INTERNATIONAL ISO
STANDARD 8196-3

IDF
128-3

First edition
2009-10-01

Milk — Definition and evaluation of the
overall accuracy of alternative methods
of milk analysis —

Part 3:

Protocol for the evaluation and validation
of alternative quantitative methods

of milk analysis

Lait — Définition et évaluation de la précision globale des méthodes
alternatives d'analyse du lait —

Partie 3: Protocole pour I'évaluation et la validation des méthodes
quantitatives alternatives d'analyse du lait

Reference numbers
1ISO 8196-3:2009(E)
IDF 128-3:2009(E)

© SO and IDF 2009



ISO 8196-3:2009(E)
IDF 128-3:2009(E)

PDF disclaimer

This PDF file may contain embedded typefaces. In accordance with Adobe's licensing policy, this file may be printed or viewed but
shall not be edited unless the typefaces which are embedded are licensed to and installed on the computer performing the editing. In
downloading this file, parties accept therein the responsibility of not infringing Adobe's licensing policy. Neither the ISO Central
Secretariat nor the IDF accepts any liability in this area.

Adobe is a trademark of Adobe Systems Incorporated.

Details of the software products used to create this PDF file can be found in the General Info relative to the file; the PDF-creation
parameters were optimized for printing. Every care has been taken to ensure that the file is suitable for use by ISO member bodies
and IDF national committees. In the unlikely event that a problem relating to it is found, please inform the ISO Central Secretariat at the
address given below.

COPYRIGHT PROTECTED DOCUMENT (p

© 1SO and IDF 2009

All rights reserved. Unless otherwise specified, no part of this publication may be reproduced or utilized in any form or by any means,
electronic or mechanical, including photocopying and microfilm, without permission in writing from either ISO or IDF at the respective
address below.

ISO copyright office International Dairy Federation

Case postale 56 ¢ CH-1211 Geneva 20 Diamant Building e Boulevard Auguste Reyers 80 ¢ B-1030 Brussels
Tel. +412274901 11 Tel. +32273398 88

Fax + 4122749 09 47 Fax +3227330413

E-mail copyright@iso.org E-mail info@fil-idf.org

Web www.iso.org Web www fil-idf.org

Published in Switzerland

ii © ISO and IDF 2009 — All rights reserved



ISO 8196-3:2009(E)
IDF 128-3:2009(E)

Contents Page
0 T o o iv
L0 T o o v
Introduction...... .. T SRS Vi
1 Scope {p .......................................................................................................................................... 1
2 Normative re@nces ............................................................................................................................ 1
3 Terms and defi L 2
4 General principles@ the validation of alternative methods ... 3
41 R 1T E= Lo T o T 0T o oo 1 i 3
4.2 Field of validity of the o7 | 3

5 Technical protocol for t ALIAAtioN ... ————————— 4
5.1 Course of operations .......¢.... A REeENAEEEEieaEEEieeaEEeEeesEEEEieeEEEEieEREEEieEeAEEEieREAREEiNRAREEENRRRE SR NS N e L iR e e i ans 4
5.2 Method comparison study../ ........................................................................................................... 4
5.3 Report and approval delivery@ ......................................................................................................... 16
Annex A (informative) Measurement prc@ss and overall aCCUracCy .....cccccvvveccvvmmererrrissssssssseeeeeessss s sssnmnnns 18
Annex B (informative) Limits for the perf ce characteristics with raw milK..........ccccccceverrvenniiiccnnnes 19
Annex C (informative) Calculation examples QL ....................................................................................... 22
Annex D (informative) Summary of statistical fo as for method evaluations .........cccccevvcccceeennennnne. 37
Annex E (informative) Procedure for sample set prdé(ation in linearity evaluation..........ccccccccerrrrnnnees 41
Bibliography......cccccccciniimmnn s @ .......................................................................... 45

© ISO and IDF 2009 — All rights reserved iii



ISO 8196-3:2009(E)
IDF 128-3:2009(E)

Foreword

ISO (the International Organization for Standardization) is a worldwide federation of national standards
bodies (ISO member bodies). The work of preparing International Standards is normally carried out through
ISO technical committeeg, Each member body interested in a subject for which a technical committee has
been established has th€ rjght to be represented on that committee. International organizations, governmental
and non-governmental, jgison with ISO, also take part in the work. ISO collaborates closely with the
International Electrotechni eS{)ommission (IEC) on all matters of electrotechnical standardization.

International Standards are dr% in accordance with the rules given in the ISO/IEC Directives, Part 2.
The main task of technical committpes is to prepare International Standards. Draft International Standards
adopted by the technical committ are circulated to the member bodies for voting. Publication as an

International Standard requires appro y at least 75 % of the member bodies casting a vote.

Attention is drawn to the possibility that sey of the elements of this document may be the subject of patent
rights. 1ISO shall not be held responsible fo ntifying any or all such patent rights.

ISO 8196-3|IDF 128-3 was prepared by Techn&g Committee ISO/TC 34, Food products, Subcommittee SC 5,
Milk and milk products, and the International Da@rederation (IDF). It is being published jointly by ISO and

IDF. 0

ISO 8196|IDF 128 consists of the following parts, und@e general title Milk — Definition and evaluation of
the overall accuracy of alternative methods of milk analysiL o

— Part 1: Analytical attributes of alternative methods %
— Part 2: Calibration and quality control in the dairy Iaboratory@

— Part 3: Protocol for the evaluation and validation of alternative q jitative methods of milk analysis
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Foreword

IDF (the International Dairy Federation) is a non-profit organization representing the dairy sector worldwide.
IDF membership comprises National Committees in every member country as well as regional dairy
associations havigg signed a formal agreement on cooperation with IDF. All members of IDF have the right to
be represented e IDF Standing Committees carrying out the technical work. IDF collaborates with 1ISO in
the developmen tandard methods of analysis and sampling for milk and milk products.

The main task of Standjng Committees is to prepare International Standards. Draft International Standards
adopted by the Action ms and Standing Committees are circulated to the National Committees for voting.
Publication as an Inter nal Standard requires approval by at least 50 % of IDF National Committees

casting a vote. Q

Attention is drawn to the poss?@y that some of the elements of this document may be the subject of patent
rights. IDF shall not be held res @ible for identifying any or all such patent rights.

ISO 8196-3|IDF 128-3 was prepag/sy‘the International Dairy Federation (IDF) and Technical Committee
ISO/TC 34, Food products, Subcommi SC 5, Milk and milk products. It is being published jointly by 1ISO
and IDF.

All work was carried out by the Joint |so-gg tion Team on Automated methods of the Standing Committee
on Quality assurance, statistics of analyfi ata and sampling under the aegis of its project leader,

Mr. O. Leray (FR). @
L.

This edition of ISO 8196-3|IDF 128-3, together with 8196-1|IDF 128-1 and ISO 8196-2|IDF 128-2, cancels
and replaces IDF 128:1985, which has been technic vised.

ISO 8196|IDF 128 consists of the following parts, under general title Milk — Definition and evaluation of
the overall accuracy of alternative methods of milk analy st @

— Part 1: Analytical attributes of alternative methods %
Ve
— Part 2: Calibration and quality control in the dairy laboratory Q/(

— Part 3: Protocol for the evaluation and validation of alternative qua/@five methods of milk analysis
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Introduction

This part of 1SO 8196]|IDF 128 is complementary to ISO 8196-1|IDF 128-1. It describes a protocol for the
evaluation of new alternative methods for which ISO 8196-1|IDF 128-1 cannot apply, e.g. when the
organization of interlaborgtory studies is hampered by too small a nhumber of new instruments available for
study.

The latter is generally tr@ase with dedicated instrumental methods (e.g. milk payment analysis, milk
recording analysis) of whicfT the commercialization depends on official approvals for use. An application for
such an official approval is t&éaccompanied by one or more assessments of the relevant performance

characteristics. O

This part of 1ISO 8196|IDF 128 spesi a harmonized protocol for such a method validation by an expert
laboratory. It lists the evaluation s provides a criteria-based approach for the assessment of the
performance characteristics, including nce for checking statistical compliance.

On the basis of such a harmonized protoc?&ﬂly a limited number of evaluations should suffice for a decision
on approval either by national bodies or by affeinternational organization for the application of the methods
and/or equipment in their area. An example is ﬁn for the evaluation of a method for the determination of fat,
protein, lactose, urea and somatic cell count in mi@

Vi © 1SO and IDF 2009 — All rights reserved
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Milk — Definition and evaluation of the overall accuracy
of alternative methods of milk analysis —

Part 3:
Protocol fz;’r the evaluation and validation of alternative
quantitativ(ﬁnethods of milk analysis

%

This part of ISO 8196|IDF 128 spef€i a protocol for the evaluation and validation of alternative quantitative
methods of milk analysis. /‘;

*

e
The protocol is applicable to all milk coﬁ%onents including somatic cells. For microbiological parameters other
standards, such as ISO 16140051, apply. '& part of ISO 8196]|IDF 128 is also applicable to the validation of
new alternative methods where a limited mber of analysts does not allow the organization of an
interlaboratory study and ISO 8196-1|IDF 1 herefore, does not apply.

This part of ISO 8196]|IDF 128 also establishes eral principles of a procedure for granting international
approvals of these alternative methods. These prifGiples are based on the validation protocol defined in this

o
>

The following referenced documents are indispensable for @ application of this document. For dated
references, only the edition cited applies. For undated refer%s, the latest edition of the referenced

part of ISO 8196|IDF 128.

2 Normative references

document (including any amendments) applies.

ISO 3534-1, Statistics — Vocabulary and symbols — Part 1: Gener@atistical terms and terms used in

probability 6

ISO 5725-1, Accuracy (trueness and precision) of measurement methob‘é results — Part 1: General
principles and definitions

ISO 8196-1|IDF 128-1, Milk — Definition and evaluation of the overall accuracy o; (lse,native methods of milk
analysis — Part 1: Analytical attributes of alternative methods

ISO 8196-2|IDF 128-2, Milk — Definition and evaluation of the overall accuracy of alternative methods of milk
analysis — Part 2: Calibration and quality control in the dairy laboratory

ISO 9622, Whole milk — Determination of milkfat, protein and lactose content — Guidance on the operation of
mid-infrared instruments?)

ISO/IEC 17025, General requirements for the competence of testing and calibration laboratories

1) Equivalent to IDF 141.
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