhiyong.
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Determination of alkaline ash in wine for export

1 Scope

This part specifies the method for the determination of alkalinity ash in wine.

This part is applicable to the determination of alkalinity ash in wine.
2 Quoted normative documents

The following referenced documents are indispensable for the application of this document. For
dated references,only edition cited applies. For undated references, the latest edition of the refer-
enced document (including any amendments) applies.

GB/T 601 Chemical reagent—Preparations of standard volumentric solutions.

GB/T 6682 Water for analytical laboratory use—Specification and test methods.
3 Principle

The ash is dissolved in acid standard titration solution, the excess acid solution is determined by Al-
kali standard titration solution, the consumption of alkali content multiplied by the conversion coeffi-
cient factor is the alkalinity of ash.

4 Reagents and materials

Unless others specified, the reagents should be analytical pure. And the water should accord with
GB/T 6682.

4.1 Methyl orange(Ci;HsN;SO;Na).
4.2 Hydrochloric acid (HCI).
4.3 Sulfuric acid(H,S0,).

4.4 Sodium hydroxide(NaOH).
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4.5 Hydrochloric acid standard titration solution (0.100 0 mol/L) or sulfuric acid standard solution
(0.050 0 mol/L) ;: Preparation and calibration of GB/T 601.

4.6 Sodium hydroxide standard titration solution (0.100 0 mol/L): Preparation and calibration of
GB/T 601.

4.7 Methyl orange indicator (0.1%): Take 0.1 g methyl orange (4.1) ,dissolved with a small amount
of water,transferred to a volumetric flask (100 mL) ,dilute to 100 mL.

5 Apparatus and equipment

5.1 Thermostatic bath.

5.2 Analysis balance:sensitive to 0.1 mg.
5.3 Heating plate.

5.4 Dryer (desiccant).
5.5 Platinum crucible or porcelain crucible.
5.6 Muffle furnace.

5.7 Alkali Burette: 10 mL.

5.8 Glass rod.

5.9 Horizontal oscillator tuble.

5.10 Ultrasonic bath.

6 Analytical procedure

Put platinum crucible or porcelain crucible (5.5) in a muffle furnace (5.6), burning for 30 min at
525 C £25 C,cooling to 200 C, remove and place in a dryer(5.4) cooling for 30 min, accurately
weighing. Burning to constant weight, the weight difference of before and after burning times is un-
der 0.5 mg.

Pipette 20 mL wine (sparkling wine need to pre-degas,100 mL sample will be degassed by horizontal
oscillator or ultrasonic wave at room temperature until no bubles) into the previously platinum cruci-

ble or porcelain crucible(constant weight) , evaporate sample wine to dry on the Thermostatic bath
8
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(5.1) . then carbonizing the evaporating residues on the heating plate at 200 C , until no smog ap-
peared. Put the crucible into the furnace and burn for 15 min at 525 C =25 C ,cooling to 200 C ,and
take out the crucible and add 5 mL water,and put into Thermostatic bath(5.1) , then re-heating, re-
carbonizing, then put into muffle furnace, burning for 10 mins, cooling to 200 C , take out platinum
crucible or porcelain crucible,then weigh it after being cooled in dryer. Burning to constant weight,
the weight difference of before and after burning times is under 0.5 mg.

Add 10 mL hydrochloric acid standard titration solution or sulfuric acid standard solution(4.5) to the
ash from 20 mL of wine in the platinum crucible or porcelain crucible. Place the crucible on the boiling

water-bath for about 15 y glass rod until the ash was totally

dissolved. Add two drop d titrate the excess hydrochloric acid or

sulfuric acid against sodi tion(4.6) until the color of the indicator

changes to yellow.

Note: if the carbonization was no re-add 5 mL distilled water, then evaporated wa-

ters, burning again. For s e which include high sugar content, when firstly

carbonizing, it will be bet wine for preventing foam.

7 Expression of res

7.1 In the sample, the alkali illiequivalents per liter was calculated by

formula (1)or formula (2

=1 )

(. 12.)

Where:

x,—alkaline ash content in the sample, (determination of the hydrochloric acid standard titration so-

lution)mmol/L;

x,—the alkaline ash content in the sample, (determination of the sulfuric standard titration solution)

mmol/L:
¢ —the concentration of the standard titration solution of hydrochloric acid or sulfuric acid,mol/L;
V,—the volume of the sample consumption of sodium hydroxide standard titration solution,mL;

The result is kept to two decimal places.
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7.2 In the test sample, the alkaline ash content,another expressed in grams per liter of potassium
carbonate was calculated by formula (3) or formula (4) :

¢ x (10— V,;) x 0.069 x 1 000
X = 50 susiasesaees veeess ssmsanrenns 3 )

c X (10 - V,) x0.138 x 1 000
X4 = 20 ...u........-................( 4 )

Where:

xs —alkaline ash content in the sample (in order to potassium carbonate) (determination of the
hydrochloric acid standard titration solution),g/L;

x, —the alkaline ash content in the sample (in order to potassium carbonate) (determination of the
sulfuric standard titration solution) ,g/L;

c —the concentration of the standard titration solution of hydrochloric acid or sulfuric acid,
mol/L;
V, —the volume of the sample consumption of sodium hydroxide standard titration solution,mL;

0.069 —the weight of potassium carbonate which was equal to the weight of potassium carbonate
which was titrated by 1 mL hydrochloric acid standard titration solution[ ¢ (HCl) =1.000 mol/L].g;

0.138 —the weight of potassium carbonate which was equal to the weight of potassium carbonate
which was titrated by 1 mL sulfuric acid standard titration solution[ ¢ (H,S0,) = 1.000 mol/L].g.

The result is kept to two decimal places.

8 Repeatability

In the two parallel test results, the absolute value of the two parallel test results must not exceed 10% of
the average value of the results.

10
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