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Overview

This sub-project is under the Multi Year Project, entitled
Building Convergence In Food Safety Standards and
Regulatory Systems (CTI 03 12A) funded by APEC
Technical Assistance and Training Facility (TATF)

APEC funding:124,000 ;China co-funding 137,928 USD.

This project responds to the newly revised and agreed Food
Safety Capacity Building Priority Areas 2011-2015 of APEC

Food Safety Cooperation Forum (FSCF).



Overview —

This project is carried out by Chinese Academy of

Inspection and Quarantine (under AQSIQ) with great
assistance from APLAC, ASEAN, FSANZ, NMIA, US

FDA, and USDA, etc.

China Hatienal Accrecitation Service for Conformity Assossmornd China National Accreditation Service for Conformity Assessment

LABORATORY ACCREDITATION CERTIFICATE PROFICIENCY TESTING PROVIDER ACCREDITATION CERTIFICATE

{Registration No. CNAS L0424 ) (Registration No. CNAS PT0026 )

Allied Trspecfion Cenler of
Comprehensive Inspection Center,

Chinese Acudenty of Inspeetion and Cugrantine
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iz sceroaited to (SOUEC 1TO2E2005 Cereral Regqairements for the is accredited to ISOUEC 17043:2010 General Assessment-General
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Leerpaitation Criferie fer e Compeforee of Testing ana Calltrofon Criteria for Proficiency Testing Providers) for the competence to
Laharstadag] for the campetnee af teaing provide proficiency testing schemes.
The weupe wf ucersdinaciue & desdiod ' e atefied appeadiocs beaing i same ) . .

The scope of accreditation is detailed in the attached appendices bearing the same
replwrmicy monwer oz ebove. The oppeadices form @a itegrai pert of 1hio - v

registration mumber as above. The appendices form an integral part af this
crrifficate. s
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Date of Update:  2012-12-27
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Objective —

This project I1s an Inter-laboratory proficiency
testing (PT) program, to determine veterinary drug
multi-residues in animal origin products, which Is
Important to develop laboratory capabilities within
APEC economies, to improve the acceptability of
test results so as to facilitate animal origin products
trade among APEC economies.



Timetable

Activities

Timelines

Dec. 2012 — July 2013

1.1 Expert Working Group
Establishment

Key Deliverables

List of Member

1.2 Develop and confirm PT
scheme

Confirmed PT scheme

1.3 Laboratories Recruitment

List of Participant
Laboratories

May- Oct. 2013

2.1 Testing Items Preparation

Prepared Iltems;
Homogeneity and Stability of
Items; Assigned Value and
Acceptable Range

Nov. 2013 --- Feb. 2014

2.2 Testing Items Distribution and
Analysis

Testing Result




Timetable

Timelines

Dec. 2013 --- March 2014

Activities

2.3 Results collection and
DEVF-WAEWAIS

Key Deliverables

Data form

April — August 2014

3.1 Data Analysis

Develop Interium Report and
draft final report

September 10-11, 2014

3.2 Workshop in China

PT Report;
Improvement Proposal

Sep.-Oct. 2014

3.3 Evaluation and Completion

final Report




Progress — —

[PT scheme development

Invitation and
nomination/Sample preparation

[Samples deliver and analysis

Data collection and analysis

[ PT workshop




__—

PT Scheme Development

Following requirement of ISO/IEC 17043
Testing items choosing

Agreement of Testing Methods

Sample preparation method confirmation
Statistical Assessments method selecting
Potential participants defining

Budget development



Invitation an

Dizar FECF membarz.

Ir‘mr.m Drug Miudti-residues in Chicken Proficiency Testing Program (Brigfing as PT
Prograw) iz ona of labosatory capacity building events undar the MYP Building Comergence in
Food Sqfery Standards and Regularory Systems (W CTI 02 12A) hoetad by FECF and lad by
China ThaPT Prosram iz developed and now circulated for your comments. .,

FPlease respond by March 30 with any comments to this approach. .,

Veterinary Drug Multi-residues in Chicken Proficiency Testing Program .

Objective.,

The abjective of this praficiency testine program & o evalnse the compatence oflaboraiories for quan ttatve
testing of veterinery dme mnlt-residnes incndine 3-zming-2-mamlidms (AOF), 5-mopholinemethilS-
aming-2-mazalidons (AMOZ), sylfamsfmanal. sulfadimsline solfamuimnsaling. cipraflaxacin in chicken
samples

Ths program willbe coosdinaed by Chinese Academy of Inspection and (Juarantins AQSI), Chins .,
Coordinaim .,

D LIU Hamziz B610 B57E1040, Euhanxiz i@l 63.com.,

Participans.

Food testins laboratories of APEC economiss are enconragad to pagticipese the PT prozram Each economy is
sugs=sted 10 nominde not more than 2 participants. ..

Samples .,

Twa vaouun freszs dried chidoen samples will be supplied o each participant .

Homas=nsity and Stahility Evaluation |

Ten and twelve samples will be ested for homo gensity and sehility evaluet o respectively. The samples wee
prepared and tested by Chiness Acadsmy of ITnspection and (juerantine Comprehens fve Test Cemer
(CAIQTEST) CATQTEST & acoredited according ta ISOTEC 17025 and IS0 17043,

Tests.

The participating laborataries may choose one of mare of the followine anabyss: AQZ, items of AQZ ANOZ
sl famethmernle. sulfadimydine. sulfamipmlin and cipraflozacin in the samples to take pert i this
proficiency estinzprosram .,

Methodolasy.

Faor testinz each iem, soutine methods should be preferablynsed, such as LOWE o LO)W S method Odher
methads conld also be nsed, however, the limit of grantifation of AOF and ANOZ should be higher than 0 5

\'_/./
d Nomination

>

APLAC
Inwvitation Letter to APEC PT on Vetennary Drug Residue.,
22 May 2013.,
APLAC PT Committes Chair.,
Hoichi MARA.,

Dear PT Committes members and APLAC PT Contacts,

APEC FSCF will be running a PT of “Veterinary Drug Mulii-residues in Chicken”. You are invited to
nominate wp to 2 lsboratories without participation fee. The information is given as the following, .,

Objective.,

The objective of this proficiency testing program is to evaluate the competence of laboratories for
quantitative testing of veterinary drug muli-residues including 3-amino-2-oxazolidons (AOZ),
S-morpholinemethyl-2-amino-2-cotazelidons (AMOZ), sulfametosazcle, sulizdimidine,
sylfaquinosaline, ciprofioxscin in chicken samples,

Coordinating Organization.,

The program will be coordinated by Chinese Academy of Inspection and Quamntine, AQSIQ, China.,
Coordinator.,

Dr. LIU Hangiz 8610 85781063, livhanxia_cn® 163 .com.,

Test materials and analytes..

Two vacuum freeze dried chicken samples will be supplied to each participant. Each sample will be
packaged invisl. The participating laboratories may choose one or more of the follvwing analysts:

ADE, AMOE, sylismethoxazole, suffsdimiding, sulfagunoxsline and ciproflcomcin in the samples to
take part in this proficizncy testing program.

Methodology..

For testing each item, routine methods should be prefembly used, such as LCMS or LCIMED
method. Other methods could also be used, however, the limitof guantitation of AOZ and AMCE

1/2.




. . \.—//./
Invitation and Nomination

30 labs from 13 economies have participated in the PT

Pragicg
et | 4
e ] 2
HongKong.Cina | 2 |
donesa |1
Melysa | 2
Newzealrd | 1
O T
PeoplesRepublicofChina | 2 |
singapore |2
ChineseTaipel | 5 |
Thaled ] 5
Theunitedsiaes | 1

1 |O1 ||| | P I I

-
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Sample Preparat

101




Sample Preparation

Homogeneity (ISO 13528)

Table C_.1-1 Homogeneity Testing Kesults of AOI in Sample B

The rumber of samplesz: 10 Each sample test duplicated. unit: ugfke Test items: A0 Test method: GEBST 21311-2007
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Sample Preparation
Homogeneity (ISO 13528)

Tahl= C. 25 Hoooeerseity Tectinge Beoultc of Sul fapuinoraline in Sample A

Mumbar of samples:10 Each sample wms test=d duplicmted. wnit: uwe'lg Test items: Sulfaguincealine Test method: GB/T 21311-2007

Within groups Within proups bias Estwesn proups Within growps
bias 1 2 kins range
; 13 T ez —=F .- F 7 . -=..]
SEE 1051 1014. 500 2182, 2500
252 1040 SEE. D00 5475 DD
e SET ST0. 500 182, 2500
SOE S5 S50, 500 2256. 2500
1040 1020 1030, DDD
530 SOZ. OO R ]
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EBetwesn proups 32889, 00 3teZ 1111 . 3. {2 Q.35
Within proups 25324 0 2552, 400

== ME F critical wmlue=

Cox hecion: The hmopeneity of Sul faguineems] e in Senple 4 i acceptshle ot & 05 Conf ideroe Trterum] L]

Test:Ikas Iin Dte: 2043 10,23 Statistical azmalysis Lo Iinpax Ceck: Wanp Ilufom  Dabe: 2045, 100325
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Sample Preparation
Stability (ISO 13528)

The =stability check of ciprofloracin in sample A

item: ciproflozacin o 17.2 A

DATE TEWP. | t (day) - Ky Ky X

201310-23 25 1 g0, & T8. 0 927
§1. 9 58. 0 . D56
T2, B B3. 6 . 592
2013-11-1 BE. g2, . 950
Bh. 9. . 016
o2, BA. . 951
201311-10 Ta. B, . 205
g2 Bo. 8T
5o, B2, . B33
201311-19 g1, BO. . B30
g2 Ta. . 933
3. B2, . 919

.0

. 950
. 910
i
22

—_ = = == |— = = = = |— =
. - . . . . . .
—_ = —= == = = = = = = =
. . . . . - . . . . .
—_ = = == |— = = = = |— =

o [= [ra e [ (o [ o ra
W o [—= | f= [ |on o =

Test: Thao Xin Statistical analysiz: Lu Xingan Checlk : Wang Xiujun

Date 11711713 Date 11711713 Date 12711713




Instructions for Participating Laboratories

Dezar <lab namsa:

Welcome to parficipate in Faernary Drug Wud-reidue i Chicken Profficiogy Tedng Progrom
{Brigfing ax PT Program} is me of the lshoraony capadty building event amoang APEC's MYP Buildig
Canvergace i Food Sgfery Stondards amd Repulatary Spstens (MCTI 02 12A) under APEC FSCF and
lead by China The confidentiality is ensur=d 1o nse the lab cods thouoshout the prozram Your lab cods is
APECFECF-MYP-XEXH

To ensure tha results from this program can be analyzed propedy, participants are asked to adhes
carefully ta the following instoctions.

1. Samples
Tera freeps dried chidien samples with weight shont 16 sram and different veteinany dmelevds sedladm

fail bazs respactively are sent to sach participant

Whan rec=iving the arifacs, please chede the padcazing and the arfifact i the rac=fring day, and s=nd the
“Sample Receipt Form™ slearmicaly @ the mosdinams of the PT prosram fwheswis cofilfdcom oc
toocafficing coam.

1. Testing Period and Storaze Instructon
Testing may CoMemence 35 500035 s3mples e raosived

Store yvour samples inthe orizins] pclasing in foom temperamee between 15T and 25T

3. Analytes
The analytes among the fallowins items will be Eesed accarding to your nomination inthis PT program.
3-aming-2-0xazalidone (AQT)
5-marphalinametin]-3-aming-2 -mamalidane (AROT)
Snlfamethoxamale
Snlfadimidine
Enlfaquinmaline
ciproflozacn

4. Testing Procedure
The freezs drisd s2mpls should be recoversd by adding thres times weight of distilled water and stisrins

Sample Receipt Form

Instituta/
Laboratory:

Assignad lab
coda:

Postal addrass:

Contact
PEISON:

Confirmation of Package Contents

I harsbw acknowlades the receipt of the saaled shipping box for the Feterinary Drug Multi-residuss in
Chickan Proficiency Testing Program among MYP Buildng Convergance in Food Sgfery Stmdards
and RegulatorySystems (M CTI 02 12A). The box contains:

O Two samplas of freeza dried chicken powdar with bags number
and

O The sample is Intactd: Sealad / Broken/ Missing* and should ba Suitable / Not Suitable*
for analvsis (* Flaasa dalate as appropriata).

O DECLARATION TO CUSTOMS OFFICTALS AND SHIPPING AGENTS
(Other comments:




Data Collection

26 results reports have been received by deadline.

Results Report Form+ 2. Methods of analysis |
[mstituts/ ! Apalpte: 3-amino-2-oxazolidone (AQZ) .,
Laboratory:, 1. * Darivatization: « YES / NO.
. a Ifvas, pleasa spacify the derivatization reapent and the
Assignadlab . darivatization duration: .
coda . 2. Extraction: ., Solvent(s):.,

1

Postal addrass:, d Tachniqua:..

Contact
pETsom: s

Dwuration:.,

a

A

. Clzaning up procadursa:

) . Sourea{s) of calibration

E-mail: . : standard(s): .

Print namea / : a

e T : . *Use of internal

- standard(s): . YES (plaasa spacify):

Data: .. d d a
| . *Analvtical instrument(s).. LC-WS/ LC-MSMS /LC .

= 1. Analytical results | : Othars (please spacifv):

Tasting rasults in
Apalvtes . duplicate {ugke) -
1. 2.

Nnrmsl phasa /Raversed phasa.,

LCecolumn /LC MS column .

Plzase spacify the deseription, ID {mm), langth {mm) and particls
3-amine-2- . . . . . e

oxazolidona (AOT) . 1 d d =

. *Correction for recovery:.. YES (pleass spacifv recovery (%5)):

3-morpholinomethyl-

Semine . 9. *Msthod scorsditstion:.  YES / NO.,
oxazolidone (AMOZ).. s : . HUTEEZILE EAA YES / NO.

i i 10. Additional informstion: .
Em&gmg‘k.'! - !
1 ’ ’ * Plaass dalats a5 appropriata .




Data Analysis

The participants’ performance were assessed using z-
scores calculated by robust statistical method. Median
and normalized interquartile range (NIQR) intended to
be used as the statistics for z-score calculation.

The z-scores were calculated by the following formulae.
Z-Score = (Result-Median) / NIQR

As a general rule, any z-score outside the range of -2 to
2 Indicates a questionable result/pair of results, while an
outlier 1s any result/pair of results with a z-score outside
the range of -3 to 3.



Data Analysis

Table1  Reported Results of Residue of AQZ

Sampls A Sample B
dupliests (ueke) | © ) EE;TE;?:;; I"ﬁﬁjﬁ;“ Iﬁf&ﬁiﬂ
1 p] 1 p)
APECFSCF-MYP001 | 205 | 200 203 . 951 | 933 9432 . LC-MSAS
APECFSCF-MYP-002 | 9.000 | 10.000 | 9.500 5.000 | 6.000 [ 5.500 LC-MSAS
APECFSCF-MYP006 | 703 | 7.02 7.03 186 | 3.86 1.86 LC-MSAE
APECFSCF-MYPOOT | 368 | 343 1.56 218 | 217 2.18 LC-MSMS
APECFSCF-MYP-008 | 5.588 | 5755 | 5632 3207 | 3229 | 3218 LC-MSMS
APECFSCF-MYP010 | 3.19 | 3.63 1.41 2.02 | 240 2.21 LC-MSMS
APECFSCF-MYP013 | 263 | 2359 2.61 171 | 181 1.76 LC-MSAS
APECFSCF-MYP016 | 320 | 2.80 3.00 180 | 1.70 1.75 , LC-MSAS
APECFSCF-MYPOIT| 69 3.5 6.2 1.8 2.3 2.6 LC-MSAE
APECFSCF-MYP018 | 7.70 | 7.80 7.80 4.70 4.70 LC-MSMS
APECFSCF-MYP019 | 2.04 | 201 2.03 324 | 237 2.81 ] LC-MSMS
APECFSCF-MYP021 | 396 | 3.77 1.87 546 | 535 55 LC-MSMS
5588 | 5.600 | 5.594 1544 | 3524 | 3534 LC-MSAS
579 [ 5792 | 5791 1605 | 3.992 | 3.799 LC-MSAS
APECFSCE-MYP25 | 659 | 6.57 .58 176 | 392 1.84 LC-MSAE
APECFSCF-MYP026 | 5.4 5.2 5.3 a1 2.0 3.0 LC-MSMS
APECFSCF-MYP027 | 752 | 729 7.40 ] 421 | 4.14 4.18 ] ] LC-MSMS
APECFSCF-MYP028 | 080 | 0.74 0.77 7. 211 | 051 | 047 0.49 . 1. LC-MSAS
APECFSCF-MYPO26 | 6.013 | 5.999 | 6.006 1799 | 3702 | 3.7505 , LC-MSAS
APECFSCF-MYE030 | 587 | 5.88 3.88 370 | 3.79 1.75 , LC-MSAS

lah cods i [l Ym—

APECF5CF-MYPOI2




Data Analysis

Table2  Reported Results of Residue of AMOZ

Testingrasults in Tasting rasults in I'.'Iethl:-d o
dupl“:ate (IJ.E.ILEI RHI: I‘ - dup].“:ate ruE.ILEI EHI: ‘ B

m—mmmm—m
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Data Analysis

B.5 Ordered z-scores Bar Chart of Results of Sulfamethoxazole in Sample A

s I I I I I
iii*l&ﬂiﬂ 022 022 026 018 Q09 024 023 006 001 002 015 Q07




Table1  Reported Results of Residue of AOZ

Sampls A
Testingresultsin Tasting rasultsin
duplicata (ug/ke) | MeeRvake | Recovery | 7 o | 40 icats (ueike)
(ngke) (%)

1 2 1 2
205 | 200 203 983 6.20 9.51 933
9.000 | 10.000 9.500 161 | 3.000 | 6.000
7.03 | 7.02 703 0.56 3386 386
368 | 343 3.56 -0.92 | 118 217
5.588 | 5.753 5.652 -0.03 | 3.207 | 3.229

Sampl= B
Maan vahi
(ueke)
942
5.300
386
218
3218

P A
i

AFEC MYF [MCTIDZ 124)
Veterinary Droz Mult-residues in Chicken Proficiency Testing Program
INTERIM EFEPORT

Dhotc cf bamc =

Method or

lab code ins t

APECFSCF-MYP001
APECFSCF-MYPO02
APEC FSCF-MYF-006
APEC FSCF-MYP007
APEC FSCF-MYP009

LC-MSMB
LC-MSMB
LC-MSMB
LC-MSMB
LC-MSMB
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Table2  Reported Results of Residue of AMOZ

Sampla A

Sampla B

lab code

Tastingrasults in
duplicate {uglks)

Mean vahi=
(ngke

1

2

Racovary
(%)

Tastingrasults in

duplicate {ugke)

1

2

Mean vahe
(ugke

Method or
instrumant

APECFSCF-MYP-002

1.500

2.100 2.000

0.900

1.100

1.000

LC-MSMS

APECFSCF-MYP-006

2.00

2.00 2.00

101.0

1.00

1.00

1.00

LC-MSMS

APECFSCF-MYP-007

1.13

1.04 1.08

BE.O

0.46

0.51

0.483

LC-MSMS

APECFSCF-MYP-009

1.745

1.745

B3.60

0.883

0.852

0.868

LC-MSMS

APECFSCF-MYP010

1.26

118 122

108.38

0.33

0.73

0.63

LC-MSMS

APECFSCF-MYP-013

0.750

0.860 0.805

0.385

0.409

0397

LC-MSMS

APECFSCF-MYP-016

03

0.6 055

108

<0.5

<0.5

<0.5

126

LC-MSMS

APECFSCF-MYP017

20

16 18

059

0.51

0.55

LC-MSMS

APECFSCF-MYP-0IE

2.10

2.00 210

o8

099

099

29

LC-MSMS

APECFSCF-MYP-019

1.02

0.895 0.956

43

0.676

0.729

43

LC-MSMS

APECFSCF-MYP-(21

<1

<1 <l

108.000

1.58

152

108

LC-MSMS

APECFSCF-MYP022

<50-110=

0.997

1.008

<90-110=

LC-MSMS

<50-110=

1078

1.048

<90-110=

LC-MSMS

APECFSCF-MYP-023

80

0.66

0.67

80

LC-MSMS

APECFSCF-MYP-026

100

0.8

0.8

100

LC-MSMS

APECFSCF-MYP027

104

0.669

0.653

104

LC-MSMS

APECFSCF-MYP-(28

0.14

0.14

L]

LC-MSMS

APECFSCF-MYP-(29

0.748

0.7455

LC-MSMS

APECFSCF-MYP-030

0.74

0.71

LC-MSMS




Item

AOZ

AMOZ

Sulfamethoxazole

Sulfadimidine

Sulfaquinoxaline

Ciprofloxacin

Sample
Sample A
Sample B
Sample A
Sample B
Sample A
Sample B
Sample A
Sample B
Sample A
Sample B
Sample A

Sample B

Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)
Number
Percent(%)

Satisfactor uestionabl
Total Results \rLQ/
results results

20

20

19

19

19

19

16

16

19

19

23

23

18

95
18
95
17
90
17
90
18

95
18

95
12
75
13
82
15
79
16
84
20
87
16
70

Unsatisfactory
results

N O~ U1l = O O O O O O VUl = Ul =

~ O O R

NN




Data Analysissm

Item

AOZ
AMOZ
sulfamethoxazole
sulfadimidine
sulfaquinoxaline

ciprofloxacin

Sample

>

MEDIAN
(mg/kg)
5.72
3.64
1.49
0.737
pXe!
143
36.2
123
989
216
82.4

430

NIQR
(mg/kg)
2.35
1.07

0.498
0.268
5.78
28.0
719
27.9
326
57-4
20.1

53.8

CV (%)

41
29
33
36
21
20
20
25
33
27
24
13




e

Clarification and Conclusion

Item

AOZ
AMOZ
sulfamethoxazole
sulfadimidine
sulfaquinoxaline

ciprofloxacin

Sample

D> W > > > >

MEDIAN'

(mg/kg)
6.15

3.86
1.79
0.99
30.6
147
34.8
128
1024
245
95.2
484

NIQR'
(mg/kg)
1.76
1.26
0.468
0.261
5.60
16.7
4.67
16.7
278
38.3
17.2
48.6

CV'(%)

29
33
26
26
18
6
13
13
27
16
18
10

CV(%)

41
29
33
36
2l
A
A
23
33
4
24
13




Technical Commentary

Extracting method employed,;
Cleaning-up method employed;
Recovery;

Jsing internal standards;

~ollowing the INSTRUCTION for PARTICIPATING
_ABORATORY.




Thank you!

Dr. Liu Hanxia
Liuhanxia cn@163.com
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