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7.1. . . . . . . . . . ....
7.2. . . . . . . . . . ....

8. PROCEDURE
8.1. Preparation of the test sample
8.2. Test portion
8.3. Removal of fat and proteins

8.3.1. . . . . . . . . . ....
8.3.2. . . . . . . . . . ....
8.3.3. . . . . . . . . . ....

8.4. Chromatographic determination
8.4.1. . . . . . . . . . ....
8.4.2. . . . . . . . . . ....
8.4.3. . . . . . . . . . ....
8.4.4. . . . . . . . . . ....

8.5. Calibration
8.5.1. . . . . . . . . . ....
8.5.2. . . . . . . . . . ....
8.5.3. . . . . . . . . . ....

9. EXPRESSION OF RESULTS
9.1. Method of calculation and formulae

9.1.1. Calculation of the response factor R:
9.2. Calculation of the percentage of rennet whey powder in the...
9.3. Accuracy of the procedure

9.3.1. Repeatability
9.3.2. Reproducibility
9.3.3. Linearity

9.4. Interpretation
Table 1 Ni –4,6 standard
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ANNEX XIV
(Article 10)

SKIMMED-MILK POWDER: QUANTITATIVE DETERMINATION OF
PHOSPHATIDYLSERINE AND PHOSPHATIDYLETHANOLAMINE
1. PURPOSE AND FIELD OF APPLICATION
2. DEFINITION
3. PRINCIPLE OF THE METHOD
4. REAGENTS

4.1. Standard material: PEDP, at least 99 % pure
4.2. Reagents for standard sample and test sample preparation

4.2.1. . . . . . . . . . ....
4.2.2. . . . . . . . . . ....
4.2.3. . . . . . . . . . ....

4.3. Reagents for o-phthaldialdehyde derivatisation
4.3.1. . . . . . . . . . ....
4.3.2. . . . . . . . . . ....
4.3.3. . . . . . . . . . ....
4.3.4. . . . . . . . . . ....

4.4. HPLC elution solvents
4.4.1. . . . . . . . . . ....
4.4.2. . . . . . . . . . ....
4.4.3. . . . . . . . . . ....
4.4.4. . . . . . . . . . ....
4.4.5. . . . . . . . . . ....
4.4.6. . . . . . . . . . ....
4.4.7. . . . . . . . . . ....

5. APPARATUS
5.1. . . . . . . . . . ....
5.2. . . . . . . . . . ....
5.3. . . . . . . . . . ....
5.4. . . . . . . . . . ....
5.5. . . . . . . . . . ....
5.6. . . . . . . . . . ....
5.7. . . . . . . . . . ....
5.8. . . . . . . . . . ....
5.9. . . . . . . . . . ....
5.10. . . . . . . . . . ....
5.11. . . . . . . . . . ....
5.12. . . . . . . . . . ....
5.13. . . . . . . . . . ....

5.13.1. . . . . . . . . . ....
5.13.2. . . . . . . . . . ....
5.13.3. . . . . . . . . . ....
5.13.4. . . . . . . . . . ....
5.13.5. . . . . . . . . . ....
5.13.6. . . . . . . . . . ....

6. SAMPLING
7. PROCEDURE

7.1. Preparation of the internal standard solution
7.1.1. . . . . . . . . . ....
7.1.2. . . . . . . . . . ....
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7.2. Preparation of the test sample solution
7.2.1. . . . . . . . . . ....
7.2.2. . . . . . . . . . ....
7.2.3. . . . . . . . . . ....

7.3. Preparation of the external standard solution
7.3.1. . . . . . . . . . ....
7.3.2. . . . . . . . . . ....

7.4. Preparation of the derivatising reagent
7.5. Determination by HPLC

7.5.1. Elution solvents (4.4)
7.5.2. Suggested eluting gradient:
7.5.3. . . . . . . . . . ....
7.5.4. Column equilibration
7.5.5. . . . . . . . . . ....
7.5.6. Perform the sequence of the chromatographic analyses

keeping constant the...
7.6. Integration mode

7.6.1. PEDP peak
7.6.2. Tryptamine peak
7.6.3. PS and PE peaks groups

8. CALCULATION AND EXPRESSION OF RESULTS
9. ACCURACY OF THE METHOD

9.1. Repeatability
9.2. Reproducibility

10. REFERENCES
10.1. . . . . . . . . . ....

ANNEX XV
(Article 11)

DETECTION OF ANTIMICROBIAL RESIDUES IN SKIMMED MILK POWDER
Positive results are to be interpreted as follows:

ANNEX XVI
(Article 12)

QUANTITATIVE DETERMINATION OF SKIMMED-MILK POWDER IN
COMPOUND FEEDINGSTUFFS BY ENZYMATIC...
1. PURPOSE
2. SCOPE
3. PRINCIPLE OF THE METHOD

3.1. . . . . . . . . . ....
3.2. . . . . . . . . . ....
3.3. . . . . . . . . . ....

4. REAGENTS
4.1. . . . . . . . . . ....
4.2. . . . . . . . . . ....
4.3. . . . . . . . . . ....
4.4. . . . . . . . . . ....
4.5. . . . . . . . . . ....
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4.6. . . . . . . . . . ....
5. APPARATUS

5.1. . . . . . . . . . ....
5.2. . . . . . . . . . ....
5.3. . . . . . . . . . ....
5.4. . . . . . . . . . ....
5.5. . . . . . . . . . ....
5.6. . . . . . . . . . ....
5.7. . . . . . . . . . ....
5.8. . . . . . . . . . ....
5.9. . . . . . . . . . ....
5.10. . . . . . . . . . ....
5.11. . . . . . . . . . ....
5.12. . . . . . . . . . ....

6. PROCEDURE
6.1. Preparation of the sample
6.2. Dissolving of milk powder and separation of the insoluble residue...

6.2.1. . . . . . . . . . ....
6.2.2. . . . . . . . . . ....
6.2.3. . . . . . . . . . ....
6.2.4. . . . . . . . . . ....

6.3. Coagulation of casein with the enzymes of rennet
6.3.1. . . . . . . . . . ....
6.3.2. . . . . . . . . . ....
6.3.3. . . . . . . . . . ....
6.3.4. . . . . . . . . . ....

6.4. Determination of casein nitrogen
6.4.1. . . . . . . . . . ....

7. BLANK TEST
7.1. . . . . . . . . . ....
7.2. . . . . . . . . . ....

8. EXPRESSION OF RESULTS
8.1. . . . . . . . . . ....

9. ACCURACY OF THE METHOD
9.1. Repeatability
9.2. Reproducibility

10. OBSERVATIONS
10.1. . . . . . . . . . ....
10.2. . . . . . . . . . ....
10.3. . . . . . . . . . ....
10.4. . . . . . . . . . ....

ANNEX XVII
(Article 13)

DETECTION OF STARCH IN SKIMMED-MILK POWDER, DENATURED MILK
POWDER AND...
1. SCOPE
2. PRINCIPLE
3. REAGENTS

3.1. . . . . . . . . . ....
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4. APPARATUS
4.1. . . . . . . . . . ....
4.2. . . . . . . . . . ....
4.3. . . . . . . . . . ....

5. PROCEDURE
6. EXPRESSION OF RESULTS
7. REMARKS

ANNEX XVIII
(Article 14)

DETERMINATION OF MOISTURE CONTENT IN DRIED CREAM
1. SCOPE
2. TERMS AND DEFINITIONS
3. PRINCIPLE
4. APPARATUS

4.1. . . . . . . . . . ....
4.2. . . . . . . . . . ....
4.3. . . . . . . . . . ....
4.4. . . . . . . . . . ....
4.5. . . . . . . . . . ....

5. SAMPLING
6. PREPARATION OF TEST SAMPLE
7. PROCEDURE

7.1. Preparation of the dish
7.1.1. . . . . . . . . . ....
7.1.2. . . . . . . . . . ....

7.2. Test portion
7.3. Determination

7.3.1. . . . . . . . . . ....
7.3.2. . . . . . . . . . ....
7.3.3. . . . . . . . . . ....
7.3.4. . . . . . . . . . ....

8. CALCULATION AND EXPRESSION OF RESULTS
8.1. Calculation

9. PRECISION
9.1. Repeatability
9.2. Reproducibility

10. TEST REPORT

ANNEX XIX
(Article 15)

DETERMINATION OF MOISTURE IN ACID BUTTERMILK POWDER
1. SCOPE
2. PRINCIPLE
3. APPARATUS

3.1. . . . . . . . . . ....
3.2. . . . . . . . . . ....
3.3. . . . . . . . . . ....
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3.4. . . . . . . . . . ....
3.5. . . . . . . . . . ....

4. PROCEDURE
5. CALCULATION
6. PRECISION

6.1. Repeatability limit
6.2. Reproducibility limit
6.3. Source of precision data

ANNEX XX
(Article 16)

REFERENCE METHOD FOR THE DETERMINATION OF MILK FAT PURITY
BY...
1. SCOPE AND FIELD OF APPLICATION
2. DEFINITION
3. PRINCIPLE OF THE METHOD
4. REAGENTS

4.1. . . . . . . . . . ....
4.2. . . . . . . . . . ....

4.2.1. . . . . . . . . . ....
4.2.2. . . . . . . . . . ....

4.3. . . . . . . . . . ....
4.4. . . . . . . . . . ....
4.5. . . . . . . . . . ....
4.6. . . . . . . . . . ....
4.7. . . . . . . . . . ....

5. APPARATUS
5.1. High-temperature gas chromatograph
5.2. Chromatography column

5.2.1. Packed column
5.2.2. Capillary column

5.3. . . . . . . . . . ....
5.4. . . . . . . . . . ....
5.5. . . . . . . . . . ....
5.6. . . . . . . . . . ....
5.7. . . . . . . . . . ....
5.8. . . . . . . . . . ....
5.9. . . . . . . . . . ....
5.10. . . . . . . . . . ....
5.11. . . . . . . . . . ....
5.12. . . . . . . . . . ....
5.13. . . . . . . . . . ....
5.14. . . . . . . . . . ....
5.15. . . . . . . . . . ....
5.16. . . . . . . . . . ....

6. SAMPLING
7. PROCEDURE

7.1. Preparation of test samples
7.1.1. Isolation from butter or butteroil
7.1.2. Extraction according to the Röse–Gottlieb gravimetric method
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7.1.3. Extraction from milk using silica gel columns
7.2. Preparation of sample solution
7.3. Chromatographic triglyceride determination

7.3.1. Baseline drift
7.3.2. Injection technique

7.3.2.1. Packed column
7.3.2.2. Capillary column

7.3.3. Calibration
7.3.3.1. General
7.3.3.2. Commercial milk fat standard
7.3.3.3. Laboratory milk fat standard

7.3.4. Chromatographic conditions
7.3.4.1. Packed column
7.3.4.2. Capillary column

8. INTEGRATION, EVALUATION AND CONTROL OF THE ANALYTICAL
PERFORMANCE

9. CALCULATION AND EXPRESSION OF RESULTS
9.1. Triglyceride composition

9.1.1. Calculation
9.1.2. Expression of test results

9.2. S-values
9.2.1. Calculation

9.2.1.1. . . . . . . . . . ....
9.2.1.2. . . . . . . . . . ....
9.2.1.3. . . . . . . . . . ....
9.2.1.4. . . . . . . . . . ....
9.2.1.5. . . . . . . . . . ....
9.2.1.6. . . . . . . . . . ....

9.2.2. Expression of test results
9.3. Detection of foreign fat

10. PRECISION
10.1. Interlaboratory test
10.2. Repeatability
10.3. Reproducibility

11. UNCERTAINTY OF MEASUREMENT
12. TEST REPORT

ANNEX A
(normative)

PREPARATION OF THE PACKED COLUMN
A.1 REAGENTS AND APPARATUS

A.1.1 . . . . . . . . . ....
A.1.2 . . . . . . . . . ....
A.1.3 . . . . . . . . . ....
A.1.4 . . . . . . . . . ....
A.1.5 . . . . . . . . . ....
A.1.6 . . . . . . . . . ....

A.1.6.1 . . . . . . . . . ....
A.1.6.2 . . . . . . . . . ....
A.1.6.3 . . . . . . . . . ....
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A.1.6.4 . . . . . . . . . ....
A.1.6.5 . . . . . . . . . ....
A.1.6.6 . . . . . . . . . ....
A.1.6.7 . . . . . . . . . ....

A.2 SILANIZATION (DEACTIVATION OF THE GLASS SURFACE)
A.3 FILLING
A.4 CONDITIONING

ANNEX B
(informative)

QUANTIFICATION OF THE FOREIGN FAT CONTENT
B.1 GENERAL
B.2 CALCULATION
B.3 EXPRESSION OF TEST RESULTS

Bibliography

ANNEX XXI
(Article 18)

PROCEDURE APPLICABLE WHEN THE RESULTS OF AN ANALYSIS ARE
DISPUTED...
1. . . . . . . . . . ....
2. . . . . . . . . . ....
3. . . . . . . . . . ....
4. . . . . . . . . . ....

ANNEX XXII
CORRELATION TABLE
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