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WATHIR | Z | =248 2<|Z|<32EL | Z| = 3aRibE0 SR ER
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1014 5 B h B ) FH 26 2 S T R b RE T3
A E mLIM A1k #8500 mLA - BEHEE
i ELE R B 106002 ppm ~ FRIBE0.04
— AR BER 2 BRE ppm Sz BRI R 0.1 ppm » {E R HIEEE

anl » FHULS mL v 3 EEA50 mLBEVE -
HFFERA-20C -

2 SRR GLIT © 43 RGOSR VB VA Vi s e
Elpk4 mL ~ BT 10 mL K2 JE g s k% 1
20 mLII A4 5388500 mLH » B EH

ARESI BRI 101429 H 5 H i ia o Bl &
SZINERE @ sHE0REREETEYHESE
RN - MR R R 2 E - 2HEREILE10
F o~ HE1%E >~ FEEIZE -

— s BN R ERE E] o i HOE R R I IZ R URR0.04 ppm  FRIH
B IR RE0.2 ppm + (FE
RSB ST » S B 23 PEI0.1 ppm BB RN AZER0.2 ppm  1F R

S &S mL » 545550 mLEE
& BFFIR-20°C -

3. MG AL © 43 A e 2 U B v i hs i
k10 mL ~ I E20 mL K Bl g sk P s
5 mLIN AR #8500 mL » IE& 4 -
ot LR i oyt 1 06RO, 1 ppm ~ SR 0.2
ppm Kz B I £ E0.05 ppm » 1E RIS
falll > ZHY1S mL > 43855450 mLEE(VE -
BFFEHA-20°C -

EF— 1 AR E RS
FEn R BRI A e R — H B 5E IR

FEBY) PSRRI SR B SR
W) - BT PRSI - R
5934 - T B B T 248 (1
L) FI BB R 22 VB - R A
PRTEART » UBERIEHHT LRI -
OIS HARE AR B E R E % - NES
SRS BB - UL & EES
S AR ATR S - & EREIIMRE
£ - HO—RY - LEREE AR
HE A BR AR R -

= RS RER FHERTFFIR ~ L~ 238 3B R4 - FFGH
ST R E N - DU RAREN 0% 5 S 18 1R
e R D A
1. A ffe 77 L s % 148 ik (Sulfaquinoxaline ° (lﬂ)%ﬁé

i Sigma » A 95%) 5.0 mg © FHINE
(Flumequine * & Sigma » #if£98%) 5.0
mg N B Ik P& IR (Enrofloxacin » i
Wako * #lif£98%) 5.0 mg + 43 DA fi#
W E S50 mL » FEfgmE - FEE R
TSR < IR R100 pg/mL » {ERIE

SRR EGER T — X 2SR H
b ERREIEIR MR ST TR E - B
B2 AL AEIT IR - AR RE IR E
Rl S EREDZEAREETRIND
BT WEETEEEER ST ZEE ST
HEJETYG - ATRHMSER TSI - SHEERSATHE2

T L M, «
2. P e B L _E e AR v SRR e e e~
B R BRI I R R £52.5 mL » 73 BIEFR50 ARRTTA
mLAEEHT - DIREER - BEILmEmk - 5 L S S b o 19 [ 1 1 5
mUEIRT DL PRPE I BRI 2 R (T B A 22 101.06.19
R S SR R I AR R IR P By 5 pg/mL - R ; o
R VAT + R -20°C T2 - BT HI0119021905F A S EE L T RihTH)
i g S VIS BRI S R AHTC) L © -
LOHIELER AL - R B E G St AEAE R
1620 mL - FIHE4 mL kB R 10
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AR B han R E Y S E R e B
RE JIadBs - FRDARobust-Z ST A E SN - HiE
BB BT E BN HE # F 25" Proposed Draft
Revised Part [ ,ILIIT of the Codex Guidelines for
the Establishment of a Regulatory Program for the

Control of Veterinary Drug Residues in Foods.""”

&R DLERCRETHE - REHE - 81 H
ZEIRIN(E0.1-1 ppmff - HIEE RN IIMEZ
70-110%#FE A FAE R "= 5 T1R60-70%
B110-120%FE AN - AlE R " EEE, ;5 @t
FIEZIEAE R - AR TR - B EE
UNII{E0.01-0.1 ppmBF » HIEAS F A AR INEZ
70-120%HBEANEAIE R TIRE 1 5 TR60-70%
B120-130% & E A - AER TEEE,  EHt
FEIEAER - AER T NRE - SEEY
FH 38 1) 72 B HE {2 DAR obust-Z B [B] i 3R 2 (8 & F 5 F
TEAGHR o
(+)LARobust-Z{EAETHE T - FHEE =R 2R
B HAEREER: |Z2| = 2BHE 2
<|Z|<3RBEFE |Z]| =z 3B FHRE -
Robust-Z{H = (HIFE — F(78) / FRELry
PaR AN}
HEfRRE KT E AR
1. {7 (Median) : 21 5= 2 HIE AR
Ptk IEAIRN 28R 2 (E
2 ARPYS A7 E(QY) + 2 INE B E 2 HIE G R
PeFp ik - ENEAAIR /488 2 (8
3. =Y I B(Q3) 2 INE = 2 M A
PEFtR - IR 3/40E 2 (B
4. 145372 HEIQR) : Q3-Ql
5. HRE{EIY5 (7 2 FE(nIQR) : IQR x 0.7413
(CIDAENSERAETTHE T
B R =S SN NE > 100%
1. Tz AR
(DBERERALL © IRINM{E F50.2 ppm » [BIHE
THR70-110% 5 "= 5 3 11260-70%
87110-120% 5 " JEEE 5 5 (KIR60%EK
ER120% 5 T AR e
(2) 70 5t A i TR B A L 1T = O B 73
A 550.04 ppmE20.1 ppm » [ERAFA

70-120% 5% "HWE 5 5 /TR60-70%E,
120-130%5y " JEEE | 5 KHR60%E
JR130% 5 " AN e

2. BINE

(1) SRR S DR B AR L L 2 W IHE 3 7]
F50.04 ppm}20.1 ppm > [EIL KA A
70-120% 5 "HEE 5 5 /TR 60-70%E
120-130%5 " FEEE | 5 (K/60%EE
R130%F "R -

(2HIEREE TN © VRIIME 0.2 ppm » [EINER
TIR70-110% 5 "=, 5 /T1R60-70%
110-120% 5 " EFE | 5 (KR60%E,
ER120% 5 T NI e

3. AR

(W S0 L DR B0 SR AL LT < R IN{E 73
A 550.1 ppmF20.05 ppm * [FIR A1 A
70-120%F "HE 1 5 ITR60-70%E,
120-130%5y " JEEE | 5 EHR60%E
JR130% 5 " AN e

(2)HEIENER ST+ RIN{ER50.2 ppm > [EIR
TTHR70-110% 45 "WE o 5 /T260-70%
2110-120%F " JEXE | 5 {KR60%5EK
ER120% 5 T AN -
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PR -

FEREET AR
AR i BN 2L 2 B e b 2 RETTR
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PRl » T — M KR E RS
AR H 2 FELR KT E4 R - 3EE 2R
fei s HAEERARE I/ INR11.85% 5220.66% (3R

g) o
—~ BEREAIGGER
()R Ik

1OHIER R AL s S ASE SR 120.067-0.334
ppm * Robust-Z{E/TfA-1.10-11.62 » HHH
B2 (RH506 K2 1355 ARIICRAE 1T H] E 2 7
BRI HEREREERNEAER
HWEZEBEM.6% () -

2 HIER AR SLIT IR RS R /1 520.022-0.189
ppm * Robust-Z{H/T/4-1.13-19.75 » HfH
Ea== X505 ~ 06 ~ 0952 13FF LAEIR LT
HIERIT B AN RES - HerERES R
A R EBEEET1.4% (R -

&—  BEOABRAMERSI - REE AR
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3 HIEVER S - IR AS R0 20.032-0.314
ppm * Robust-Z{E /1 /4-5.00-35.29 » HH
FHEZEMAEE0L 09 ~ 18 K23 F DAEI K5
TTHIE - FREBREREEL » 09K 181k IE
FEENWES - HpEBEERWES
R MEZERENLT6.9% R -

() I

LSRR ST R A SR 120.019-0.110
ppm * Robust-Z{H/7/2-2.33-12.83 » HH
HEEAIE06 ~ 10 ~ 13 ~ 18K 19FF LAENIL
FHETHE R BEX B RESN - H
BRERENRRWESE  WEZEREN
61.5% (F£=) °

2 IR R AL IT AR AS SR 1 520.078-0.458
ppm * Robust-Z{E/1/2-0.22-7.53 » HHE
B = RA505 + 065 13 LARICRAETT H) 78
BB EX BRI - HirERER

g% I 11 11

N R ey e © R e moe SR
Mean(ppm)  0.1860  0.0367  0.0938  0.0327  0.0976  0.1798  0.0983  0.1971  0.0438

,ﬁj’il?i SD 0.0041  0.0043  0.0071  0.0021  0.0056  0.0165  0.0011  0.0099  0.0038
CV% 2.20 11.85 7.53 6.31 5.70 9.16 1.10 5.03 8.78

) Mean(ppm)  0.1756  0.0346  0.0902  0.0343  0.0964  0.1788  0.0971  0.1999  0.0470
E%%I,[f SD 0.0070  0.0003  0.0019  0.0001  0.0005  0.0034  0.0024  0.0026  0.0008
CV% 3.97 0.88 2.14 0.29 0.55 1.91 2.44 1.32 1.79

. Mean(ppm)  0.1812  0.0368  0.0891  0.0259  0.0904  0.1544  0.0908  0.1888  0.0395
/f%%z[f SD 0.0063  0.0010  0.0051  0.0014  0.0029  0.0022  0.0067  0.0081  0.0023
CV% 3.48 2.59 5.68 5.22 3.22 1.43 7.40 4.27 5.73

} Mean(ppm)  0.1439  0.0320  0.0830  0.0245  0.0889  0.1625  0.0556  0.1743  0.0401
E%%If SD 0.0025  0.0004  0.0032  0.0014  0.0008  0.0055 0.0038  0.0006  0.0002
CV% 1.74 1.30 3.86 5.80 0.88 3.38 6.80 0.32 0.52

. Mean(ppm)  0.1422  0.0311  0.0755  0.0284  0.0890  0.1524  0.0838  0.1794  0.0386
E%%ﬁf SD 0.0007  0.0008  0.0007  0.0004  0.0010  0.0027  0.0009  0.0027  0.0021
CV% 0.46 2.55 0.93 1.53 1.13 1.76 1.11 1.51 5.45

ErE1E Mean(ppm)  0.1608  0.0336  0.0844  0.0283  0.0912  0.1620  0.0818  0.1856  0.0412
F45H SD 0.0190  0.0024  0.0067  0.0040  0.0035  0.0113  0.0169  0.0109  0.0037
Rl CV(%) 11.84 7.13 7.91 14.11 3.84 6.98 20.66 5.86 9.00
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RSV SR

& B EE(RRRRIEM) B R RIS R

HIEAER -1 HIEARR -11 IR - 101
WIS WAMR g,y EME HE WVER L, UE BE WHER ,,,  ECE 2
R-01*  0.083  -0.33 - O - - - - 0.050 -243 5000 A
R-02 - - - - 0.028  -0.38 - O 0.059 -1.14 - O
R-03  0.084 -0.29 - O 0025 075 - O - - - -
R-04  0.090  0.00 - O - - - - 0.073  0.86 - O
R-05%  0.123 1.57 - O 0.189 19.75 47250 @ - - - -
R-06 A - - ® Rt - - o - - - -
R-07 — — - — 0.032  0.13 - O 0067  0.00 - O
R-08  0.094  0.19 - O 0022 -1.13 - O - - - -
R-09* - — - — 0.128 12,13 32000 @ 0314 3529 31400 @
R-10  0.089  -0.05 - O 0028 -0.38 - O - - - -
R-12  0.121  1.48 - O - - - - 0.070 043 - O
R-13* 0334 1162 16700 @ 0.067 450 16750 @ - - - -
R-16  0.106  0.76 - O - - - - 0.060  -1.00 - O
R-17 - — - - 0.031  0.00 - O 0065 -029 - O
R-18%  0.069 -1.00 - O - - - - 0.032  -500 3200 @
R-19  0.067 -1.10 - O 0037 075 - O - - - -
R-20  0.077 -0.62 - O - - - - 0.069  0.29 - O
R-21 — — — — 0.027  -0.50 - O 0067  0.00 - O
R-23* — — — — 0.039  1.00 - O 009 371 9300 O
R-24 - — - — 0.030  -0.13 - O 0070 043 - O
Median 0.090 0.031 0.067
Q3 0.110 0.039 0.070
Q1 0.082 0.028 0.060
IQR 0.028 0.011 0.010
nIQR 0.021 0.008 0.007
EE
(~)Robust-Z{EFE /=
L1Z] =205E20<| 2| <3.0BEXE | 2] =23.051 k=
2. Median B H (75 5 Q3Fsrmil 073+ QUREIY A7 E 5 IQRAVUS A2 HE 5 nIQRAH ALY 2 H
(=) sk FEDARISCER (%) FAETTHIE - HAE ST
LIHESAS SR IME x 100%
2.@%&%5‘:%7}@%0.2 ppm 5 HIER IR AN 550.04 ppm 5 IS SIIZRANE 750.1 ppm
31??&%@&2%1@1&%7?%70 110%Fs "R L /THR60-70%35110-120% K T HEEEL 5 1 {ER60%E 4 120% 5 T AN

(2NN ERAR SR I ECR A T A 70-120% Ry rﬁ 1 TR60-70%87120-130% 5 FJ* TR 5 ER60%EE R 130% 8 "N

=
(B HBLARIESETHAEE - DL T — 5 R
EFERELERLIRobust-ZEREIERIZEH BRFEMR R O 1 lE A [BEE @ THE
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xR= - BMAEERBE)ERAEER
[ElERRES R HIERAL-1T IR AG-1

By HEHER EER FEE  HEER ElER FEE IR SR ElER FEE
R (ppm) Robust-Z (%) S8 (ppm) Robust-Z (%) SE (ppm) Robust-Z (%) g

R-01  0.029 -0.67 - O - - - - 0.150  -0.67 - O
R-02 — - — — 0.091  0.04 - O 015  0.00 - O
R-03  0.031 -0.33 - O 0082 -0.14 - O — - - -
R-04  0.029 -0.67 - O - - - - 0.163  0.78 - O
R-05*  0.035  0.33 — O 0458 753 45800 @ — - - -
R-06  AhiH - - ® kg - - o - - - -
R-07 — — — - 0.085  -0.08 - O 0160 044 - O
R-08  0.043  1.67 - O 009 010 - O - - - -
R-09* — — — — 0.154 133 — O 0291 1500 14550 @
R-10¥  0.019 233 4750 A 0078 -022 - O - - - -
R-12  0.032 -0.17 - O - - - - 0.156  0.00 O
R-13* 0.110 12.83 27500 @  0.199 224 199.00 A — — — —
R-16%  0.034  0.17 - O - - - - 0.180 267 9000 O
R-17 — - — 0.081 -0.16 - O 0151  -056 - O
R-18%  0.020 -2.17 5000 A — - — — 0.099 -633 4950 @
R-19%* 0070 617 17500 @  0.151 127 - O - - - -
R-20  0.033  0.00 - O - - - - 0.148  -0.89 - O
R-21 — — — — 0.089  0.00 - O 0169 144 - O
R-23 — — — — 0.085  -0.08 - O 0153 -033 - O
R-24 — — — — 0.086  -0.06 - O 0160 044 - O
Median 0.033 0.089 0.156
Q3 0.037 0.151 0.163
Ql 0.029 0.085 0.151
IQR 0.008 0.066 0.012
nIQR 0.006 0.049 0.09

2t
(~)Robust-Z{BEH| £ H =
1| Z]| =208®E20<|Z|<3.0REFE" | 2] Z3.06THE
2. MedianFsHH 785 - Q3FsmEiVU A28 3 QUAEIE 518 + IQRAVUS L2 HE + nIQRAH RE(LIU (] 22 1E
(7)== ZDAEIBCR (%) FEETTHIE » EHE H
LGRS SR INME < 100%
2. ISR A INE R0.04 ppm 5 TGV ST I{E 0.1 ppm 5 HIELEE IR ANE £50.2 ppm
3HE
(DB TR IEICRS TR 70-120% 5 THRE 5 5 /TR60-70%8K120-130% 5 " HEFE | 5 (KiR60%IER130% R " AR |
(z)iﬁﬂéﬁfiﬁlll@ﬂkiﬁwm-110%1% THE L 5 /Ti60-70%88110-120% 8 " FERE ; {EETJ’%O%EJZ%)?@IZO%% N =
SREFLARICRETAEE - LT -, TR
EFIELAHEIRLIRobust-ZF RIPCRBEE B ERR O E A JEFE @ NHE
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BALEEYITR R SR
xR ~ ENPAZE(REEIHARER) iR SR AER
B R AT IR -1 TR -1
MR WARR o, EUCE B WRR L, BACE T WEUER o, BUCE
R-01  0.090  0.00 - O - - - - 0.051  1.00 - O
R-02 - - - - 0.172  -0.04 - O 0.051 1.00 - O
R-03  0.091  0.07 - O 0171 -0.06 - O - - - -
R-04 0082 -0.57 - O - - - - 0.041  -1.50 - O
R-05* 0.182 657 18200 @ 0435 544 21750 @ - - - -
R-06  0.112  1.59 - O 0187 026 - O - - - -
R-07 — — — - 0.168  -0.13 - O 0044 075 - O
R-08  0.101  0.79 - O 0193 040 - O — - - -
R-09* - - - - 0.870 1450 43500 @ @ KigH - - [
R-10 0079  -0.79 - O 0176  0.04 - O - - - -
R-12  0.087 -0.21 - O - - - - 0.046  -0.25 - O
R-13* 0206 829 20600 @ 0329 323 16450 @ - - - -
R-16  0.092  0.14 - O - - - - 0.054  1.75 - O
R-17 — — — - 0.170  -0.08 - O 0047  0.00 - O
R-18%  0.059 -2.21 59.00 A — — — — 0.031 -400 6200 A
R-19  0.082  -0.57 - O 0167 -0.15 - O - - - -
R-20  0.089  -0.07 - O - - - - 0.051  1.00 - O
R-21 — — — — 0.161  -0.27 - O 0046 -025 - O
R-23 — — — 0248  1.54 - O 0054 175 - O
R-24 — — — — 0.158  -0.33 - O 0045  -0.50 - O
Median 0.090 0.174 0.047
Q3 0.101 0.234 0.051
Ql 0.082 0.169 0.045
IQR 0.019 0.065 0.006
nIQR 0.014 0.048 0.040
i
(~/Robust-Z{EHIE H =
1] Z] =20BHE > 20<| 2| <S0BEEE | 2] 23.05THE

2. Median {7 8 ;

Q3 fy= U (T % 5

(53 R LARICR (%) FETTHE - HAE SR

LIETESHS SRR IIE > 100%

2. MR SR f50.1 ppm 5 MIBUER SLILARIME 550.2 ppm 3 IR SR £50.05 ppm
3AE S

( IEIJ?IE Serm R AR S T A T70-120% 5 T ifRE

«HI ufﬁfiuun@ﬂiwlﬁwo-no%% PWiE L ;lﬁ%o—m%%lo-lzo%j% MEFE, 1&75@60%52%5@120%% N =
SETTHIES - LT — ) #R
E);JéU%%L%%uRobust-ziEu&%%{%%ﬁﬁ?ﬂa% O:

3)AH P PAE] R

FTH260-70%85120-130% 5 =

WE A JEERE

QUE{EIY L 5 IQREVY 2 FE 5 nIQR BT E(LIU/ (i 22 fE

s EIR60%EE R 130% 5y T AN

@ HE
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Rl S AER - WE BB =E1578.6% (&
=)o

3. HIEAR AT - G AS S50 520.099-0.291
ppm * Robust-Z{E/1/2-6.33-15.00 » HH
HEE 509 ~ 1652 18F DARICRETT H]
E o BREBEAREE09 M 18BN HESN -
EnpER=EhnEits  MECER=
11584.6% (=) »

() S A

1OEER AR L s LA R 91 120.059-0.206
ppm * Robust-Z{H/112-2.21-8.29 - HHH
B (RRE05 © 13 K 18TELARIR LT H) E
B ETF RSN EI  HearER =S
R EAR  WEZER=ENE76.9% (&
/yg) -

2. SRR ST HIEAS SR /1 120.158-0.870
ppm * Robust-Z{H/T/4-0.33-14.50 » HFH
B == 505 ~ 09 K2 135 AR R 77 H) &
BB ANRES - R B =EE R E
o WEZEBENET8.6% (FRMN) -

3 WIE ARSI - HIELAS 51 520.031-0.054
ppm * Robust-Z{E /1 /2-4.00-1.75 » HHH
B %= (AR5 09 K2 1 8 FF DAIE I 3R HE 1T ) 8 = AT
Ry fEE RN RSN - AR E B B

&4 ARRRPREMAZEIRER - ERERE

R Z MEFRET R

Y LI
THIEARR 2 s/ME  BAE
(ppm) (ppm)

Tl Ik ER 0.334

I ST 13 g 0.110
TSI A TR 0.059 0.206
AR ER A 0.189

1l e 14 ER A 0.458
B E IR R 0.158 0.870

i 0.032 0.314

11 E=R ] 13 0.099 0.291
R R R R FARH 0.054

a2 B EL84.6% (£M)

AR L& B ) B2 A R 2 22
Mats= » EERMELECRZ SRR EMRT R
WMFRARENR - KREI R "HE , ZEBE
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Results of Proficiency Testing in 2012: Veterinary Drug
Residues (Multiresidue Analysis) in Food

ERH-YUN CHIANG', WAN-CHEN LEE', CHUN-CHIEH SHIH’,
HSIAO-WEN KUO?, YI-RONG LIN?, HSIU-KUAN CHOU?,
MING-SHIN LEE'AND HWEI-FANG CHENG'

'Division of Risk Management, FDA
? Central Center for Regional Administration, FDA

ABSTRACT

A proficiency testing was held in 2012 on veterinary drug residues (multiresidue analysis) in food. Milk
were used as the testing material. A total of 20 laboratories participated in the test. The analytical results
were analyzed using Robust-Z into three grading categories as follows: |Z| score = 2 as “satisfactory”, 2 <
|Z| < 3 as “acceptable” and |Z| = 3 as “unsatisfactory”. Results of spiked experiments should demonstrate
between70-110% recovery for analyte concentrations between 0.1-1 ppm as “satisfactory”, 60-70% or 110-120%
recovery as “acceptable”, < 60% or > 120% recovery as “unsatisfactory”; and between 70-120% recovery for
concentrations between 0.01-0.1 ppm as “satisfactory” , 60-70% or 120-130% as “acceptable”, < 60% or > 130%
as “unsatisfactory”. Choice of better grade were made based on Robust-Z or recovery. Among the laboratories
evaluated, 12, 2 and 6 were graded as satisfactory, acceptable and unsatisfactory, respectively. Laboratories
graded in the category of “unsatisfactory” were mandated to provide a report of correction, as well as were
requested to take a second test. Laboratories are expected to consistently improve their quality control system

through this proficiency testing routine.

Key words: proficiency testing, milk, veterinary drug residues(multiresidue analysis)



