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Determination of 2,4-D and Related Compounds
in Grains for Feed by LC-MS/MS

Katsumi YAMAMOTO", Masayo NOMURA " and Kengo YAMAMOTO
(" Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department)

An analytical method was developed to determine levels of 2,4-D and related compounds in grains
for feed using liquid chromatograph-tandem mass spectrometer (LC-MS/MS).

After adding water to the samples, 2,4-D and related compounds were extracted with acetone
under acidic conditions, and the resulting solutions were filtered. The filtrate was then diluted
with acetone to a final volume of 200 mL. The extract was purified by liquid-liquid distribution
with hexane-ethyl acetate (1:1). 2,4-D related compounds, such as 2,4-D ethyl ester in the
sample solutions were hydrolyzed to 2,4-D by heating for 30 minutes at 80 °C under alkaline
condition. Then the sample solution was neutralized and purified with an SPE mini-column
(Mega Bond Elut C18 from Agilent Technologies Inc.; Santa Clara, CA, U.S.), liquid-liquid
distribution with diethylether under acidic condition, and an SPE mini-column (InertSep GC/PSA
from GL Sciences Inc.; Tokyo, Japan). The sample solution was injected into the LC-MS/MS for
determination of the 2,4-D level. LC separation was carried out on an ODS column (Atlantis T3,
2.1 mm i.d. x 150 mm, 3 pm from Waters; Milford, MA, U.S.) using 5 mmol/L ammonium acetate
solution and 5 mmol/L ammonium acetate methanol solution as the mobile phase. In the MS/MS

analysis, negative mode electrospray ionization (ESI-) was used.

Spike tests were conducted on grains. Wheat and rye were spiked with 0.5 or 0.05 mg/kg of 2,4-
D and 2,4-D ethyl ester. Corn was spiked with same compounds at 0.05 or 0.01 mg/kg. The
resulting values obtained for mean recovery and repeatability in terms of relative standard
deviations (RSD,), respectively, were 78.7 to 93.6 % and not more than 5.7 % for 2,4-D, 84.0 to
103 % and not more than 6.8 % for 2,4-D ethyl ester.

A collaborative study was conducted in nine laboratories using wheat spiked with 0.5 pg/kg of
2,4-D and 2,4-D ethyl ester. The mean recovery, repeatability and reproducibility in terms of the
relative standard deviations (RSD, and RSDg), and HorRat, respectively, were 84.5 % and 7.1 %,
12 %, and 0.63 for 2,4-D, and 95.5 % and 6.5 %, 8.7 %, and 0.48 for 2,4-D ethyl ester.

This method was validated and established for use in the inspection of 2,4-D and related
compounds in grains for feed.

Key words: 2,4-D and related compounds ; liquid chromatograph-tandem mass spectrometer (LC-
MS/MS) ; electrospray ionization (ESI) ; feed
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¥—U— R :24-D KOZOEYE ;, Rk a~ N7 7207 DA RSN ; =L
7 v AT L—A F Ak AR

1 #%

2,4-D 1T 1950 FFICE NG SN2 R VT U RIORIREBREAICTH 5. JRBEME 28532, A %
FHEMICIZBRIT/ N &<, KBABREA L LTRSEHSA TS V.

BOETIE, BEMHKEESICBIT 2680 2,4-D (24-D 7 MU DA, 24D PAF LT I U,
2,4-D =F )b, 24-D AV 7 at), 24D 7T hXTZFAKN24D TNT =T I U8 (LUF

[2,4-D BEME ] V9. ) 2ETe. ) OERIEMEN D13, 2AE, KE, ~A 0, MNERRT
A £ TO0.5mgkg, &9HAZLTO005mgke HET260mgkg L7>TW\5. £, fkloFE
WV DS ILYEIC B 1T 2 R EEME VIE, Wb 5 T1 mgkg £ TS, E6IT, EEFHED
Blh, WS ORI 1 5 R IR Yix, ok (XK) T 01 ppm, £ HAILT
0.05 ppm, ZDMEFATIL0.5ppm & 72> TN 5.

BRHFO 2,4-D OSFEEE LTCIE, EAFBE @MRERLE VL L CEBIRBRE (WA~ T
TFZIRRIHT A a~ 77 7HEHSWEH) DRI TWD. fEHO 2,4-D O4HEE LT, BE
CERRM AT Y Olc 27 n~= N 7T 71285 2,4,5-T L OREESHE PRNEISNhTWDAR, =
DIFETBRENEETH Y, £72 2,4-D BHEMEZ R E LTHRY. ZoZenb, —iRM
FENB ARSI 2 =0 TR 22 FEEEH O G EMEF S HTERIEEE] ([TBWTHZE
L7z 2,4-D Y MCPA =F V&Mt B &2k v~ 7775207 KRB ESHEE (LT

[LC-MS/MSJ &\ 5. ) Ik BFEESHE Y (BT [JFRL 351 9. ) &I, 24-D RUZ
OB Bk L ClEH T RE7R FIE A BRI L, SR AT EREA~OMEH O R HIZ OV THRE L2 DT
ZOWEERETD.

5|2 2,4-D ¥ 2,4-D = F L OEENSE % Fig. 1 IR L7z,

Tiji

2,4-D 2,4-D ethyl ester
Cl O Cl O
OH o
Cl Cl
(2,4-dichlorophenoxy)acetic acid Ethyl 2,4-dichlorophenoxyacetate
CgHsCl203 MW: 221.0 CAS No.: 94-75-7 C10H10CI203 MW:249.1 CAS No.: 5633-23-3

Fig. 1 Chemical structures of 2,4-D and 2,4-D ethyl ester

2 RERAEK
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22 O
) 7Hhr=K U, TR, Bifg=FL, PoFLz—F)b, blx, ~FHo, HiT
FU D AKROEET B U TN (BK) (3R EHE - PCB B 2 Wi, A% /7 — i3kt
B OV BRI I3 2 3K - PCB B %, BRI IT LOMS HEHWe. BT v E=v
DVEHRIZFEHIER T35 1 mol/L BEBR T > & =7 AIAIKR LC AZ MWz, KiT#sik (JIS K
0211 |[ZEH D 5218 OREHIAK) Z AW, ZOMORIITHH (7272 LRI 98 %D H D)
s LAY
2) 2,4-D FEAERR
2,4-D EYES, (BAH b2, S0P 98.6 %) 25 mg & EMEICE > TS50 mL DERE 7 T A3 lT A
n, 7B b &Mz TENL, FITERETTE b2 MA T 2,4-D EEFRIKEZFAK L (2
DO 1 mL 1%, 2,4-D L T05mg (f=0.986) #&HTDH. ) .
FEAIZEE LT, 2,4-D EHFERO —E&EZ, AKX/ —/—Ff (1000+1) TEMIZHRL,
1 mL H(Z2,4-D & LT 0.004, 0.008, 0.02, 0.04, 0.08, 02 %104 ug #&A3 5% 2,4-D %
ik 2 L U7z
3) 2,4-D = F LREAERR
2,4-D =F L= X7 VAEHES, (Dr. Ehrenstorfer 8, i 97.0 %) 25 mg % IEMEIZ &> T 50
mL ORFET7 T AAZAN, T M ZMZATENL, BIERETTEFZ2MAT 24D
TFUERER R AT L 72 (Z0#E 1 mL 1%, 24-D=F/LELT05mg (f=0970) &A1
5.0) .
23 HEROEGE
1) BBtk : Retsch & ZM-100 (f I F[El#5%% © 14000 rpm)
2)  HLARELH R © Retsch 2 SM-100 (ffi FI B [E1#5%% © 1430 rpm)
3) WEHIM: 44T v s8] LTy = —H—SR2W
4 v—XHVJ—xz /5K —H— : BUCHI & R-200
5) U4—4&—s A : BUCHI #£ B-490
6) WHl~v=FK—NK:V—xz Lt A2 GL-SPEW5|~v=FK—/I K
7 AT BTN VALY U BV =T I Agilent Technologies #. Mega Bond Elut C18
=Ry (ECAKIELg) TV HF—"— 20mL) ZEELZHOD
8) VT T7 7 A MNI—Ry,/ ZF LV TIVN-Ta ALY )b VBTNV EBI =0T
Lo V= YA = AH InertSep GC/PSA 1 — b VU v ¥ (FETAHIE 500 mg/500 mg) 2V
P— 31— (50mL) ZEFE LD
9) ks n~ hrT 7T ARV BSHTE
LC 5 : Waters 2 ACQUITY UPLC System
MS #5 : Waters # ACQUITY Xevo TQD LC/MS/MS System
24 TERFIE
D #h
IITRREE 10.0 g 28> T 300 mL O3 =47 7 222 A, K20 mL Z00%, 30 5k
B, FICHEE (4 mol/L) 5mL KLON7 & b 100 mL %z, 30 Z5RHE Y IE¥ T (300 rpm)
H L7z, 200 mL o2& 7 722427 75 —F}O FICES, gz A% (5 f B) Tl
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GlAHMLTet:, HO=M7 7 2aROKILZNAKRT & F 50 mL THEF L, FERICWES] A
Lz, FICEBR7 I AaDERETT ¥ b2z, Wikmm Lo 2388HRT L Lz,

2) RIS 1
AEHEIK 8 mL %2, H O Uik MU U LK (10 w/v%) 100 mL K& OFERE = F /L —~
¥4 (1+1) 100 mL Z A4L72 300 mL D53 i&IRF A ICIEREICIN 2, 5 R IR E 7% ikiE
L7=. KE (FBE) % 300 mL O3kIE}; B IZ AN, EEE=FL—~FH @ (LE) % 300
mL O =77 Za|lZ AN, kR A 2= F /v —~F % (1+1) 50 mL THHE L,
Vel & 3RS B A%, 5 IR B %E#E L, KEEZ#ET, BT L— %9+ E
BEO=M7 T 2A3IChbY . BB~ T LV —~F VU EErEEORE ST N v A (EK) T
ik L, 200 mL ®72 37 7 A 2ZAH (5 A) TAHE L. i} B KOV ED =47
TAaL/b OB TV —~FH 2 (1+1) THREFL, EREZEOAMEZEB L TAHREREZAD
Wiz, HiEE 40 CCULTFTOKIBTH | mL £ TRHERMEL, ERT ALK THELE. A4
J = 2mL Mz CHREMERN L, KSR 230HAR & Lz,

3) WK fiE
AHEHAR D AN - 72200 mL D72 T 7 7 A 2 KBt F b U U A% (1.5 mol/L) 1 mL Z N
Z, WEEZAHFT 80 °C O/KIET 30 sk L7=% i L. pH ZHEEE (1.5 mol/L) T
7.5~8.0 \ZF% (pH 1% pH B A WV THER) L72t%, REBAKFET Y 7 AEK (0.1 wiv%)
16 mL 2%, 717 LAETICHT 23 BHAKRE LTe.

4) T LAERT
G BTN DT Y BTN =H T KA X —/L 10 mL R OUK 10 mL CIER B
L7z (BBl~=&—n FEzHW, fiE%z | mL/min F2E L L=, UTRUE. ) . REHARZ 2
=H T DA, REPFTETAKRO ESICET 2 E TR IEZ, S0mL ORTHT T Aa%
=W TLAOTICESE, BREBEEOAS TR T T 7 A& REBKET N U LARHK
0.1 w%) — A% /— (1+1) 5 mL THHFL, WiKEZ I =07 HIZMA T 24D ZEHS
B, BICEEE 15 mL 23X =7 7 22N A CTRBRICIEH S 872, 2 OB IR A2 KK 5B 11 IS
T D FBHRIR & L7z,

5) RIS HEC 11
e 2 & 6 L ERE (4 mol/L) 5 mL K OME T U 7 A%#E (10 w/v%) 100 mL %
A2 300 mL D3RG C 27z, BEHERD A > TWeRTIET7 T A az v F Lo —
TV 50 mL TYEF L, YERZSEE C 1oz, 5 oMV IRE-%EHE L. KE (T/E)
% 300 mL O3 ER DICAN, YoFrz—F U (LE) 2200 mL O =447 F 23| A
ni-. iR} C 2y =F = —7 /1 50 mL TS L, WEiRZ DK} DIz, 5 oiE
DIRE-HEHE L, KBE2HEC, VFAD—T A EELEOZAT7 7 A3l l8bE. VT
N —T)VEEEEONET U v A (HEK) THAKL, 200 mL DR TET 7 22 TAHK (5
i A) TABLE. kR D KOO =AT7F7 A2,k VbEOVZF LT —TFT L THEL,
Wiz Je D A a8 L CAIRE G DETZ. A% 40 °C LLTF OKIB TR 1 mL F TRERM L,
BRAIOAEBES>TEHE L., 72 h=FU b=tz (3+1) SmL ZM2 CTEEDEZRML,
717 BALER T 2 3 HER & L7z,
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6) H1 T LALER L
T3 774 M=K/ Z2F VL TVTIV-N-Tab LU fb VB FLEREI =0T A
7 Rr=hrUb— kx> (3+1) 10 mL THEE L7z, REHREREZ I =5 7 LI AR, R
MIETAHKIO EMHCET 2 E TRt S8, B, BEHAKRDO A>T\t B 77 2Aa%T
Th=hUL— kx> (3+1) SmL THEEL, BKE I =0T LA, REICHEE ST,
S50 mLORTTZ 7 Aa%2I =0T LD FICESE, REBROAS>TWERTIETZ I Aax2T
T h=hrUL— bz =X (75425+1) 5 mL CTHHF L, iKE I =77 AI2MZ T 2,4-D
ZIRH &, FICHEEE 25 mL 2 2 =8 7 Az CTRERICIEH S 872, ImHiiE 40°C LLF
DOKRBTHK 1 mL ECRIERM L, BT AZE-> THELEZ. A% —/L—X (1000+1)
I mL % EMECINZ CEREDZRML, LC-MS/MS ([Z X2 HIE I3 2alhaii & LT

7) LC-MS/MS T & % HlE
FREHAE e OV 2,4-D FEHER 4 5 uL & LC-MS/MS I[ZHEA L, SBIRSHH (LT TSRM]
Lo, ) ravw T AES. BESRMNE Table 1 KON 2 IZR LT,

Table 1  Operating conditions of LC-MS/MS

Column Waters, Atlantis T3 (2.1 mm i.d. x 150 mm, 3 pm)

Mobile phase 5 mmol/L ammonium acetate solution - 5 mmol/L ammonium acetate methanol solution
(70:30) - 10 min - (0:100)(10 min)

Flow rate 0.2 mL/min

Column temperature 40 °C

Ionization Electrospray ionization (ESI)

Mode Negative

Ion source temperature 150 °C

Desolvation gas temperature 400 °C

Capillary voltage 0.6 kV

Table 2 MS/MS parameters

Precursor Product Qualifer Cone Collision
Target substance

ion (m/z) ion (m/z) ion (m/z) voltage (V) energy (eV)

219 161 -
2,4-D 28 12
221 - 163

8) #F H
BHITE SRM 7 a~< 7T AMnE 24D OE— 7 ERELOE S 2Rk CTHRER 2 1ER L,
Bl 24-D BEZHEH LT
F72, 2,4-D =T NOHERIN L CTHMEUGGRER Z 1T > 7RO BICEOFFIL, RERMD
K7z 2,4-D OREZKRNITLY 2,4-D TF VOREIZHE L, IWRIMLT 2,4-D =FLORE
THRLTZOEEGEZRDDZ LIZEVITo
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AREFF D 24-D = F )L =4 x 249.1/221.0
A BRERN RO T-HAEF D 2,4-D B
ek, EEiEOMEE % Scheme 1 [Z/R LTz,
2.5 WHEOEETE
) #h IIHTRREL 10.0 g 2 8- T 300 mL ok =7 7 23z A, /K30 mL &%,
30 435 E %, W2 (4 mol/L) 5 mL X O7 & h 120 mL 2%, 30 4 BHE YV EBE T (300
pm) fHH L7=. 200 mL O2E 7 7 A a2 7 7 F—F}I0 FIc@EE, ks A% (5 B)
TWRBI A LTctk, DO =M 77 AaROEIZNART & F 50 mL THE L, [RERICWS]
A LTz, BIZEETZ T AADERETTE N 2MA T,
2) @i W DTHOLNTLIERO —E&R&E T & b CTIEMIZ 500 F4AR L CRIESEL 1 I3 2
AR E L, 24 O ) LIBOBIEZITWER L.
2.6 ERERENAR (BE) ORI IEOKRG
24D L LT, FEV—FLEIZ 260 mgkg HHYBEZIRML, 250 D LBV EIE LS LM
ik 3 WE AT, 4 Tk DR 2)ITHE, 5672 ilHgiKZ LC-MS/MS (2L, #nE
I % b U7z
1) 2.5 O DITHEWHIHKZ 7 & b > TIEREIZ 500 AR L7, 2.4 © 2)LIBEOERIELIT-
7.
2) HHEEZMRETIC 24 O 2)In6 6)FE TORIEEZIT -T2, HICA X ) — /b — Xk
(1000+1) TIEMEIZ 500 {5 AR L7=.
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Sample 10.0 g (300 mL Erlenmeyer flask)

add 20 mL of water and allow to stand for 30 min

add 5 mL of HCI (4 mol/L)) and 100 mL of acetone and shake for 30 min
——filtrate with suction filter (No.5B)

wash with 50 mL of acetone

top up to 200 mL with acetone

——8 mL of sample solution

Liquid liquid extraction I (300 mL separatory funnel)

add 100 mL of sodium chloride solution (10 w/v%)

add hexane-ethyl acetate (1:1) and shake for 5 min (twice: 100 mL and 50 mL)

put hexane-ethyl acetate layer into 300 mL of Erlenmeyer flask

add sodium sulfate
—— filtrate (5A)

evaporate to dryness under 40 °C

dissolve in 2 mL of methanol

Hydrolysis reaction

add 1 mL of NaOH (1.5 mol/L)

reflux in water bath (80 °C) for 30 min

adjust pH to 7.5~8.0 with HCI (1.5 mol/L)

add 16 mL of sodium bicarbonate solution (0.1 w/v%)
Mega Bond Elut C18 cartridge

prewash with 10 mL of methanol and 10 mL of water

apply sample solution

elute with 20 mL of sodium bicarbonate solution (0.1 w/v%) - methanol (1:1)
Liquid liquid extraction II (300 mL separatory funnel)

add 5 mL of HCI (4 mol/L) and 100 mL of sodium chloride solution (10 w/v%)
apply sample solution

add diethylether and shake for 5 min (twice: 50 mL)

put diethylether layer into 200 mL Erlenmeyer flask

add sodium sulfate
—— filtrate (5A)

evaporate to dryness under 40 °C

dissolve in 5 mL of acetonitrile - toluene (3:1)
InertSep GC/PSA cartridge

prewash with 10 mL of acetonitrile - toluene (3:1)

apply sample solution

wash with 5 mL of acetonitrile - toluene (3:1)

elute with 30 mL of acetonitrile - toluene - formic acid (75:25:1)

evaporate to dryness under 40 °C
dissolve in 1.0 mL of methanol - formic acid (1000:1)

LC-MS/MS
Scheme 1 Analytical procedure for 2,4-D and related compounds in feed
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3 BRRUBE
3.1 LC-MS/MS & &k o st
JFRL i Y ClIA A bt LT Ly br 2 FL—A Aok (BUF TESI 3£ &0 9H) %
AT ndZ Enh, REIZBWTYH ESTEZHW TR 21T 72,
BEHERIZONWT, RIEOWEFRMHFICEI VA — M Fa—UHEZEH LT, BEOEWTY B
— A A RETaE T NG DOR#ER 2 —VEELT Y Va rmx X — AR LT
&2 A, Tablel KO\ Table 2 (278 L= G2 i Td - 7=
32 MEmR
22 D DITHES TIHAB L7 2,4-D & LT 0.004, 0.008, 0.02, 0.04, 0.08, 0.2 TN 0.4 pug/mL
FIY OB FEARETLS 5 uL 2 LC-MS/MS ([ZIEAL, #5577 SRM 7 a~ N7 T AnbE— 7
LB IZHOCTHREREZER L. S0 RERIL, Fig 2 0BV THY, 24D TH
0.004~0.4 pg/mL A48 (FEARE LT 0.02~2 ng FAYM &) O#H CEBMEEZ R L.

y=53551x+170.84 y =352097x+1790.8
R? =0.9990 R? =0.9982

Peak area
Peak height

. 01 02 03 04 0 01 02 03 04
24-D/|ug/mL| 2,4-D/[pg/mL]
Fig. 2  Calibration curves of 2,4-D by peak area (Left) and peak height (Right)

3.3 W E A %G s L7z JFRL EO§E 220 T

FREHR D 2,4-D ORI, TERIEICHBWVT 0.5 mgkg LLTFTH DL DK L, SKET
1% 260 mg/kg & 725 T 5. ARiEZEFEEEMAY BITHERINZEHREIZEA T 5 720120%, 3k
IR DOARP LB L 72 5.

JFRL VLTI, BHEMICHE LN ZRENAR A AR L, LC-MS/MS IZfiLTWb. £Z°T, 26 D
ERVREHRE AL, BUEOLEEIT 72, ZOFSE, Table 3 ® &3V [ij#HH CEIULE
ICEEETRBO OGN 72D, BIREOREIZ ST 2 2 L2 X507 AgEE~DHY
KO =0T K00 OB OEBZ1ET 252 & 2BE L, BEIC O Witk E 7 &
kT 500 AR L7242, 2.4 O )LUBOEMELITH) 2 & L LT,
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Table 3  Comparison of recoveries of 2,4-D in grass hay by dilution of sample solution

) diluted after diluted after
Spiked Run extraction InertSep GC/PSA
Pesticide level
(mg/ke) No. Recovery Recovery
m,
i *%) %)
1 76.1 75.6
2,4-D 260 2 76.9 78.1

3 77.5 77.2

3.4 WiEWE OB

ANE, RE, 4w, INE, &56AZL Q #@EH) , FAXKOEHE (TL77 V77
WL, FEV—WHEROT A 77 AWE) 2 Hv, RECED AR LS’ 4 LC-MS/MS
WCEAL, EREZHTHE—7 OFEEMHE L=, KEIZBWT 2,4-D &R CARRERICHRE T
RAEY OB — 27 BERO LALTEN, HERA T VBV T RKICHREIN TS Z &b, 24D
WLl L, Zo/E, EEFZHT2UEY—7IIRBO LN -T2,

72k, YFEKEDOSRM 7 v~ b7 J A% Fig.3 D B)II/RLT-.

3.5 RINENREER

JERL # ¥ Ti%, 2,4-D BEME D 5 5, fKbWBEOKY 24D 7 FF v =F o0, i
k/\ﬁ’@ﬁ@*ﬁdﬂﬁbn BAHRER/FE LN TNDZ E0D, RIETIER2TO 2,4-D BEWE

CHEAFRETH D EE L, AREITIE, 24D EOAERELE L TEEEBEIZEENDIZ AT VK
? 2,4-D BEEMEOMNE L L T24-D =T L E2FE L TR L.

24D L LT, IERRTAEIZ 05 K 0.05 mgkg MY E (REKREHAKT T 02 KO
0.02 pg/mL Y E) , &9 HAZ LIT0.05 X0.01 mgkg fHYE (&N P T 0.02 &
O 0.004 pg/mL FHYE) , T4 77 AFEIZ 260 LT 10 mgkg FHYM & (GREiCEHAK + ©%
0.208 JTF 0.008 pg/mL AHY &) AWML, AIEICEY 3 ST TERL, BEUEREOHER UK
EaEt Lz,

F72, 2,4-D =F UL, MKDEEICE D 24D ICEBSNDZ LD, MENEFELTWDE

AT EREMIT 24D KN 24-D = FLvobdEE L THEBEINS. 2O ENE 24D ZF LD
TONEUERER I L DR OBRICIE 24D = F L DOHEZHRML CEMEiZ4T> 2L & L7-. 24D —
Fl LT, MEEKRTAFEIZ 0.5 KO 0.05 mgkg Y E (RKAEHAKT T 24-D &£ LTH
0.18 X0 0.018 pg/mL MY E) , &9 HAZ LIZ 0.05 LT 0.01 mg/kg A4 & GRfEEHATK +
T2,4-D & LT4 0.018 XTr0.0035 pg/mL AHY &) , T A 7 T AHHEIZ 260 & T8 10 mg/kg FH4
B (RERENART T2,4-D & L T4 0.185 X110 0.0071 png/mL A &) ZWML, KEicky 3
AOMTCER L, BUE K ORR USRS 2 s L7z,

NS OfERE Table 4 &Y Table 5 1Z/8 L7z, 2,4-D 122V TIE, /NETIHEHEILE
86.0~90.2 %, Dk UKL, MHxE#EFZE (RSD,) & LT 5.0 %LLF, RERIZT A £ T
84.8~93.6 %N 4.7 %L T, &9 HAZ L TIXT8.7~91.3 %K V57 %LAT, T4 7T AME Tl
78.3~87.0 %M N 85 LA FTH-o7=. T2, 24D =F I HONWTIE, /INETIHEHEIYLER
91.3~94.7 %, * O UKEEIL, RSD, & LT 1.9 %A TF, RERICT A £ T 92.1~96.2 %MK
6.8 %LL T, £ 9 HAHZ LTIE84.0~103 %27 %L F, T4 7T AE Tl 88.8~96.9 %KL Y
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3.0% L F Th o7z
7B, WNEGABR TH LN SRM 7 a~ 77 A0 —#l% Fig. 3 1R L7z,

b)

b)

Table 4 Recoveries for 2,4-D

Feed types
Spiked Wheat Rye Corn Ryegrass hay
level ) 5) a) b) a) b) a) b)
(mg/kg) Recovery RSD; Recovery” RSD: Recovery” RSD: Recovery” RSDx
(%) (%) () (%) () (%) (%) (%0)
260 - - - - - - 78.3 8.5
10 - - - - - - 87.0 7.0
0.5 86.0 5.0 93.6 1.9 - - - -
0.05 90.2 1.7 84.8 4.7 78.7 2.9 - -
0.01 - - - - 91.3 5.7 - -
Mean (n = 3)

Relative standard deviation of repeatability

Table 5 Recoveries for 2,4-D ethyl ester

Feed types
Spiked Wheat Rye Corn Ryegrass hay
level a) b) a) b) a) b) a) b)
(mg/kg) Recovery RSD: Recovery RSD: Recovery  RSD: Recovery RSD:
(%0) (%0) (%) (%) (%) (%) (%) (%)
260 - - - - - - 88.8 3.0
10 - - - - - - 96.9 0.9
0.5 91.3 1.8 92.1 6.8 - - - -
0.05 94.7 1.9 96.2 1.7 84.0 2.4 - -
0.01 - - - - 103 2.7 - -
Mean (n = 3)

Relative standard deviation of repeatability
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A) B)

1
e

Intensity
L
Intensity

k | FOPR P bl wmwm

400 60O 800 " 400 = 600 800
Retention Time/min Retention Time/min

C) D)
\’ \’

Intensity
1

Intensity
1

Jk J

— T ———
. : 4.00 6.00 8.00

Retention Time/min Retention Time/min

Fig. 3 SRM chromatograms

(Arrows indicate the peak of 2,4-D and each peak is shown as 100 % in each segment except B),
in which the peak of 2,4-D in the lowest standard solution (0.004 pg/mL) is to be shown as
100 %.)

A) Standard solution (The concentration is 0.2 pg/mL for 2,4-D.)

B) Sample solution of barley (not spiked with 2,4-D)

C) Sample solution of wheat (spiked at 0.5 mg/kg of 2,4-D)

D) Sample solution of wheat (spiked at 0.5 mg/kg of 2,4-D ethyl ester)

3.6 EE FREOKH TR
KIEOTERETFREOCHBHE FREZMRT 720, 9 bAZLEWNT A VT AFEIZ 2,4-D X%

2,4-D = F VAN LT EHZ DWW T, IRINENGERBRIC LV 556 2,4-D D E— 2 D SN s
10 KO3 LR D IRE A RDT-.

ZORER, FHoONTZE—7 DO SNEN 10 LA EERDREE, £ H5HAZLTO0.0l mgkg, 71
7T ARLECT 10 mg/kg ThH o7z, F£7z, Table4 LN Table 5 (IZ/R L7 B0, HiXiREEIZHKT
L IRMEGREBR A RIT R CTh o 7.

F72, SN 3 LD, 98 A2 LT0.003mgkeg, 747 7 AT 3 mgkg Th
STz

L EDOFRERNS, RIEIZEIT 5 2,4-D OFE R FIRIL 0.01 mg/kg (Fz8EIE 10 mg/kg) , BT
FR1Z 0.003 mg/kg (WZHCHIX 3 mg/kg) Th o7z,
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3.7 FEFEIFER

RIEORM B E 2RI 5720, LlakHe X 2 LR ZREIEE M, 22IEHRD 2
ABE (BE8 ) TIHEME L.

HamaEb e LT, /INEIZ 24-D KX 24-D =F L& LTENEN 0.5 mgkg Y E (ZhETh
10 g2k LTI mLHIZE S ng 236 T HKEMER | mLik) KOT A 77 AHEIZ 2,4-D &
W2,4-D=F e LTENEN 260 mgkg fHE & (ZAE4 10 glZxf LT 1 mL HiZ4% 2600 pg
EEATOREMER 1 mL) %, FRBREICTHWBBOR BICZERZIRINL TR L 72308
Rz SRR EE, RV ENEAN BRSSO o —ZBETEET, —MRAEETE AN B AR
FREHG S B REE R o 2 —, RER G R A A 2 B RS PE R A ST T 5B B ST,
MNTATEOE N BMOKPEE & 22N v % — BB 2 2RAE, Rkt % —, Flakes ¥
—, ARt Z—, AMEEr 2 —ROFEGERE 22— GFIRRE) Thoto. FROM
Fric oW TIEEBRIC N —F T R &N LFERBRICET 5 FIE 7 ' 228512, Cochran BT,
AU 1 1H D Grubbs #E & DS AUIE 2 D Grubbs BE 1TV, ANEOA LR L- ETF
HlE R, #uRk UREE (RSD,) K OVERIEBEE (RSDr) #H ML, 55472 RSDr 206, &
1E Horwitz ZU% BV C HorRat # 3K & 7z

FEFLIL Table 6 X (X Table 7 D LY THh -7z,

INEIZBWTIE 2,4-D KT 2,4-D =F /LT HONWT, FEWEIILERL 84.5 TN 95.5 %, RSD L%
NENT.1 K65 %, RSDpiIZZ4 12 KT8 8.7 %, HorRat IZZHE4 0.63 X110 0.48 TH Y,
WL BAREREEEENGONT. —J, 74277 AHEIZE W TIE 2,4-D K0 2,4-D =
FIAZDNT, FHEILERIL 81.9 KT 82.9 %, RSDIEZHZ4L 13 KT 6.2 %, RSDRiLZNZ
33 KT 21 %, HorRat lZZFNFI1 4.6 L N29 THoT-. T4 7T AMEIZEIT 5 HorRat 23\
TNOLAEL T2 TFICINE SR, ZRALICOWTITRGREMFRBENS LN
Rino .

TA T T AGEOEBTFBREEN/NE LR TREL RoZJRK E LT, MK S O ik
TEICH T DS D BRSO N IEE ICIREE OhECiEddEiceE LS CREHARS BB T 528, 7
A 7T AGETIIAZE) THY, pH PERMEIIT X8 X 7RI S0 OF R THANE Z - 7 7]
RRHEENRBEZ DN, ZOZEnD, WHEOEREICHOWTIE, FIHOEMO JHEIZONWTHE
RAORADPMETHLEBEZ DN,

SEOD, FBR=E THEH L7 LC-MS/MS O#§fE% % Table 8 (273 L7z,
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Table 6  Collaborative study results of 2,4-D
Feed types
Lab. No. Wheat Ryegrass hay
(mg/kg) (mg/kg)
1 0.385 0.395 211 249
2 0.452 0.436 226 231
3 0.389 0.371 231 216
4 0.408 0.389 198 210
5 0.441 0.425 260 237
6 0.440 0.520 225 134
7 0.386 0.319 150 194
8 0.483 0.421 327 352
9 0.474 0.468 96.8 87.0
Spiked level (png/kg) 0.5 260
Mean value “( ng/kg) 0.422 213
Recovery Y (%) 84.5 81.9
RSD: " (%) 7.1 13
RSDx ¥ (%) 12 33
PRSDr ¥ (%) 18 7.1
HorRat 0.63 4.6
a) n=18

b) Relative standard deviation of repeatability within laboratory

¢) Relative standard deviation of reproducibility between laboratories

d) Predicted relative standard deviation of reproducibility between

laboratories calculated from the modified Horwitz equation
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Table 7  Collaborative study results of 2,4-D ethyl ester

Feed types
Lab. No. Wheat Ryegrass hay
(mg/kg) (mg/kg)
1 0.442 0.440 184 189
2 0.448 0.460 182 178
3 0.434 0.453 196 206
4 0.394 0.399 179 180
5 0.421 0.435 225 214
6 0.413 0.395 245 241
7 0.409Y  0.324" 128 170
8 0.908%  0.766" 231 251
9 0.467 0.450 130 119
Spiked level (ng/kg) 0.5 260
Spiked level as 2,4-D 0.444 21
(ng’kg)
Mean value © (mg/kg) 0.424 192
Recovery (%) 95.5 82.9
RSD: ' (%) 6.5 6.2
RSDk © (%) 8.7 21
PRSD& ” (%) 18 7.3
HorRat 0.48 2.9

a) Data excluded by the 1st Cochran test

b) These data were included although it was an outlier by the 2nd Cochran test, since
the results of RSD, and RSDy were good.

¢) Wheat: n=16; Ryegrass hay: n=18

d) Relative standard deviation of repeatability within laboratory

e) Relative standard deviation of reproducibility between laboratories

f) Predicted relative standard deviation of reproducibility between

laboratories calculated from the modified Horwitz equation
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Table 8 Instruments used in the collaborative study
Lab. LC column
No. LCMS/MS (i.d.xlength, particle size)
LC: Waters ACQUITY UPLC Agilent Technologies
1 MS/MS: Waters ZORBAX Eclipse XDB-C18
ACQUITY TQD (2.1 mmx150 mm, 5 um)
LC: Waters ACQUITY UPLC Agilent Technologies
2 MS/MS: Waters ZORBAX Eclipse XDB-C18
ACQUITY TQD (2.1 mmx150 mm, 5 pm)
LC: Waters ACQUITY UPLC Waters
3 MS/MS: Waters Atlantis T3
ACQUITY Xevo TQD LC/MS/MS System (2.1 mmx150 mm, 3 pm)
LC: Waters ACQUITY UPLC Waters
4 MS/MS: Waters ACQUITY UPLC® BEH C18
ACQUITY TQD (2.1 mmx150 mm, 1.7 um)
LC: Waters MassLynx Kanto Chemical
5 MS/MS: Waters Mightysil RP-18GP
ACQUITY TQD (2.0 mmx150 mm, 3 pm)
LC: Waters ACQUITY UPLC Agilent Technologies
6 MS/MS: Waters ZORBAX Eclipse XDB-C18
Quattro premier XE (2.1 mmx150 mm, 5 pm)
LC: Shimadzu Mexera X2 Waters
7 MS/MS: Shimadzu Atlantis T3
LC-MS 8040 (2.1 mmx150 mm, 3 pm)
LC: Agilent Technologies 1200 GL Sciences
8 MS/MS: Agilent Technologies Inertsil ODS-SP
6410 Triple Quad LC/MS (2.1 mmx150 mm, 5 pm)
LC: Agilent Technologies 1200 Kanto Chemical
9 MS/MS: AB SCIEX Mightysil RP-18GP

API-3200 Q Trap

(2.0 mmx150 mm, 5 pm)

4 FLo

L ORI RE T 5 2,4-D K OFORHEYEIZ oW, JFRL 4% 512, LC-MS/MS %

AW EREOFBI I EE~OEA O HFICONWTHF LI A, UTOREREON, I8

IZBWTIZEHANRTRETH - 7-.

1) MEHRIX, 0.004~0.4ng/mL (FEAE L LT 0.02~2ng) OHPH CHEHMBEMEEZ R L.

2) 24D B#EMED O L, 24D TFLEREL, MitLic b ZARGRMENPHFEONTZZ LK
O bR DIR 2,4-D 7 R XL = F O NT, KiEDO KM TRAIFISINASIENTHOR TN D
ZEmb, RKEZETO24-DBEAEMEIZHEHAIEETH DL B2 L.

3) AREHES THEDLNZ SRM 7~ 7T AT, 10 FEOEFEFEEHIBW T EREZ TS &
— 7 I ooz,

4) 24D LT, IhEERTAEIZ 0.5 KO 0.05 mgkg FAYE, &5 HAZLIT 0.05 O 0.01
mg/kg FY EA M L 7ZRERE NS 2,4-D =F L L LT, /INERDT A £IZ 0.5 T 0.05 mg/kg
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YR, &9 8AZLIC0.05 %1001 mgkg FHY &, T4 7T ARLHEIZ 260 & Y 10 mg/kg FH4
EARMUZZEEZ HWT, RIEICKD 3 80T CEREL, [EUNEE KR OOR UE 2 Mt Lz &
A, RARERERE.

5) ARIEIC K D EE FRIZFEEBH T 0.01 mgke (FEHEIX 10 mg/kg) , M FBRIE 0.003 mg/kg
(RZHEL I 3 mg/kg) ThH o 7=,

6) /NEKRNTA VT AFEIZ 2,4-D KR 2,4-D =F ZRM GEHHIC 2,4-D XN 2,4-D =F )L
ELTO05 K260 mgkg FHY &) L7aiBtZ2HWT, 9 RBREIZB W TARIEICHE WL [RRER %
e L7z, TORE, NERIIBOWCIRGREMBIBENGONTLR, 747 7 AGLEIZE
WTITRBAF R BE T B E NG N7,

Bl iz
HERBRICS M L T a2 nW s — R EIE AN B ARS8 v % —ZEFZEET, — AN H
AR LB SR 2 E R 58 o 2 — K OV [ 3 R (Al A 8 A 2 BB S PE T SR A 52 B Ol B BRAT
FRICBITH2BBESNMNIEHFOELR L ET.
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Determination of Captan in Feed by GC-ECD

Masakazu SAIKI"

(* Food and Agricultural Materials Inspection Center, Sapporo Regional Center)

An analytical method was developed to determine the level of captan in feed using gas chromatograph

equipped with electron capture detector (GC-ECD).

After adding phosphoric acid (1:11) to the samples, captan was extracted with acetone and resulting
solutions were filtered. The filtrate was then diluted with acetone to a final volume of 200 mL. The
sample solution was purified with a porous-diatomite cartridge (Chem Elut from Agilent Technologies Inc.;
Santa Clara, CA, U.S.), gel permeation chromatography (GPC) and a graphite carbon mini column (Envi-
Carb cartridge from Supelco Inc.; Bellefonte, PA, U.S.), followed by GC-ECD analysis for determination of
captan. GC separation was carried out on a fused silica capillary column (DB-17 ; 0.25 mm i.d. x 30 m,

film thickness 0.25 pm from Agilent Technologies).

Spike tests were conducted on corn spiked with 10 or 0.1 mg/kg of captan. Formula feed, wheat, corn
gluten feed and alfalfa hay were also spiked with 1 or 0.1 mg/kg of captan. The resulting mean recoveries
ranged from 78.4 to 116 %, and repeatability in terms of relative standard deviations (RSD,) was not more
than 16 %.

A collaborative study was conducted in eight laboratories using corn, wheat and formula feed spiked with 10
mg/kg, 0.5 mg/kg and 0.5 mg/kg of captan respectively. The mean recovery, repeatability and
reproducibility in terms of relative standard deviations (RSD, and RSDg) and HorRat, respectively, were
88.5 %, 7.7 %, 17 % and 1.5 for corn, 93.4 %, 6.4 %, 21 % and 1.2 for wheat and 98.8 %, 6.2 %, 21 % and

1.2 for formula feed.
This method was validated and established for use in the inspection of captan in feed.

Key words: feed ; gas chromatograph equipped with electron capture detector (GC-ECD) ; gel permeation

chromatography ; captan ; collaborative study

F—U— R ErERLSBNES IR I u~ N T 7 FAVRGE I/~ T T 74—
X & FEAER

1 # 5

Xy SHNE, THENVA I RROZEFEAITHY, HATIE 1953 FICEEEEN I TS, Bl
4

T OMSTATEE N EMOKPE T 2 At v ¥ — i v & —
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TELEE, B, HHhRE~NESHERENTEY, FEHOX v 7% o OREMEEIL, EHKESS
kD EHHEAZLT 10 mgkg EEDLNTWD. Fiz, BEAEFZEEORLN, RSO
YT 1T DA R LB 1T, oK (k) TS5 ppm, &9 HAZLTI10 ppm EEDHN TS 2,
Flo, BAEHICBONTHERY, b~ b, ¥ HAE, GHESEZECEZEHINTEY, BEEE
DEEHEM O FHESIC RSN TN S.

ARt D% v 7 L OERIEICOWTIE, RGOS I03H Y, BEICEE BT VIt S h
TW5b. oL, ZOHEFRENEETCHL Z LD, L0MERSIEERFTL2ZEE LT,

AEl, —fEAEEN B AR SN v 4 — B3 Lotk Y (LT TJFRL 3] £09H. ) &
Bz, RO EEE V~DBEHO A FIZHOWTHRA LD T, FOMELWET 5.

RIB, FxTH U OMEREZ Fig. 1 IZR LT,

O
Cl
N—S——k—m
Cl
O

N-(trichloromethylthio)cyclohex-4-ene-1,2-dicarboximide
CoHsCLI3NO,S  MW: 300.59
CAS No.: 133-06-2
Fig. 1 Chemical structure of captan

2 EEBRAE
2.1 OB
Bl G fel (BB EH LK OHAHFEER) , &, £H5bAHZL, a—r I AT 74— Kk
TN T 77 7 EEZZNLETHN I mm OS2 W EEET D E THFEL THWE.
7B, MEHZHWIZE S OB S5 &% % Table 1 (I3 L7-.

Table 1  Composition of the fomula feed
Kind of Group of Proportion

. . Ingredients
formula feed ingredients (%)
For layer Grains 64 Corn, milo
Oil meals 26 Soybean meal, corn gulten meal, rapeseed meal
Others 10 Calcium carbonate, calcium phosphate, seaweed

powder, salt, animal fat, paprika extract, silicic acid,
grass bacillus, lactobacillus, glucose, feed yeast

For cattle Grains 53 Corn, wheat
Oil meals 23 Soybean meal, rapeseed meal
Brans 21 Wheat bran, distiller's dried grains with solubles
Others 3 Molasses, calcium carbonate, salt

2.2 FRHKEE
) TEbry, ~FHy, YZundd o ROV F Lo —T VTG EESITHZ B0, Y
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VERIXFER A W KiTEmERE e~ 87T 7 HER V.
2) ¥ K UREUERR
X X REYES (FOEhisk TR, MiE 98.0 %) 25mg # EMICE > TS0mL O2&ETY 7
ZAZAR, TR RMCAZMATENL, LITERE CREBHEZMA Tx v 72 AR 2 5
Lz (ZOW ImLIE, ¥y 77X 2 LT05mg (f=0980) 28HT5. ) .
A LT, EEREO —E8&2~F YV CERICHRL, 1| mL Ficfy 7% L LT
0.05, 0.075, 0.1, 0.25, 0.5, 0.75 XN 1.0 ug 2 & AT HIEHER AR L 7.
23 HEROGE
1) Ky#ek% © Retsch 8 ZM100
2) REIH: AT v 78 LT ur=—F— SR2W (i HIEEE)I$K 300 rpm)
3) B—XY—xz/oNR L —%— : HREEEEE NAJ-160
4) ZAMEr A Y U117 L Agilent Technologies # Chem Elut, 20 mL fR£FH
5 AT TUT7 4 H—  HEEKR DISMIC-25HP (L% 0.45 pm, [E£E 25 mm, #HKME
6) FNiEEZ s~ T 7 BARSEEL GPC VAT A
N7 PU-2080
F—h¥ > FF—: AS-2050
753 aralb s #—: SF212N
7N 77774 M—HR 2 I=47 2 : Supelco # Envi-Carb  (F£TAHKI&E 500 mg)
8) HArv v~ ~7 77 : Agilent Technologies #  6890N
24 TEEIFE
n
IHTEEE 10.0 g 2 5> T 300 mL O34 = A7 F7 22 A, U U@ (1+11) 20 mL (#4%
BX 30 mL) &A%, 30 rRErE#%, FIZ7 & b 100 mL (F4CHE 120 mL) %, 30
SRRV IEE T (300 rpm) HIH L2, 200 mL OB T T 2227 7 =K} O TFICES,
iz A% (ST B) TRSIABLEE, KO =MA7T7AaRUOEIZIERT & > 50 mL T
Pedg L, ARSI A L. FICRET7 I AaOERETTE M2z, 20K 40 mL
% 200 mL O 37 T A ZIEFEIC AL, 40 °C L FOKB THR 4 mL (FHHEIL 6 mL) £ T
LA L, &7 D It B akhAR & LT,
2) T LHERT
AUEHATRIC Y R (1411) 5 mL 2Nz TIRA LI=th, ZHMEZ A Y v L8 T KA, 10
SEEE L=, 300 mL ORI 7T A% 07 A0 FICES, REHEROA > TW 2T
7T AaxA~FH 10 mL 0T 3 EIPRE L, BRIRANAR S 7 A&, WA T TAHF O
FWICETAETIMIEL TRy 77X U2 BN SE 2. BICFEEE 70 mL 25 7 A2z CTH
BRI S B 7. IWHIEE 40 °C UL TOKIBTIEE A EHET 5 & CHITLRM L=k, €KY
A B ko THLE L7-.
vrua~dHr =T b (4+1) 10 mL ZIEMECIZ CEREBEWMERN®L, AT 7074
NE—TAHBL, FVREI v~ NI T7 ¢ — T 2R BHAK & LT,
3)) FAUREIR~Y RNTTT 40—
ABHEK 5.0 mL 2 7 Wiz 7 v~ N7 7 7ICEAL, v 77X UBENT SESr % 100 mL
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DT T T AL, 40 °C LLFOKIBTIEE A CHET 2 F CRUTRM L7, £35
WA= THE L. 7B, FVREIa~ NI T 7 4 —O%M% Table 2 IR LT
~FHr—vzFrz—7) (1+1) 5 mL ZMZ TEREDEZENL, 77 N0 11 Ik
LRI & LTz,

Table 2 Operating condition of GPC for analyzing captan

Column Shodex CLNpak EV-2000 AC (20 mm i.d. x 300 mm, 15 pm)
Guard column Shodex CLNpak EV-G AC (20 mm i.d. x 100 mm, 15 pm)
Eluent Cyclohexane-acetone (4:1)

Flow rate 5 mL/min

Fraction volume 100~120 mL

4) T NALER I
TI777 A4 M=K =T Lhe~FHh o —V=FLrz—7/ (1+41) 5mL THHEF L.
100 mL ORFTIET7 7222 I =0T LD FIZES, ABHAKEZ I =07 XM AN, KiENHK
TAFD ESIZETAETH FLTCxF ¥ 7 & Va2 S8, RICREHARDO A>T\ d
7 I Aar~FYr—VF Lo —F/0 (141) SmLTHOT2EEEH L, WKEZIERI =
FLHTNZ, REEICHHE S, BloadxHr—YoFro—50 (1+41) 10 mL 3= 7
DTN Z CTRARICHHE S, Wiz 40 °C LR OKIR Tl & A EHE[ET 2 £ TRIERME L7
%, BRIA &k CTiglE L.
~FH 1 mL EFEMRICNZ CTEREVERNL, TAZa~< 777 0 —I1fikd 53 BHATR
L.
5 HRZ/ma~hI57 40—
HEHAIR K OF X v 7 X VERERS 1 uL A7 a~ N7 T 7 ZFEAL, Z7r~ 7T A
Tz, 72k, WESM%E Table 3 TR LT-.

Table 3  Operating condition of GC-ECD for analyzing captan

Column Agilent Technologies DB-17 (0.25 mm i.d. x 30 m, 0.25 um film thickness)
Column temperature 60 °C (1 min)—30 °C/min—190 °C—10 °C/min—280 °C (10 min)
Injection mode Pulsed splitless (345 kPa , 60 s)
Injectionport temperature 140 °C
Carrier gas He 1.5 mL/min
Make-up gas N2 60 mL/min
Detector Electron capture detector
Detector temperature 300 °C
Injection volume 1 uL
6) 7 &

Bonizru~ b7 AnbE—7EELONHME RO THREMREIER L, RETOX v 7
YrowmEREE L.
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e, EEIEOBE %A Scheme 1 (2R L7z,

Sample 10.0 g (300 mL Erlenmeyer flask)

— add 20 mL of phosphoric acid (1:11) ( grass hay:30 mL) and allow to stand for 30 min
— add 100 mL of acetone (grass hay: 120 mL) and shake for 30 min
— filtrate with suction filter (No.5B)

— wash flask with 50 mL of acetone

— top up to 200 mL with acetone

— 40 mL of sample solution

— evaporate to the volume of 4 mL (grass hay:6 mL) under 40 °C
— add 5 mL of phosphoric acid (1:11)

Chem Elut cartridge

— apply sample solution and allow to stand for 10 min

— wash flask with 10 mL of hexane (three times)

— clute with 70 mL of hexane

— evaporate to dryness under 40 °C and dry up with nitrogen gas

— dissolve in 10 mL of cychohexane-acetone (4:1) and filtrate with membrane filter (0.45 um)
GPC

— apply 5 mL of sample solution

— collect the fraction of 100~120 mL

— evaporate to dryness under 40 °C and dry up with nitrogen gas
— dissolve in 5 mL of hexane-diethylether (1:1)

Envi-Carb cartridge

— prewash with 5 mL of hexane-diethylether (1:1)

— apply sample solution

— wash flask with 5 mL of hexane-diethylether (1:1) (twice)

— elute with 10 mL of hexane-diethylether (1:1)

— evaporate to dryness under 40 °C and dry up with nitrogen gas
— dissolve in 1 mL of hexane

GC-ECD

Scheme 1 Analytical procedure for captan

25 HAZwm~ 7T 7 RBHE NGRS O RE ik
TITAT—=NVEL DT AF =, BAFIRE % 250 °C 725 120 °C £ T 10 °C T2 E %
KL LizgkET, ¥y 7% &L T1 mL #2005 0075 0.1, 025, 0.5, 0.75 XU 1.0 pg %
GRS OIEMERAEAL, MEBREZER L.
2.6 1T DAL T ORI Gy ORI
EIOBAZLEHW, 240 DIZXVELATHMKIZT ¥ 7% &2 LT 1 mgkg HHYRL I
MU, 24 ® 2)OH 7 LR 1 12T 2EHAR AR L=, 0Ok, RIEICL 0 EIELE,
BV 323 D IR 2 feid L 7.
27 FTNEEI v~ NI T T 0 — Q¥ Sy O Rtk
EOBLAZLEMY, 24 O DEO IZEEoN-MHERKICYy 7% & LT 1 mgkg
IS EZWMML, 24 © HOFNVREI a~ 8777 =T 2R BHRKZRB L=, 2Dk,
ARIECKOEBIEL, FHEMESICHT HEINEL R L
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2.8 T AALEEL I O HIE S ORREFE

EOBLAZLEMAY, 24 O D-DICLVHELNHMERERIRIZF ¥ 7% L LT 1 mgkg
MEZRML, 24 O 4HOH 7 HZUEE N IZHT 25 EHARZRB Lz, 0%, KRIEICX 0 #E
L7-th, FWRHESICET D EIEE R L7,

3 HBRRUEE

3.1 HAZv= 7T 7 REBHE AR S0 M O B

Peak height / [Hz]

JFRLIETIE A A v~ 877 7 OFREHE AR 2 250 °C L L TW5H 2, ZO5RME T THRE
MrAEVERR Uiz & 2 ARBREE M & MELS EEVBRETH o 72, ZHIZHOWTRK & % /R
L.

Xy T2 NI A u~ N 7T 7ICEAE, RERICEDLETORMIZEDO—EBSRL, Tk
SRR 7 LA FIBTHZenmbnTn5g 9 JFRL BBV TIES ¥ 7 % v D45
WCEDBEEIENPKRENWZ ENEBREORK EEZ X b, £/, 77 a7 XA I Fidft
DEBEORHFYTHLHY, T FEZ L ZOLDODOERTIE, DEA2MET 5 HEMENH - 7.

Xy TH XK DREPEAT (T4 —) WTHMT 5 EHEL, BAMREZ K RE
THZLETHMMIEI CEROMLERM L., RBI7AFT—NOT T A7 — L3y REET 5
JRIR & 22 D AR Do T2 Z LD, BEHEZ T AT — LV EL DT A F—% H .

25 WXV BREMAER LT & ZAIREZ IR T DIV HBIRER O & R RAT & e o 72,
Fig. 2-1 {2 200 °C X ' Fig. 2-2 12 140 °C DKM T CHONTREROFEZ R LT, T b DRER
HE, REPEAMEEZKS T2 LICL s THy X OBl Szt Exbhi-. £
7o, FUBHE S 140 °C OSAF T T b @ WAHBIMRE S & 235 bz, BATIRE 120 °C £ T
REF L7223 140 °C DL R DITFHBREME M 1T —E L 72 o7z, 2O Z L b ARETIEREHE
NHIRE A 140°C &5 L& LTz,

150000 ~ 200000 -~

L 4 4
y=115525x - 8786.4 150000

R?=0.9747

y=186555x - 115524
R?=0.9877

100000 -

100000 -

50000 -

Peak area / [Hzes]

50000 -

% (4

0 0.25 0.5 0.75 1 0 0.25 0.5 0.75 1
Concentration of captan/ [pug/mL] Concentration of captan /[ pg/mL]

Fig. 2-1  Calibration curves of captan using injector at 200 degrees centigrade
(left : height, right : area)
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150000 - 200000 -

122187x - 4688.8
' R2=0.9991 150000 - y = 194065x - 6413.3

100000 - R?=0.9994

100000 -

50000

Peak height / [Hz]
Peak area / [Hzes]

50000 -

0 0.25 0.5 0.75 1 0 0.25 0.5 0.75 1
Concentration of captan/[ pug/mL] Concentration of captan / [ug/mL]

Fig. 2-2  Calibration curves of captan using injector at 140 degrees centigrade
(left : height, right : area)

3.2 ﬁ?A@ﬁI@%ﬁ@%@@%

6 12K BT LB T OB H H %mbkﬁﬁiwa4®kﬁDT%@,%?75Vﬁ
0~100 mL D5 TIAEH L, wmmu&@ TITEHITERD Lo 7.

PLEDFERE S ,mm;&fi«%#/SOmL%@ﬁ@ﬁkbfné#,K%fﬁ«%#y
100mLZHWAZ L& LT~

Table 4  Elution pattern from Chem Elut
Hexane
0-60 60-80 80-100 100-120
Recovery of captan (%) * 95 16 5 0 116
a) Mean (n=3)

Fraction volume(mL)

Total

3.3 #w&%&mvh7774 D H 53 DK Ft
LRV SNRFE v~ N T T 4 —DOVEHE S HRER LTSRS SIL Table 5 0 LBV THDY,
X ¥ 7 H 13 100~120 mL IZEEH L, 100 mL LARTAR O 120 mL B O B 73 (2 I3E X O b v/
Mmool
PLEDORERNS, JFRL ETIE 105~125 mL 203562 L & LTWa 2, SEOBFTHN
TSR CIZ 100~ 120 mL 20252 LT

Table 5 Elution pattern from GPC
Cyclohexane-acetone (4:1)
90-100 100-110 110-120 120-130
Recovery of captan (%) * 0 61 31 0 92
a) Mean (n=3)

Fraction volume(mL) Total

M—ﬁ?A@ﬁH®%ﬁWA@@%
WCED T A I OREE S ZHERLIZERIT Table 6 DB THY, v 7% 0F
mmmL_mmL,mmLuﬁwﬁA IR HITERD b o7z,
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PLEDOFER NS, JFRLIETIEEAF Y —YoF o —T7) (141) 25 mL 2 HEEICH WS
ZLELTWAR, KETIT20mLEZHWSZ L & LT,

Table 6  Elution pattern from Envi-Carb
Hexane-diethylether (1:1)

0-15 15-20 20-25 25-30

0 94

Total

Fraction volume(mL)

Recovery of captan (%) * 93 1 0
a) Mean (n=23)

3.5 WiEWHE OB
FLA e 3 B (BB EmEN, AKREEMALROHAAFEER) , ML, &565ZL, a—r
TNT 74—, RGEMNTROTNVT 7 VT 7 BRI DOV TRIEZHE > TOr 21T, 3
FEE—I OREZHER L.
ZORER, WITNOREHZBW T ERZHET L -7 13RO LR T,
‘ol u~ 77 50— (RHEEEHEGER) % Fig. 31IR L7

50000 4
40000 4

30000 4
20000 4
10000 4 l

[} 10 1 14 18 min

Intensity

Retention time

Fig. 3 Chromatogram of formula feed for layer (non-spiked)
(Arrow indicates the retention time of captan)

3.6 IRANEN AR

Bl G f el 2 FEf (BB AR OHAFEERH) , /hE, Lo2bAZL, a—v I AT T g
— FROT IV T 7V 7 7 HEEIZ xR ¥ 74 2 LT 10, 1 TN0.1 mgkg FIYS & (& aUEHA I
T10, 1 &XO0.1 pg/mL Y &) ZRML, RECED 3 80T TES L TREIEE &K OV LK
ErERF Lz, 2B, S 7% 2% 10 mgkg fAYERMLZE S HLAZ LIZHOWTIE, &R
BHRK 2 ~F T 20 EHIR, 1 mgkg MY EIRMNLZEAEE, W&, a—> 71774
— FROTNVT 7 VT 7 BEIZOWTIE, mEEBHERZ A~V T2HEMNLTHOEHT AT v
~ 7T 7k LT,

ZORER, Table 7 D LBV, FEEEECITFEHIENLHE 88.1~103 %, Z D UK FE 1L HH 6%
Hff2E (RSD,) & LT 16 %LLF, /NETIT L ENLEE 78.4 KN 88.9 %, E DK UKL
9.6 %LL T, &9 HAZ L TITEHEIEE 101 L1 %, ZOMIK UKL 5.2 %A, 23—
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TINT 74— R TIEFEHEIER 93.1 KN 107 %, < O UHEEIL 8.8 %L, TA7 77
7 WL E CIL N R 95.7 KOV 116 %, Z DMK LEEIX 13 %L FTh-o7-.
WMENGRBR OB TH LY v~ 75 A0O—fl% Fig. 4 IZ7R LT,

Table 7 Recoveries of captan
Formula feed Formula feed

Wheat
Spiked level for layer for cattle
(mg/kg) Recovery”) RSD,” Recovery” RSD,” Recovery” RSD,”
(%) (%) (%) (%) (%) (%)
10 - - - - - -
1 97.6 11 103 16 78.4 9.6
0.1 88.1 34 95.1 2.6 88.9 2.6
. Corn Corn gulten feed Alfalfa hay
Spiked level
(mg/kg) Recovery” RSD,” Recovery” RSD,” Recovery” RSD,”
(%) (%) (%) (%) (%) (%)
10 101 5.2 - - - -
1 - - 93.1 8.8 95.7 13
0.1 111 34 107 6.9 116 8.5

a) Mean recovery (n = 3)
b) Relative standard deviation of repeatability

50000
40000 —

30000

Intensity

20000 -

10000

g b 15 11 15 min

Retention time

Fig.4 Chromatogram of formula feed for layer (spiked with captan at 1 mg/kg)
(Arrow indicates the peak of captan)

3.7 EE FREORH TROBE
REOERETIRE ORI TRE MR T 5720, RBHEEHEGEEHI X Y 72 2 IRML, §
INENGRBRIC L VGOSN E—27 D SN 10 L ON3 L2 b BELERDT-.
ZORER, SN 10 L 72 DPFEIX 0.1 mg/kg, SN N 3 & 72 DT 0.03 mgkg THHo7=Z
Ene, EE FRIZ 0.1 mg/kg, B FIRIL0.03 mgkeg ThH o7z,



26

fREHFIEHSE Vol. 39 (2014)

/2%, Table7 T/RLT1-& BV, YURLER FRREEIZHT 2EMENGRERIZRAF TH - 7.

3.8 H:[AIEER

AEOEMBBIEEZMRT 2720, REIEH, MO RO 2 mKE THEREHT L 53t
Al 2 9hE L 7-.

Hmael & LT, RS E HE AR L VR Yy 72 L LT 0.5 mgkg FHY & (10 g i
HLTImLHFIZSmg2EHTHF Y 77X BRI mLIEN) KOREI>BAZLICHF Yy T X
E LT 10 mgkg HHYE (10 giZxt LT 1 mL HIZ 100 mg ZEH T HF ¥ 7% VEHERK | mL ik
m %, FERBREICCTRMAR LR 2 H W, £, Sy 77X dInM LT Wiz oo

ELATICWIN L7z,

SFRBRE L, M EEAN BRSO o 2 —ZEEMZERT, — MR EEARSRERER
=, éﬂﬁﬁﬁl‘?ﬁ)\%%ﬂ%“fé%ﬁé&ﬁt/5’*—HE'§H7HZ%$E&§&B, FEfLiEE 2% —, FEfliEat
A=, ARty —, FMEEC X —ROFEERE 2 — GF8RERE) Thor. KR
O)ﬁ%ﬁ ZOWVWTIEEBEMICANA—F T A SN -HFERBRICETDFIED Y 22512, Cochran #

, SMAUVE 1 {E @ Grubbs 1 & & O 4UE 2 {E D Grubbs R E 217V, AUVEO A EAL R L7 L

¢i@|ﬁ|m¢, MR URSEE (RSD,) KOV A BUEE (RSDr) #HM L, 564172 RSDr 75,
& 1E Horwitz 2. % VT HorRat & K& 7-.

FERLX Table8 D E BV TH - 7=,

RIS E AR, NEERORE I HBAZLOoNT, FHEILRITENZEN 98.8, 93.4 KN
88.5 %, RSD IFZFNFI 6.2, 6.4 ) T7.7 %, RSDriZZFNZEH 21, 21 TV 17 %, HorRat 3%
NEN 12, 12 K15 ThoTe.

S2EZEDD, FRBETHEA LIV A 7 a~ NI T 7 OFE% % Table 9 IZR LT,
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Table 8 Results of collaborative study

Feed types
Formula feed
Lab. No. for layer Wheat Corn
(mg/kg) (mg/kg) (mg/kg)
1 0.385 0.389 0.374 0.419 8.08 7.62
2 0.347 0.336 0.316 0.317 5.97 6.38
3 0.416 0.467 0.474 0.421 9.82 8.50
4 0.551 0.609 0.580 0.613 9.53 9.24
5 0.629 0.650 0.539 0.572 9.68 10.9
6 0.523 0.471 0.423 0.498 10.7 10.7
7 0.491 0.558 0.426 0.402 9.18 8.57
8 0.560 0.524 0.532 0.566 9.27 7.43
Spiked level (mg/kg) 0.5 0.5 10
Mean Valuea)(mg/kg) 0.494 0.467 8.85
Recovery” (%) 98.8 93.4 88.5
RSD:” (%) 6.2 6.4 7.7
RSDr” (%) 21 21 17
PRSDR" (%) 18 18 1
HorRat 1.2 1.2 1.5

a) n=16

b) Relative standard deviation of repeatability within laboratory

c¢) Relative standard deviation of reproducibility between laboratories

d) Predicted relative standard deviation of reproducibility between laboratories calculated from the

modified Horwitz equation
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Table 9 Instruments used in the collaborative study

GC column
Lab.No. GC

ab-mo (i.d. x length,film thickness)
1 Agilent Technologies 6890 Agilent Technologies DB-17
(0.25 mm x 30 m, 0.25 pm)
2 Agilent Technologies 6890N Agilent Technologies DB-17
(0.25 mm x 30 m, 0.25 pm)
3 Agilent Technologies 6890N Agilent Technologies DB-17
(0.25 mm x 30 m, 0.25 pm)
4 Shimadzu GC-2010 Plus Agilent Technologies DB-17
(0.32 mm x 30 m, 0.25 pm)
5 Shimadzu GC-2010 Plus Agilent Technologies DB-17
(0.25 mm x 30 m, 0.25 pm)
6 Agilent Technologies 6890A Agilent Technologies DB-17
(0.25 mm x 30 m, 0.25 pm)

7 Agilent Technologies 6890N Agilent Technologies DB-17MS
(0.25 mm x 30 m, 0.25 pm)
8 Agilent Technologies 6890N Agilent Technologies DB-17

(0.25 mm x 30 m, 0.25 pm)

4 F&EOH
ﬁﬂ¢®%%f5VVowf JFRL Ex K2, EFfgERESRMAE T 70~ 77 72 v
EEOFEB T EE~OBEH ORI OWTHREI LTZE A, ZIFTAT—LRLDA U — ]

%ﬁ%bfﬁxﬁﬂvF777®ﬁﬂ%A%ﬁW%ZWWI#%MOT&L ZHMT A VT +h

T AR HEHEEEAZ 0 mL 75 100 mL &L, 77774 NI—HRU =07 LZBITHE

HRBE R %A 25 mL 205 20 mL IZEF 352 & T, UTORENELN, BHNARETHD LB X

b,

1) MEHIT, 0.05~1.0pg/mL EAEE L TO0.05~1.0ng) OFPHCHEMRMEEZ R L.

2y FNRBIu~ NI T T 44— ORI EHRE LI Z A, JFRLIETIZ 105 ~ 125 mL #4309 %
ZEELTWER, SEOMRFTHWZEETIX 100~ 120mL 20 W$T 252 L & L

3)  ElAfE 3 R (MBEEH, AKIEEHLOCILHFEFEER) , &, &95vA2L, a—
YINT T 40— R, REMPTROT VT 7 V7 7 HEIZONWT, REICE->TH LN B
Y~ NTTADDIE, XX T EUOEEEY T HE—ZITRO Lo T,

4)  BElAfE 2 fEE (RBEREHKOHLHFEERH) , hE, LobAZL, a =TT T
4= FREOTNVT 7T 7 HEIZOWT, ¥ 77X L LT10, 1, KO0.1 mgkg fHY & (&
HEAEHRIR T 10, 1 X TV0.1 ng/mL FHY &) 2L, AREICTHRMENGRER A it L7z & 2
A, FEJEILERE, 78.4 ~ 116 %, £ O UKL ITARMEERZ & LT 16 %LL T & RAF 7 s R
Thot-.

5) RBIZL DXy 7% o OERE FIRIZ 0.1 mg/kg, R FFRIZ0.03 mgkg Tho7-.
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6) BB RRAEE, NEXROPEIBLAZLICF Yy 77X 20N RSy 72 LT
10 200 0.5 mg/kg FAY &) L7253k 2 HW T 8 BRBR=RIC B W TARIEICHE W L [A 5k & FhE L 7-.
ZORER, FHIENTFEIL 88.5 ~ 98.8 %, & Diffilk UAEE M OV [ R BURE 1T A R MEfR 22 & L C
7.7 %LL T KTV 21 %LL T, HorRat 1315 AT TH - 7.

#o
HFEBBITSIN L T2 20 e — M EIE A B AR RSO > 2 — S EERTIERT e O — R A
BEMBRFIRA R XICRT 2 BRESICEHH OB 2R L ET.

X M|
1) BHES  ER R ORI O R B S ICB T 2485, B S1 47 A 24 B, 558 35
& (1976).
2) JEAEREGR &5, NSO LEESR, W34 4 12 H 28 A, &HRE 370 5(1959).
3) AR BRHIFERR T, 21, 1(1996).
4) BEMOKEEHE - ZeREEM - SR EEOHIEICOWT, FEA 2044 H 1 B, 19 %
%5 14729 5 (2008).
5) MHEIEANBARMLSITE 2 —  EE 20 FEGE P O EWESSITIELEFLFE SEHho
HAEWEZFOSHIEDRZE (2009).
6) ShfE R/, BA D0, PR EBEXT, K ZR, O BEEY  EERETICOMLE W
XY T, BT EHR—IVE 12 FEREEAO—FoEORE, Ak, 38, 270 (1992).
7) Horwitz, W., Protocol for Design, Conduct and Interpretation of Method - Performance Studies, Pure &
appl. Chem,. 67(2), 331-343 (1995).
8) AOAC Int. (2012). Appendix D: Guidelines for Collaborative Study Procedures to Validate
Characteristics of a Method of Analysis. In Official Methods of Analysis of AOAC Int. 19 ed. volume I,
Gaithersburg, MD,USA
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SRUBEBBARSROY YRS — FOBREI AT LTS
WHEHHEIC & 5 TR

BB RAET, EE VW, MR RS, A RR7

Determination of Glyphosate in Grains,
Rice Straw and Whole-crop Rice Silage for Feed by LC-MS/MS

Daisaku MAKINO™, Youichi WAKAMIYA™, Yoshinari SAKAKIBARA ™ and Norio FUNAKI >
(*1 Food and Agricultural Materials Inspection Center, Kobe Regional Center
(Now Nagoya Regional Center)
"2 Food and Agricultural Materials Inspection Center, Kobe Regional Center
(Now Fukuoka Regional Center)
"3 Food and Agricultural Materials Inspection Center, Kobe Regional Center)

An analytical method was developed to determine the level of glyphosate in grains, rice straw and
whole-crop rice silage for feed using liquid chromatograph-tandem mass spectrometer (LC-
MS/MS).

Glyphosate was extracted with water. The extract was purified with two types of SPE mini-
columns (Oasis HLB and plus MCX from Waters; Milford, MA, U.S.). Glyphosate was then
derivatized with trimethyl orthoacetate. The sample solution was further purified with two other
types of SPE mini-columns (Sep-pak Plus NH; and Silica from Waters) and injected into the LC-
MS/MS. LC separation was carried out on an ODS column (ZORBAX Eclipse XDB-C18, 2.1
mm i.d. X 150 mm, 5 pm from Agilent Technologies Inc.; Santa Clara, CA, U.S.) using 0.01 v/v%
formic acid solution-acetonitrile (93:7 v/v) as a mobile phase. In the MS/MS analysis, positive
mode electrospray ionization (ESI+) was used.

Spike tests were conducted on feed ingredients spiked with glyphosate at the levels of 20, 2, or
0.04 mg/kg (barley), 5 or 0.5 mg/kg (wheat), 1 or 0.1 mg/kg (corn), 0.2 or 0.04 mg/kg (rice straw),
and 0.2 or 0.04 mg/kg (whole-crop rice silage). The resulting mean recoveries ranged from 74.2
to 102 % and the repeatability in terms of relative standard deviations (RSD,) was not more than
13 %.

A collaborative study was conducted in ten laboratories using corn and rice straw spiked with 1
and 0.2 mg/kg of glyphosate, respectively. The mean recovery, repeatability and reproducibility
in terms of relative standard deviations (RSD, and RSDg) and HorRat, respectively, were 98.1 %,
9.2 %, 13 % and 0.79 for corn and 92.5 %, 7.5 %, 13 % and 0.61 for rice straw

This method was validated and established for use in the inspection of glyphosate in grains, rice
straw and whole-crop rice silage for feed.

TOMNTATEOE NEMOKEM B L Aty 4~ E e 2 —, Bl 4AEREL A —
ZOMSTATEOE N EMOKEN R et o4 —Ee o4 —, B gty & —
D OMSTATBOE N BMOKBEWN R L RN X — M v s —
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Key words: glyphosate ; liquid chromatograph-tandem mass spectrometer (LC-MS/MS) ;
electrospray ionization (ESI) ; feed ; collaborative study

F—U—R: VRV —F kK7 a~ T 72T AREESE , =L hr RS
U— A Akl fikl ; (R

1 # B

T YRV — MIE Y MEPHR Lo IERIREEELHA OT I VBRAREA THY, 7-AH
BEARICHAOEFRT 2 JBROAKREMET S Z L2k BEEEERET D .

fEtR O 7 U A — R ORREEEEE, BHRES KB T, KE, 2ARKT~A R 20
mg/kg, /NETS5mgkg, &9HAZLTI1mgkg 7AZFTO0.2mgkgllf NIHET 120 mg/kg, *
7=, BBt OAEWE OFFELEE BN T, b b M OTREEMEE 2 0.2 mgkg & ED LN TN
5.

Rt D 7Y A — NMEOERE S LTE, —BMENEANBRESHSITE & =08 TERL 20 4
B DB EYE LR LR T T DD DO WIERE N OFEEE~DOBITHERTFE] I
BWTC, hkru~ 7o 75207 2EESHE (LT TLC-MS/MS) &9 . ) 2K D7k
x—hEoRBERE Y (LLF JFRL #) L0 ). ) 2R LTS, %EH 51320 JFRL ik
I, BE, UWHEROWDOOLHDO I VAR — N, 3-AFAVKRRAT7 4 =araF U BED
N-7EF NI NER— O LC-MS/MS IZKDREMEERERE (LT 7R — Mk L
5. ) EREEICHAEL Y, SR O M IE SN, A, B, fab b M OFEIEEE Lk
AR L7V RV — NOERESY, ZVEy 33— MEERWLZ LR EiE3m AR 255 & L
THRFLEZV AR — RO AR R — FEOEREE (UT T2y ME] v, ) D823
Bt L=<, ToOMEEZRETH.

Z2EZ L7 VARV — P OMEREL Fig. 1 IR LT,

Glyphosate
O

O
A
~_— \\OH
HO oH

N-(phosphonomethyl)glycine
C;HgNOsP MW: 169.1 CAS No.: 1071-83-6

Fig. 1  Chemical structure of glyphosate

2 EERAE
2.1 & OB
KZEZ, INE, £HHAHZL, TAT 7 A7y ik, fib b kOB RHIM S cZhE
1lmmOMESLWEBEIET D E THRELE.
2B, FRRBEHLEEHIMISL B, 60 °C T 10 BRRERLEE L72%, ML 7=,
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22 R OE
1) AKiF#EEMA JIS K 0211 IZEDH D 5218 DfafliK) iz, 7 F=F IV KROAHZ ) —
ME, k7 e~ N7 HERWEE. TR M UROERB T T VIE, BRI - PCB B A
R FERRIL, REEERAE W, AL FEEER R U A FUE, Rk TR (il
98.0 %L E) b DE W,
2) 7' VAR — MEHEFIR
7V AR — MEAES, (et T 38 G 99.3 %) 25 mg Z IEfEIC R > T 25mL &R~
T AN, KEMZTENL, TITERETKEMZ TV AV — MEAEFKZHRE L 72
(ZOW ImLlE, ZVFRP—FrELTimgaaaTS (f=0993) . ) .
3)  FREHRAE R AR Y R
7V AR — MEEFRIKO—E& L2 K CEMRICHRL, | mLHIC7 UARYF—KrELTI100 pg
ZEAT DR AR AR R 2 TR L7z
4)  /NEWIN AR AR
7V R — MEEFIR O —EEE A X ) —/L—K (19+1) TEMIZHRL, 1 mL Fi27Y
AP —hELTS50 KOS pg 25 H T D/NEINIMAEER 2R L 7.
5)  0.01 v/v% X RV
X GREFFE. 98.0 %L EOH D) I mLIZ/KEZMAZTIL &L, EIZZOWK 100 mL 12K
Mz TIL & LT
23 HEEXOHE
1) TERECEERE - W S ERYERTEL SNH-2158
2) % : Retsch 2 SM-2000
3) HCAE AR R - Retsch B2 ZM-200
4) PRE O RPN LR ALY = — 7 — MW-DRV
5) mL B ARBEREFR T —7 0 by 7E L 4000
6) YE=A_rPr—N-E=itnl FUEEAKRI =T L (500 mg) : Waters £ Oasis”
HLB 7 — RV v ¥ (U HF—"—% & 6 mL)
7)) ANKUVBREMYE=ALRUEBr—N-E=renrl) RURBEAKI =S T A (225 mg)
Waters 8 Oasis® Plus MCX 7 — ~ U w0
8) W 5|~ =7—/L K : Waters £ Extraction manifold
9) m—%Y—=x/ KL —%— : BUCHI Labortechnik f£ Rotavapor R-200
10) 72/ 70y UMby U B F NI =HhF 5 (360 mg) : Waters 5 Sep-Pak® Plus NH, 7
—hY oIy PF—"— (10mL) ZHEFELLHO
1) Y UBHFAI=HTF L (690mg) : Waters i Sep-Pak® Plus Silica #— FV v ¥
12) Wilkru~ 27575207 LARVERSHH -
LC & : Waters 2 ACQUITY UPLC System
MS 0 : Waters . ACQUITY TQ Detector
24 TERFIE
1 Hh H
IIHTRREE 10.0 g 28> T 300 mL O34 =7 F 2 22 Adu, 7K 200 mL %Iz T 30 5y MR
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DIEE T (300 rpm) R L7-. K 2 ode i O & 12 AL, 1500xg (3000 rpm) C 10 47
W oy BE L, BRSO ERE /K TIERIZ 2.5 FICHIRL, BT L0 1 I3 2 50EHA
we L=,
2) T LALERT

V= AN —N-E=tn ) FORESEKRI =T L (500 mg) D FIC ALK R
EBfive=1_XrEBr—N-t=rbtnrl) FUVHEEAEKRI =T L (225 mg) ZHEFEL, A X
/=6 mL KUK 12 mL THERGEGF Lz (KGl~=&R—/ FZMH L, #® 2~3 mL/min &
L7z, UFRIC. ) . SO0 mLORTHI T A% I =7 L0 TFICES, REHAK 1 mL %
=7 T KMIIEFICAR, RS TAKO ESICET 5 E Tt &872. FIZK 18 mL % 3
=H T LMz, RS, MHEE2EDOKT 200 mL ORTET7 7 XAallHL,
FHEARIC T 2 REEIR & LT,

3) gk

FEHAIR A 50 °C LLFOKIBTIZ & A CHZ[ET 5 F THIERM L7218, EF T A%k TH
B L7, BEfE 1 mL KONV REEFE R U ATV 4 mL 22 CTHREWERNL, ZORaEE
B LT 100 °C T2 BB L72%%, Mmd L, 50 °C L F DK TIE & A R4 5 £ CRUE R
Mo Li-th, BRHAZE- Tl Lz, HiE=TF /L 4 mL % ERECNMZ CREDEZENL, B
T LAV I BRI & LTz,

4) H T LRLER I

TI27ae T I Y BTN =T 5 (360 mg) DT YT NI =TT A
(690 mg) ZufE L, FEE—TF /L 10 mL THE L7 (KSI~v=FR— /L FE2EHL, WEH2 ~ 3
mL/min & L7=. ATFRLC. ) . BEHAKR 2 mL %2 2 =0 7 ACIEMEIC AL, R AT TAFH
OEMICETLIETRESEZ., BICHR=F L 18 mL 2= 7 A2, FEEICHES
7.

50 L ORFTIBET7 7 A2z T7 5O FICEE, T 10 mL =07 AHIZMA, #Kif
MDIETAFNO ESICETHETHTFL, ZV AV — MFEREZRHSEZ. ki, 7/ 78
LU Y BN I =T A ETTL, TER—K (19+41) 10mLZ> Y B 70 =
J17 BTN Z, Z7UARY— MNEERZEFENIE. BHE%EZ 50 °C LLTOKIBTIE E A EHlE
T 5 F CRILRME L7-%, @RV ALK THE L. 0.01 vv%XBEEKR | mL 2 EfEICZI X
T AN L, LC-MS/MS IZ L5 HEIZHT 23 EHEK & L=

5) AEHEROFHEEIRL

i EARAE R AR YER I 1| mL % 200 mL O 72387 7 2 2 ZIEMICALL, 50 °C LT DK T
1E & A CHLET D E CHUERM L2k, BT AZ %> THE Lz, FE 1 mL LA /L MEE
b AF NV AamL 2N THERBWER? L, 2977 A3 %R LT 100 °C T 2 REHNE
Lictk, m Lz, ZO%, 50 °C LFOKBTIEE A CHET 5 F TRUERM L 2%, =
TN Ao THIE L2, 0.01 vV%XERIRIE 10 mL % EfEICIIZ CHREMEZR L, HICH
WIECIEMEIZAIRL, 1 mL 27 UAH$—hrE LT 03, 0.5 1.0, 2.5, 50, 7.5, 10, 25,
50, 75, 100 X300 ng fHY B2 58 T HAEHERZ R L 7.

6) LC-MS/MS T X % HlE
AREHRIR L OB EHER 4 5 uL &2 LC-MS/MS ([ZHEA L, BIRJEHH (SRM) Zu~ K77
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LERGT-. WESM % Table | K2 (2R LT,
Table 1 Operating conditions of LC-MS/MS

Column Agilent Technologies, ZORBAX Eclipse XDB-C18
(2.1 mmi.d. x 150 mm, 5 um)

Mobile phase 0.01 v/v% Formic acid solution - acetonitrile (93:7) (12 min)
- 3 min - (5:95) (10 min)— 6 min — (93:7) (8 min)

Flow rate 0.2 mL/min

Column temperature 40 °C

Ionization Electrospray ionization (ESI)

Mode Positive

Desolvation gas N,, 400 °C, 800 L/h

Cone gas N,, 50 L/h

Ion source temperature 120 °C

Capillary voltage 3kV

Table 2 MS/MS parameters

Precursor Product Qualifier Cone Collision
Target ion ion ion voltage energy
(m/z) (miz) (m/z) V) (eV)
glyphosate derivative 254 102 152 22 17

F
Boilz SRM Z7a~ b7 L0567 U RS — MNEEKRDO E— 7 HFE % RO TH B2 1ERKR
L, RBPO7 VR —FNEZBEH L. 7B, TEBEOBE% Scheme 1 IZ-R LT,
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10 g of Sample
add 200 mL of water
shake for 30 min
centrifuge at 1500xg for 10 min
add 1.5 mL of water to 1 mL of supernatant
HLB-MCX joint cartridge (attach MCX under HLB)
|—wash with 6 mL of methanol and 12 mL of water
50 mL eggplant flask
——apply 1 mL of sample solution
— elute with 18 mL of water
— transfer to 200 mL eggplant flask
Derivatization
—— evaporate under 50 °C and dry up with nitrogen gas
——add 1 mL of acetic acid and 4 mL of trimethyl orthoacetate
— plug air-tightly and heat for 2 h at 100 °C
— cool to room temperature
—— evaporate under 50 °C and dry up with nitrogen gas
——add 4 mL of ethyl acetate
NH,-Silica joint cartridge (attach Silica under NH,)
— wash with 10 mL of ethyl acetate
—— apply 2 mL of sample solution
—— wash with 18 mL of ethyl acetate
50 mL eggplant flask
— elute with 10 mL of acetone
——remove NH, cartridge
Silica cartridge
— elute with 10 mL of acetone-water (19:1)
—— evaporate under 50 °C and dry up with nitrogen gas
——add 1 mL of 0.01 v/v% formic acid solution
LC-MS/MS

Scheme 1 Analytical procedure for glyphosate

2.5 ELMEE A~ MO
24\ ZFLHE D FIENTLBOEICEA TE 50, WOFIEIC LV R EZIT- 7.
1 #h
IIMrERE 10.0 g 28~ T 300 mL O3k =/ 7 7 222 Ak, /K 200 mL %1 x T 30 43R
VIR THIH U7z, fHE 2 ke i O PR S 12 AL, 1500xg (3000 rpm) C 10 43 iz 057 B
L, EBABRO—EELZKTEMIZ25HFICHRL, 7T L0 TS 23HAK & LTz,
LLF 2.4 ® 26 DIZHEW, E&ELT-.
2.6 TR R — MEOwEHYED R
TR 2= MERZ VRS — NMI#EHATE D0, ROFIEICL Y HREITZ.
D #h
24 O )TELAEELH%, Hoi7e EEARE GRS TFHERICH T 23R & L
7.
2) FEK
EHATR 2 mL (REAXE T, FICKTEMIC 10 EARLZ% O 2mL) % 200 mL O 73237
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7 7 A ZIEREIZ AL, 50 °C L FOKBTIZ & A EREET 5 & CIRUEIRM L7-%, EEH A
ko THIE L7z, HERE 1 mL ROV NEEEE N U ATV 4 mL # N2 THEREMEZE»L, &
LT 100 °C T2 BBV L 721%, Bb L=, “hk, 50 °C L FOKIBTIEE A CHLET %
FORERME Lz, BEIAZE-> THE Lz, BR=F /L 4 mL 2 EMECINZ TEREY %
WL, 7 20T 230BHAR & LTz,
LLF 2.4 O 46 DIZHEW, E&LT-.
27 Xy MNEEZE L LK
~y MEZ, WEEDEICLDMIEEZIT> TVDH, 7 VRV — bk ONEEYEITIER IS EEE
ThHZ &, BEmBWARAHEE~ Y v 7 AREMETRNZ LD, S RINEEYE O AT
R, LAF M) i) (258 U728 E2 OV TRET L 7.
REROTNT 707 7 ¥EEZRAW, ZUVERY$—hE L TENRETN 20 LT 120 mg/kg FHY4 &
(BRI TN 200 LY 60 ng/mL FHY&E) ZIRML, 24 (TA7 7 V7 7 iEX
2.5) \ZRHE L2 ER LT M) i) ISR L=y NMEEZSBIC LB L i a E
L., Z VARV —boRINEKREZNENRDTZ. £, TAT7 707 78, REERBHRRO
KEx2mL & L7,
1 #h
IIMTRREE 10.0 g 28> T 300 mL O3 = 7 T 222 A, 7K 200 mL 21z T 60 °C T2
RFfEERE L7, 30 Zr[#R 0 IRE CTHiH L7z, IR 2 eie s DIk 8 12 AL 1500xg (3000
rpm) T 10 ZyfEDoiE L, EEARO—ERZ/KTEMIZ 2.5 (FHEETE, 25 %) (1
TR, 77 LTI 23 0RHATKR & LTz,
LT 2.4 @206 HIZHEY, EE L.

3 WBRERUBE
3.1 HREAR

WK v~ N 77 7DRMIE, TR — MNEE, BREOFOEMBE, Xy MEEFBRHL
7.

24 O SIS TR L=V AY—HE LT 03, 05 1.0, 2.5, 50, 7.5, 10, 25, 50, 75,
100 } OY 300 ng FH Y EOSKAEAERE S 5 uL % LC-MS/MS IZIEAL, o7 SRM 7~ h7J
LD E— VAW TREREZER L. SO/ MmERIT, Fig. 2 0LBY, ZUKRI—
T 0.3~300ng/mL AHY & (FEAREE LTO0.0015~1.5ng FAY4 &) OB CEBRMELZ R LT

y =815.406 x + 97.667
R?=1.000

0 50 100 150 200 250 300

glyphosate / [ ng / mL]

Fig. 2  Calibration curve of glyphosate by peak area
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3.2 AR FR— MEO®EHAMEOBRE
TNER Y F— MERZ VRS — MIEATE 2 0R5 L
EOBATL, RE, TAT7 N T 7HERUHROLIZZ VAR —Re LTEREN 1, 20,
120 TN 0.2 mg/kg tHY & (CGERMEEHF Y&, &K TEhZEh 50, 1000, 600 &Y 10
ng/mLAHY &) ZRINL, 2.6 1296, 3 AT TCEE L, FIUCEEROWOR UK E L2 RET L7z,
ZOFEFRIL Table 3D LY, KREKRT VT 7))V 7 7 HEIZEBWT, FEEIEDN 44.5 KO
60.4 %K< 72, ZUARY—MIH LTI NAAYF—  MEEZBEAT LI Z LT LWLEEZ LN

7z.
Table 3  Recovery test for glyphosate by using glufosinate method
Corn Barley Alfalfa hay Rice straw
Pesticide  Recovery” RSD,” Recovery” RSD,” Recovery” RSD,” Recovery’  RSD,”
(%) (%) (%) (%) (%) (%) (%) (%)
glyphosate 77.4 1.4 44.5 12 60.4 5.2 93.8 3.2

a) Mean (n = 3)
b) Relative standard deviation of repeatability

33 Ny MEEZE L LIRS

W25 NI~y MEORFNCEE L, REIEZ LR T 57251, fHETIC 60 °C T 2 FEiINE
LCHiELZHRB L, FERMANCEIC 2.5 AR L%, I=07 L2082 EMN L THERZE
AR LTWDS. £22T, ZARyx— MEORBHE A TICHRS 2720112 6 OBt o ER
ERTO A FREAER NI = T ALELZ BN L 7 ARE R Oy METHIEREA R L2 iiEz bt
WRE L2, 32 TIREUR L R KREROT VT 707 7 82V, 2.7 IZit-> TERL
7o, ZTOFERIL Table 4 DBV, 7777 7HEIL, Wb BIEFRERPELNRN-
7o, REIXIZFERZEO BA 2 BUERS L. 728, MHETNZ 60 °C T 2 REfMNET 2 #/E
XENVRB e o7 2 0D, RikE, AR T3 — MECHEERILATO 2.5 HFAIREBIELE O =
71T AR A B LT ke Lz

Table 4 Comparison of two methods
Barley Alfalfa hay

Recovery’  Recovery”

(%) (%)
This method 84.5 60.7
Method for pet food 84.6 67.7

a)yn=1

RO, REROT V7 77 7HHEEZHAN, ZUVERb—FELTEREN 20 KT 120
mg/kg Y& (B UBHAT T 200 LT 120 ng/mL FHS &) 2L, Kk GHEEICHOWT
X 2.5 ICREH O FE) 12k Y, 3 HIMTCERL, BUCELOME UREEZRE Lz, T ORKE,
TNT VT 7 ELELE, SEREILERDR 67.3 %, T OMGK UFEEIX RSD, & LT 10 %& Bif 75
DGOl Z LD, HHEE, R0 AREO#EAX G E Lz, 7eds, KEIX, Table6
DEBY, BEFRBENEONIZZ LD, KikoOmEAxg L ukrLix.
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3.4 NFEIZEET 2 WINENGEER O FIE O

EHE DD LI VR Y 3 — METIE, /DMEOTIEIGRBRIZHB W T, BB FE R LTl
RN D > 2720, WNEEZBEAIENSERA L Y. ZU A — hEadS e LEARETH R
DZENTRENTZZ LD, RO Z2FEE LIz,

ARAEL S EAET DI, Z AR Y Rx— METH, EEFREZKCTHBLEZZ END, /IEICHE
My 2EERE LK THB LW dikbdeBxonz. 22T, KEAWCRELZRINA
IR KON 2.2 D HITTEVTRE U 7o/ N RN ARE R 2 vy, /NRIZEINS 2 B HER AR D H ik
Bt & S L7z

INEIZXF L, TNOOWNMAEEREZNEN 7 VAR —FE LTS megkg FHY & (il
VR TT 50 ng/mL fHY &) IRIML, REICED 7 VARY— hORINERE L Lz, ZOkE,
Table 5 O LBV EINKOKENRO L. Ko T, KL, NEICHLEHATRETHD EEX
bive. 7ok, LTFORFICEWTY, NERICEMT H2EERIZIA X 7 ——K (19+1) Tl
BL-bDZ Wz,

Table 5 Examination of suitability for wheat

a)
Kind of the solvent Recovery
(%)
Water 50.1
Methanol-water (19:1) 95.6

ayn=1

3.5 WiEWE O
EHHLAZL (2 M), v v, KE G HEE , hE Q HEE , 2AE bb 2
), FRREEHLAE Q fE) ROWKZE RV, AREICE 0 RE L7 3UEHAR 2 LC-MS/MS (1Z7E
AL, EEZHITHE—7 OFEEZHER LN, hELRAIE—TIIRO NN T,
ek, KRE (1 #H) MO~A 2lZB8WTZ YRS —FEE URFRHEICE—7 DRI
e, EEAFTIET TR, MRA A TCHOEREIToLEZ A, MHEBTERMEN—HLTZ
ENDL T YR — MERIZX DB E— 7 LT L.
3.6 WHNIENNERER
JURY—FELT, KEIZ20, 2 KO 0.04 mgkg fHYE (&R S T 200, 20 KL
0.4 ng/mL Y &) , /NEIZS KTN0.5 mgkg tHYS & (A 50 XTS5 ng/mL MY &) , 98 AZ
L2 1 &T00.1 mg/kg FHYS & ([A 10 2TV 1 ng/mL fHY &) , Fid 512 0.2 & T 0.04 mg/kg 1134 &
([f 2 %O 0.4 ng/mL FH2Y &) |, FEREEHLETRHC 0.2 X TY 0.04 mg/kg Y & ([A] 2 X T 0.4 ng/mL
MM E) 2L, REICRE, 3 AT CERL, BIIEROWE URE 2R L7z,
ZDOFRERIX, Table 6 O LBV, FHEULE K OE OBOR UREE I3 HEERF 2 (RSD,) & L
T, RETIL742~99.0 %K% " 7.1 %LLT, /INETIE 80.9~92.8 %M N80 %LL T, £H9HAHAZ LT
X 79.1~102 %K%Y 9.7 %LL T, Fai D TIE 89.0~98.7 % KON 13 %LL T, Fi% Ak Tk
88.2~93.3 %K TN 10 %LL FTH - 7=
2B, WNENRBR TH O SRM 7 a~ 7 LD —1fl% Fig. 3 (2~ L7z,
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Table 6  Recovery test for glyphosate

Feed types
Slpikfid Barley Wheat Corn Rice straw Whole-crop rice silage
(meg\;le(g) Recovery’ RSD,”  Recovery”  RSD,” Recovery” RSD,”  Recovery” RSD,”  Recovery” RSD,”
(o) (o) (o) (%0) (o) (o) (%) (%) (o) (%0)
20 74.2 6.8 - - - -
5 - 80.9 7.7 - - -
2 71.5 1.1 - - - -
1 - - 79.1 7.6 - -
0.5 - 92.8 8.0 - - -
0.2 - - - 98.7 11 933 8.2
0.1 - - 102 9.7 - -
0.04 99.0 7.1 - - 89.0 13 88.2 10
a) Mean (n = 3)
b) Relative standard deviation of repeatability
A) Intensity l B) Intensity |
97| 3

”
| .

3l -3 LB AR LA RN MRS RenAs wARAS AL RARRS LASBA]

ooo0 | 200 | 400 | 00 800 | 1000 000 200 400 600 8O0 1000

Retention time / min Retention time / min

Fig. 3  Selected reaction monitoring chromatograms of glyphosate derivative

(Arrows indicate the peaks of glyphosate derivative and each peak is shown as 100 % in each
segment.)

A) Standard solution (The concentration is 100 ng/mL as glyphosate .)

B) Sample solution of barley (Spiked at 20 mg/kg of glyphosate )

3.7 EE TR OW: TR OB
AEOERTFREOCHRE FTREZERT -0, KE, bbb EORBEEHEENZZ Y R¥— K
WM U2 RMENGREBRICE DA LNTZE—27 O SN R 10 KO3 L5 REZRDT-.
ORGSR, HFoNTZE—7 O SN 10 UL EE 72 DX 0.04 mgkg &7eo7. £z, SN
23 ERDIREIL 0.0l mgkg & 7Tz,
mEB, ZOEREFRIREIZRT D REIE KOG UIEEIX, B2 Table 6 (TR L2 LB BRAT
THhHoT-.
U EDORERMNS, REOTEETIRIL0.04 mgkg, HH TFIRIX0.01 mgkg THh -7z,
3.8 JL[ARAER
REOEM BB E 2R T 5720, REI@E, N OIEPIRO 2 fK Ml CHIEREHT L 53
A 3R 2 20 L 7=,
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L E LTIE, E98AZLIZZ U AT —ELTI mgkg fHY & (10 g 2% LT 1 mL
HIZ 10 pg #5HTHME)R 1 mL /) KO oIZZ Y AY—FE LT 0.2 mgkg fHY &

(10 glIZR LTI mLHIZ2 ug Z2E5AT DEEER 1 mL RN %, FRBR=EICToONBILEORTH
L CRE L7 2 iz, 2nEBsig, WRGEE S TR, 2E &£ R A
G SRS PE R B SERT, — MM EEAN B ARE ST o F —ZEEFE T, — MR EIEAN~ A
a b xR UMAR S, WMINATEUE N EMOKPEH B LRI o 7 — BN AR, Rt
A=, Wit 2 —, FAEEREES X —, FAMFEr 2 —RkOFE®@RE > 2 — GF 10 R R
R) Tholo. FROMITICOW TIXEBEMIC N —FF A Xan-HFERBRICET 5 FIE 2
%2512, Cochran FRE, #MAUVE 1 18D Grubbs &€ K& OV HUE 2 D Grubbs #E 21TV, 4
EDF A2 R L7z B TRy EINE, #oR LEE (RSD,) K OEMFBRME (RSDr) #HH
L, B 5#7= RSDr 2> 5, {&1E Horwitz 2% Fi\V T HorRat Z KD 7-.

FEEIL Table7 DB THoT-.

EOBAZ LEUREDL HIZOWT, FEHEUTEIL 98.1 KT 92.5 %, RSD X 9.2 XKV 7.5 %,
RSDg 1% 13 210 13 %, HorRat (X 0.79 X1 0.61 T - 7-.

SEOD, FBR=E THEH L7 LC-MS/MS O#§fE% % Table 8 (278 L7z,
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Table 7  Collaborative study results of glyphosate

Feed types
Lab. No. Corn Rice straw
(mg/kg) (mg/kg)
1 0.729 1.05 0.194 0.216
2 0.837 0.819 0.144 0.167
3 1.05 1.04 0.188 0.190
4 0.972 0.941 0.172 0.155
5 1.01 0.902 0.186 0.156
6 0.953 0.905 126" 0247
7 0.983 0.998 0.184 0.196
8 1.14 1.24 0.199 0.174
9 1.08 1.13 0.224 0.215
10 1.01 0.831 0.524% 3329
Spiked level (mg/kg) 1 0.2
Mean value (mg/kg) 0.981 0.185
Recovery © (%) 98.1 92.5
RSD, ¥ (%) 9.2 7.5
RSDg ¢ (%) 13 13
PRSDy ” (%) 16 21
HorRat 0.79 0.61

a) Data excluded by Cochran test.

b) Data excluded by single Grubbs test.

¢) Corn: n=20 ; Rice straw : n=16

d) Relative standard deviation of repeatability within laboratory

e) Relative standard deviation of reproducibility between laboratories

f) Predicted relative standard deviation of reproducibility between laboratories calculated

from the modified Horwitz equation
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Table 8 Instruments used in the collaborative study

Lab.No. LC-MS/MS . LCcolumn
(i.d.xlength, particle size)
LC: Waters ACQUITY UPLC Agilent Technologies
1 MS/MS: Waters ZORBAX Eclipse XDB-C18
Quattro premier XE (2.1 mmx150 mm, 5 um)
LC: Waters ACQUITY UPLC Agilent Technologies
2 MS/MS: Waters ZORBAX Eclipse XDB-C18
ACQUITY TQD (2.1 mmx150 mm, 5 um)
LC: Waters ACQUITY UPLC Agilent Technologies
3 MS/MS: Waters ZORBAX Eclipse XDB-C18
ACQUITY TQD (2.1 mmx150 mm, 5 um)
LC: Waters ACQUITY UPLC Agilent Technologies
4 MS/MS: Waters ZORBAX Eclipse XDB-C18
ACQUITY TQD (2.1 mmx150 mm, 5 um)
LC: Waters 2695 Agilent Technologies
5 MS/MS: Waters ZORBAX Eclipse XDB-C18
Quattro micro API (2.1 mmx150 mm, 3.5 um)
LC: Agilent Technologies 1200 Agilent Technologies
6 MS/MS: Agilent Technologies ZORBAX Eclipse XDB-C18
6410 Triple Quad LC/MS (2.1 mmx150 mm, 5 um)
LC:Shimadzu LC-20A GL Sciences
7 MS/MS: Thermo Scientific Inertsil ODS-SP
TSQ Quantum Ultra (2.1 mmx150 mm, 5 pm)
LC: Agilent Technologies 1200 Agilent Technologies
8 MS/MS: Agilent Technologies ZORBAX Eclipse XDB-C18
6410 Triple Quad LC/MS (2.1 mmx150 mm, 5 um)
LC: Agilent Technologies 1200 Kanto Chemical
9 MS/MS: AB Sciex Mightysil RP-18 GP
API-3200 Q TRAP (2.0 mmx150 mm, 5 um)
LC: Waters ACQUITY UPLC Waters
10 MS/MS: Waters ACQUITY UPLC" BEH C18

ACQUITY TQD

(2.1 mmx150 mm, 1.7 pm)

4 F&EOH
B, R b ROREEBHEAR P ICEET 7 ) A — MZonT, Ak r— MEERDORy
MEZIEIZ, LC-MS/MS % W2 E E1E DB T EE~OBEH O K2 REt Lz s 2A, ZK
TR — MEIZAy MEOFHERCLEFTOMREL N =8 T 2B BEZBMT 52 LT, LLFO
FERDEOI, EHNAETHDL EEZEX L.
1) FMEHIT, 0.3~300ng/mLFHY%E (GEARE LTO0.0015~ 1.5 ng Y &) OFiFH CHEMRME 2R
L7,
2) B, Wb bk ORBEBHAEHZ OW IR RERN GO, EHEIZOWTITR A0
ER\FONTRIEOHEARINE 75 Z LT L.
3) AEIZHE-S>THELNEZ SRM 7 2~ b7 T ATIE, 14 BEOHFEEFREHIBW T EREZ 1T 5 &
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4) REIZZVARY—HELT20, 2 XTU0.04 mgkg FHY &, /NEITS5 KT0.5 mg/kg*ﬁé%, &
IHAZ LI 1T RTN0.1 mg/kg FHYS &, FEd 51T 0.2 T 0.04 mg/kg FHY4 &, FERBAHAAEHT
KO 0.04 mg/kg BHEE AL, KRIEICHEW, 3 AT TERL, B K OHRIR Lﬁf%*ﬁﬂ
LicL A, BRIFRHERN GO,

5) ARIEIC LD ER TRRITRE T T 0.04 mg/kg, B TR 0.01 mgkg TH -7

6) EOBLAZLEVCRMOLHIZZ YRS —FELTENEN 1 K02 mgkg HYEZ ML R
BaAnT 10 RBREICE W TAREBICENERRBRZ Ef L& 25, BERBERM GO,

Bl iz
HFEHRBRICB I L T2 W - 1 R Rk NS A 52, 4 [ B 2 W R A A 2 i Bl 35 e e
WFZeET, — xRN B AR SO0 o ¥ — L EERFGEET K O — &Wl&kv%sh%//@E%A
BT DR EESNMICESHOEEZELE L ET.

X B

1) tHEENBARED RS, RN BT v 7 2005 EERREEZBSmE  RENCFT Y
7 2005 FFERR.

2) EMES - EE R OEEHRINY O K SIS 0B S, B ST 4T H 24 A, A 35
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4) MENENBARREG SN E 2 — Rk 20 FEFET O EMEFREEELRET DO
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4 FAFEAARFOEA CODODFRAFAIOTNIS I UTLEES
PHETICL B EES

R Rk

Determination of Pymetrozine
in Rice Straw, Whole-crop Rice Silage and Paddy Rice for Feed by LC-MS/MS

Zenya TAKEDA"
(" Food and Agricultural Materials Inspection Center, Nagoya Regional Center
(Now Ministry of Agriculture, Forestry and Fisheries of Japan))

An analytical method was developed to determine the level of pymetrozine in rice straw, whole-
crop rice silage and paddy rice for feed using liquid chromatograph-tandem mass spectrometer
(LC-MS/MS).

After adding water to the samples, pymetrozine was extracted with methanol and the resulting
solutions were filtered. The filtrate was then diluted with methanol to a final volume of 200 mL.
The sample solution was purified with an octadecylsilylated silica gel mini column (InertSep
Slim-J C18-B from GL sciences Inc.; Tokyo, Japan) and injected into the LC-MS/MS for
determination of the pymetrozine level. LC separation was carried out on an ODS column
(Inertsil ODS-SP, 2.1 mm i.d. x 150 mm, 5 pm from GL Sciences Inc.) using a gradient with 2
mmol/L ammonium acetate solution and methanol as the mobile phase. In the MS/MS analysis,
positive mode electrospray ionization (ESI+) was used.

Spike tests were conducted on rice straw, whole-crop rice silage, and paddy rice spiked with 1, 0.1
or 0.01 mg/kg of pymetrozine. The resulting mean recoveries ranged from 87.1 to 97.0 %, and
the repeatability in terms of relative standard deviations (RSD,) was not more than 9.8 %.

A collaborative study was conducted in nine laboratories using rice straw and paddy rice spiked
with 0.1 mg/kg of pymetrozine. The mean recovery, repeatability and reproducibility in terms of
relative standard deviations (RSD, and RSDg) and HorRat, respectively, were 90.7 %, 1.8 %,
6.6 % and 0.30 for rice straw and 92.6 %, 2.9 %, 6.8 % and 0.31 for paddy rice.

This method was validated and established for use in the inspection of pymetrozine in rice straw,
whole-crop rice silage and paddy rice for feed.

Key words: pymetrozine ; liquid chromatograph-tandem mass spectrometer (LC-MS/MS) ;
electrospray ionization (ESI) ; feed, rice straw, whole-crop rice silage, paddy rice

F—U— R A MYy BRI~ NG T2 T AERSE L br RS
U—A A AklE; fEE; fi b FRFSEEHLEEL ; Bk

TOMSTATEE NEMOKEN B ANt Y — AR VY —, Bl BWKERNE - £2RE
K BE 22 4 PR
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1 # B

AR YUAR 1986 FFICTF AH A F—tt (Bl oY= Fi) kBRSO T Y
AFURBBAITHY, FHRARR (T7T7LVE, aF YT IME, YN, Fas/ElE)
D HEARIN 20 R BIEVE 2 B+ 5 V.

FTRETIE, SOFEWEOREEEICENT, Moo T TEOREEEIT 1 mgkg &RES
NTW5 D, EREL LT, EABEEEM Tk v, RAEEERR 2T & ik 7 o
~ NI T ROEIK s v~ 7T 7EESHTEE (LT TLC-MS) & 9. ) & A7l 5EERE,
A ONZ LC-MS & AW BRSO —FlBRIEN R I N TV H 0, fEHZEH T 2 E&BITR V.

AlEl, —MENEN BRSO ' # —03 TR 22 FEER O f EE SR A2 R E
THEDDOGHIERB L OFEE~OBITHELZEFE] KBWTHE LKk v~ N T 74
VI NV R HTE (LT TLC-MS/MS] W9, ) vz E®E Y (LUF [JFRL ) &0
9. ) EHEIC, FEOHEEI~OBEHOA G ERF LD T, TOMEERET 5.

BEIIERA e YU OBEREL Fig. 1 1R LT,

N
= ‘
H|C|) \
CH, N
Tr
\N 6}
H
Pymetrozine

(E)-4,5-dihydro-6-methyl-4-(3-
pyridylmethyleneamino)-1,2,4-triazin-3(2H)-one
C10H11NsO MW:217.2 CAS No.: 123312-89-0
Fig. 1  Chemical structure of pymetrozine

2 EEBRAE
2.1 & OB
b O R OMKITZNZ 1 mm OS5 W Z@iRT 5 E THfk L7z, FRRBEHEET 60 °C
T 5 PR, ARSI L 7.
22 O
1)y AX =Kk ae~ 777 2072 KITEMAK (JIS K 0211 IZESH S 5218 O
M) ZHWE. BERT =0 AR ORED U U AXEREERRE V.
2) BA bu Y AEYER
A Re U AEES, (FOESE TR M 100.0 %) 25 mg % EMEIZE - T 50 mL O2 &
7 IAAZAIN, AF = NEMXTENL, BIERE CRBEZMZ TEA b o i
Bz Lz (Zo ImLix, XY LT05mg (f=1.000 2546795, ) .
FEAICEE LT, A MY U fEEER S mL % 50 mL Q287 7 A T EMICAN, FICHE
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BETAHX ) —VEMAT, 1 mLHICEA Y2 LT50 pg 285489 DiKERR L.
ZDOWRD—ERE, K—AX/—/b (7+3) TIEMIZHRL, ImLHIZEA ey LTE
NZENo0.1, 1, 5, 10, 15 X 20ng #&H T 5 F5EUER 2R L 7=,
23 HEEROZHE
1) M2 : ADVANTEC 2 DRM420DB
2) Kyt : Retsch il ZM-100
3) AR - Retsch 2 SM-100
4 REOW AT v r8 Ly 7ny—H—SR2W
5 77—} HLEERTRL SU-95
6) AV ET NI Y DFNI =T A V—2) P A = A8 InertSep Slim-J C18-
B (X TAAIE S500mg) ([ZVHF—"—%E#EL-H 0
7y Wl =FR— R -z A% GL-SPE W 5|~ =Fk—/L K
8) LC-MS/MS :
LC 5 : Waters 2 ACQUITY UPLC System
MS #1 - Waters 8 ACQUITY TQ Detector
24 EEIFE
1 #h
INrEREL 10.0 g 28> T 300 mL O3 =fHA~7 T 232 Ak, /K30 mL CBKiX 20 mL) %
Iz, 30 srlEE#, LIRS Y 7 LK (7 wiv%) 5 mL KOVA % 7 —/L 120 mL (B1K
1L 100 mL) Z#H1%, 30 7RV IEE T (250 rpm) fliHL72. 200 mL D&E&7 7 Aa% 7 7
TR} O TICEE, HKEAH (5 B) TWEIAMLEHE, ZO=MA7 T 2 aRUOES
ZNAR A & 7 —/v 50 mL CTHHEHFL, FERICESIAE L7, BICRET 7 XA aDERETRAH
J—=NEMZTZ. ZOW2mL % 50 mL ORI 7 T A 2 ZIEMIZ AL, K20 mL Z01% T,
717 DA 2 BURHA K & LT,
2) T LB
AT BTN I Y B FNI=H T LB AKX ) —/L 5 mL KUK 5 mL CHAEKRGES L
7o, WEHAWRZ I =77 LA, JiEE 1 mL/min F28 TS5 L TR 2N 7 CAAIO Eigic iz
THETHHSEL., I0mLOERET 7 A 22 I=NT7 LD TFICESE, EHEKD A>Tz
BRI T T ATEK—AX = (7+3) 4mL T O T2EFEF L, WREZNAKRI =0 F 212
Z, WENFTETAHO LIHICETH2ETHFLTERA hr Y raiEHEE. 2RE7 72230
R E CRIVEEEZ N 2, LC-MS/MS (2 X 2@ iz fit4 o akkhimin & L.
3) LC-MS/MS (2 Xk B HlE
AREHAIR L O B A b a ¥ R4 5 uL %2 LC-MS/MS I[ZiEA L, EIRFSHE (SRM)
sua~ 77 LNEHS. WESRME% Table 1 XN 2 12/ L7z,
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Table 1 Operating conditions of LC-MS/MS

Column Inertsil ODS-SP (2.1 mm i.d. x 150 mm, 5 pm)

Mobile phase 2 mmol/L ammonium acetate solution-methanol (4:1) —15 min — (1:1) (5 min)
Flow rate 0.2 mL/min

Column temperature 40 °C

Ionization Electrospray ionization (ESI)

Mode Positive

Ion souce temperature 110 °C

Desolvation gas N> (800 L/h, 400 °C)

Cone gas N2 (50 L/h)

Capillary voltage 1kV

Table 2 MS/MS parameters

Precursor Product Qualifier Cone Collision
Target
ion (m/z) ion (m/z) ion (m/z)  voltage (V) energy (eV)
105 - 35 20
Pymetrozine 218
- 78 35 40

4 FH H
HFoi/ SRM 7~ 7706 E— 7 HBLADRE I ZRO TREMRZERL, 3B
A rEREEB L.
0k, EFEHEOWEZ % Scheme 1 128 L7-.
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Sample 10.0 g
add 30 mL of water (Paddy rice : 20 mL)

allow to stand for 30 min

add 5 mL of 7 w/v% potassium carbonate solution
add 120 mL of methanol (Paddy rice : 100 mL)

shake for 30 min

— filtrate under suction filter (No.5B)
wash with 50 mL of methanol

top up to 200 mL with methanol

add 20 mL water to 2 mL of sample solution
InertSep Slim-J C18-B (500 mg)
prewash with 5 mL of methanol and 5 mL of water

apply sample solution

wash with 4mL of water-methanol (7:3) (twice)
— elute with washings

——top up to 10 mL with water-methanol (7:3)
LC-MS/MS

Scheme 1 Analytical procedure for pymetrozine

3 WBRERUBE
3.1 HREAR
22 D DTS THBLIZE A b Y UFERERKRA 5 uL & LC-MS/MS IZHEA L, 5547z SRM
sua~ 7T APLE—7EHRELOE I EZH O THRERZER L. 5N -RERO—HIT,
Fig. 20 LBV THY, A MY idif% 0.1~20 ng/mL A% & (FEAEE LT 0.0005~0.1 ng A
M) O CEMRMEEZ R L.
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_ y = 3926.2x + 39.737 > y = 19347x + 291.29

= R? =0.9999 ‘» R? = 0.9996
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0.0 5.0 10.0 15.0 20.0 0.0 5.0 10.0 15.0 20.0
Concentration / [ng/mL] Concentration / [ng/mL]

Fig. 2  Calibration curves of pymetrozine by peak area (Left) and peak height (Right)

32 BT AR D IR E Y O
24 0 DITK VAL T2H T LDALFICHES 2RBHERICE A hr Y e LT 1 mgkg Y &%
W (B f&RUEHAR P C 10 ng/mL fH4 &) L, A7 X T Ay UMby VAP VI =T A
OOy ZHER LT, TOREIE Table 3 D LBV THY, A aPidk— A% ) —)
(7+3) 6 mL TEEHEH LTz, JFRL ¥ YTiX 10 mL TIRESE TV BN, RHEE %75
RN 10 mL £2BE7 I A THVIERZEZ 2B2NBHD 2 Ens, RIETIE, 7T L0HIC
e BRI NB A > TWERTTE T T A& /K—AH 7 —/b (7+3) 4mL § O T2 [EHEEFL,
ZOWRENERI =H T KIMATEA ba Y r iM%, 287 7 A a0ERE CHRIEF
%0 2 LC-MS/MS 12 X 2 HIEIC 4 o alBHak & LTz,

Table 3  Elution pattern of pymetrozine from InertSep Slim-J C18-B

Recoverya) (%)
Feed types Water-methanol (7:3)
Total
0~4 mL 4~6 mL 6~8 mL 8&~10mL 10~12mL
Rice straw 93 5 0 0 0 98
Whole-crop rice silage 101 4 0 0 0 105
Paddy rice 99 0 0 0 0 99

a) Mean (n=2)

3.3 WIEWE OB
fao & 2 MR, FRASEAHLETEL 2 MR R Ok 2 iR 256k & LT, 2.4 12X 0 iH L 723 EHR
WA LC-MS/MS I EAL, b= SRM 7~ M I L5 HAR LT 2 A, WTFhoREHZIE
WTHLEREZT A — 733O bR o Tz,
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3.4 IINENGAER
BB A 2 (Fb o, ML LK) ICEX ey LTH 1, 01 KT 0.01
mg/kg FHY &2 WL 72308 (R A&HUBHAI P T4 10, 1.0 XY 0.1 ng/mL fHY &) Z MW\ T 3
SUOHTIZ L 2N E I aRBR 2 S50 U, (A1 K OV UK FE &2 SR 7.
ZORERIT Tabled DL FBH, A Mr Y OFEENTHRIT 87.1~97.0 %, £ DK UK EE X4
KIEHERAE (RSD,) & LTI98% LT THY, BAMRMMNEFOLNT.
B, HoN-SRM 7 a~ 7T AO—H% Fig. 31ZR LT,

Table 4  Recoveries of pymetrozine

Rice straw Whole-crop rice silage Paddy rice
Spiked
level Rec overya) RSD,"” Rec overya) RSD,” Rec overya) RSD,”
(mg/kg) (%) (%) (%) (%) (%) (%)
1 87.1 0.7 88.0 2.3 97.0 1.0
0.1 90.0 1.2 91.2 8.5 96.8 3.7
0.01 89.3 3.0 88.4 9.8 94.2 6.1

a) Mean (n=3)
b) Relative standard deviation of repeatability

A) B)

Intensity
Intensity

600 700 800 900  10.00 Teno 700 800 e00 T 1000
Retention time / min Retention time / min
Fig. 3  Selected reaction monitoring chromatograms
LC-MS/MS conditions are shown in Table 1 and 2.
A) Sample solution of rice straw spiked at 1 mg/kg pymetrozine.

B) Standard solution (The amount of pymetrozine is 0.05 ng.)
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3.5 EEFREOHH TR

REOERE TIRE OB FIRA BT 5720, fAEHA RIZEA e P 2RML, BINEIR
HBRICEVBONDIE—7 D SNEN 10 L3 LR REERDT-.

ZORER, HoONTE—7 O SN MR 10 BLE L2 25REIX0.01 mgkg THY, £z, SN LN
3 LD 0.003 mgkg Tho7eZ Enh, E&TRIZ0.01 mgkg, i FFRIE 0.003 mg/kg
Thot-.

728, Table 4 [Z/R L7l B, YZERE FRIEEICE T HIRMENGURFE RIZIBRG Th o712,

3.6 JL[ARAER

RIEORMTEBREE 2RI 5720, REIE@M, N OIEFIRO 2 sUKE CHIEREHT L 53t
[ Bk 2 it L 7.

el e LCiE, Wb b ROHKICE A FrY & LTO0.1 megkg B4 E (OH Ak 10 g
WX LTI mL I 1 ug 2 8AH T HEEER 1 mLIFN) %, RBREIC CTONrBIRE O /T B ICHEN
UGl L7232 o, SnsBREE, — M EE AN B AR 2GS EH s v &
—, —MEEANRSBRERA WS, WEEEHE S ZTET, JRNLATBOE N BAOKEE R LA
Bt v # — Rkl 2 2 RAER, Rkt 2 —, ffletr ¥ —, A4 iRy 2 —, R
vy —ROFRENE ¥ — GFIRRE) Tholo. MEROMITICONTIE, EEMIZ A —F
F A REN T FERRBRICBE T % FIE © P& 252, Cochran M, FMUE 118D Grubbs k& K& O°
SR AUIE 2 fE D Grubbs fE Z 1TV, SMMEOF MEZ fEdl L7z B CEEEIEE, SEREIIE, #uk
LAEE (RSD,) MOVEFHIMEE (RSDr) #HH L, fF5h/z RSDr 726, {EIE Horwitz 4
FAVT HorRat & 3R 7~.

FERIL Table 5 D EBY Tholz. Fib b EKUMKIZOWT, EHEIFIZENZI 90.7 LY
92.6 %, RSDIZZN LI 1.8 LT 2.9 %, RSDpiZZNZH 6.6 X 6.8 %, HorRat IZZHEh
0.30 XX 0.31 ThH-oT=.

SEDD, FRBRETHEH L7 LC-MS/MS DOF§fE%: % Table 6 (273 L7z,
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Table 5 Collaborative study results of pymetrozine

Feed types
Lab.No. Rice straw Paddy rice
(mg/kg) (mg/kg)
1 0.100” 0.0797" 0.0866 0.0855
2 0.0905 0.0894 0.0951 0.0962
3 0.0819 0.0836 0.0844 0.0898
4 0.0919 0.0939 0.100 0.109
5 0.0906 0.0873 0.0914 0.0920
6 0.0959 0.0944 0.0939 0.0932
7 0.0858 0.0834 0.0899 0.0930
8 0.0894 0.0911 0.0873 0.0852
9 0.103 0.0994 0.0969 0.0972
Spiked level (mg/kg) 0.1 0.1
Mean value? (mg/ke) 0.0907 0.0926
Recovery” (%) 90.7 92.6
RSD,” (%) 1.8 2.9
RSDr? (%) 6.6 6.8
PRSDR” (%) 2 22
HorRat 0.30 0.31

a) Data excluded by Cochran test

b) Rice straw: n=16 ; Paddy rice: n=18

c) Relative standard deviation of repeatability within laboratory

d) Relative standard deviation of reproducibility between laboratories

e) Predicted relative standard deviation of reproducibility between laboratories

calculated from the modified Horwitz equation
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Table 6  Instruments used in the collaborative study

Lab. No.

LC-MS/MS

LC column
(i.d.xlength, particle size)

LC: Agilent Technologies 1200 Series
MS/MS: Agilent Technologies 6410

GL Sciences
Inertsil ODS-SP
(2.1 mm x150 mm, 5 pm)

LC: Shimadzu LC-20A

GL Sciences

2 MS/MS: AB SCIEX API-4000 Inertsil ODS-SP
(2.1 mm x150 mm, 5 pm)
LC: Agilent Technologies 1200 Series GL Sciences
3 MS/MS: Agilent Technologies 6410 Inertsil ODS-SP
(2.1 mm x150 mm, 5 pm)
LC: Waters ACQUITY UPLC GL Sciences
4 MS/MS: Waters Quattro Premier XE Inertsil ODS-SP
(2.1 mm x150 mm, 5 pm)
LC: Waters 2695 Agilent Technologies
5 MS/MS: Micromass ZORBAX Eclipse XDB-C18
Quattro micro API (2.1 mm x150 mm, 3.5 pym)
LC: Waters ACQUITY UPLC Agilent Technologies
6 MS/MS: Waters Xevo TQD ZORBAX Eclipse XDB-C18
(2.1 mm x150 mm, 5 pm)
LC: Waters ACQUITY UPLC GL Sciences
7 MS/MS: Waters TQD Inertsil ODS-SP
(2.1 mm x150 mm, 5 pm)
LC: Waters ACQUITY UPLC GL Sciences
8 MS/MS: Waters TQD Inertsil ODS-SP
(2.1 mm x150 mm, 5 pm)
LC: Waters ACQUITY UPLC Agilent Technologies
9 MS/MS: Waters TQD ZORBAX Eclipse XDB-C18

(2.1 mm x150 mm, 5 pm)

4 F&EOH
FAEHH A R T D E A b Y220\, JFRL &2 JEIC, LC-MS/MS % W\ 7= E &L DA

BFONT B EA~OBEHA DO A HIZOWTHRF LIZE 2 A, 77 2B T D IEHEEERES 10 mL 2

58mLICERTHZ LT, UTORENELN, EHNAETHL EBZEZ BT

1) BEHIL, 0.1~20 ng/mL (FEAE L LT 0.0005~0.1 ng) O#iPH CHEMBRMEEZ R L.

m fELH A RIZHOWT, RIEZHE-TEHELNRTZZ7a~ T 7 A2k, TEZYGTLE—7

IBD SN T.

3) @ﬂ%%z:zkayy&bfl01&@0mH@@m55<5%ﬁﬂ%W¢fu)1&
0.1 ng/mL FHY &) ZRNML, KIEICHE-S T3 80T o2 L, B R ORIR UK E %
RO & Z AR IRERDGE L.

4y RKEOERA e YroEsE FRIZEEF T 0.01 mgkg, M TRIX 0.003 mg/kg TH - 7.

5) MbOLEOWKIZERA hay e LTEREN 0.1 mgkg FHY &Z RN L 72 k2 T
IRBMEBICB VW TAREICHEWFRIRBRAER L= A, BREREERE L.
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i L AR — K

1 BEOARIOAR IS JEENHEICEI S —FRMEDZ LR
m ~EYERUVBEHLLOHRONDT A1) U[CDNT~

A AU, B EIRT, BB ORET

Validation of the Simultaneous Determination Method of Pesticides by GC-MS
~ Pendimethalin in Grass Hay and Rice Straw ~

Norio FUNAKI™', Kenji SHIDARA™' and Daisaku MAKINO "
(" Food and Agricultural Materials Inspection Center, Kobe Regional Center
"2 Food and Agricultural Materials Inspection Center, Kobe Regional Center

(Now Nagoya Regional Center))

1 # B

RUT A AZV X, TAV Y« AT F Iy Ntk (BLBASF 7 7 mth) 23R LY = e
T2 U RBREAITHY, EAMEICHENS D V.

FARIFR DU T ¢ A5 Y OFRE IR, BHKEES YICBVTXAE, v B RUHET
0.1 mg/kg WTNTKRE, /&, £EHBAZLERTAETO02 mgkg EEDHILTWD. Ak 25 4F
6 H 10 HIZBAME S 725 34 BIREEMFEBESEE DRI NT, XUTF e 22 ORE O
HEMEIZ OV T 0.1 mg/kg 705 15 mg/kg ICWIET 5 2 L8y L AR Shr .

FEHF DR T ¢ A X U ik, BEICETEH AT A VICIHGRE 2 0 Bl S 23R Le A A7 ma~ b
75 7EESHE (UTF [GC-MS| W), ) I8k —FoENCEI 2 EEBNAETHS. L
L, WEFEDTHEFDONLT 4 A XY o OFMEM 15 mg/kg U0 TIXIHTEED 2 4 M 13 HEGR
NTNWRNWZ b, A, WIETEOEEHELRED 1/10 O 2 JEEIC THEMEUGGER 2 F5 L,
SIRTIE DY M A HeRB L 7=

F7o, FEOAEMEORELE YT T, ER 249 A 8 AONRIEICEY, bbbk
FTHRUT 4 AZ Y OFRHILYER 0.02 mgkg LRESHTWD DR, BATORES T EHEIC S
05, 747 m=N, TAEZARN)I RO ETR AN UEERS 136 BEOER TRIZ—H 0.050
mgkg L LTWDZENnD, ERTRECBETRABHEZRZ T &L b0, EEEMEYEZRML
T kA FH O THSIN RN ERER 2 20 L 7=

BB, BEETIINUT 4 AX2 ) U OBERSE% Fig. 1 IR L

TSTATEOE NRMOKE T R Akl o F — e 2 —
COMSTATE R N SR EEE B L a Bt R A —, Bl AR EZ—
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N-(1-ethylpropyl)-2,6-dinitro-3,4-xylidine
C13H19N304 MW: 281.3 CAS No.: 40487-42-1

Fig. 1  Chemical structure of pendimethalin

2 EBRAE
2.1 OB
TNT 7T PR, A= 77AGE KOO LIE, Mg TZ£4 1 mm OS50
ZimiEd b E AL,
22 A ¥
1) 224-FUVRAFARE L FRK e~ N7 7HZ2HW=., T2 R=RU L, 7k
tr, TR, BEBTTF AR OANT Y IR R - PCB RABUH A H W, Z2ofl, R
[PRQATIYPIROEE SEEES Ty EAY N
2) NUT AR Y RERERR

NRUT g AZ Y RERER CMRAISE T30 W 99.3 %) 25 mg & [EfEIC & > T 50 mL D&
ERETITAZAN, TE 10 mL 22 CTHENML, BITERET2,24-FY AF LU X
VEMATRUT 4 AZ ) UEREFEEZFAR L (20| 1 mLiL, X T4 AZV 2 ELT
Img (f=0.979) #5635, ) .

HBAHICE LT, BEEFEKO —E&E 224- NI AF L2y =78 hy (4+1) TEREIC
AL, ImLHIZRTF o AX2 ) e LTENEN 001, 0.02, 0.05, 0.1, 0.2 &XW0.5 pg %
BT DSR2 TR LT

23 IEE M O E

1) ¥t : Retsch # SM-2000

2) IRE OB EAHEM TR B = — P — MW-DRV (300 rpm T )

3) B—XJ—T AR —F—
BUCHI Labortechnik ¢ Rotavapor R-200 (EZ8= > fh ©—F V-800 f} %)

4) ZHMET A Y T A (20 mL #RFFH) : Agilent Technologies #  Chem Elut, 20 mL

5) =R  ARBEEAEFR 7 —7 0 by 7 E L 4000

6) AVTTUT 4K —  HIEEME DISMIC-25HP (fL£%0.45 um, [E£% 25 mm, PTFE)

7 FAREZe~ 777 (LLF IGPC) Ewvw)H. )  V—x A =2 GPC VAT A
AR 7 . G-Prep GPC 8100
A — FH 77— G-Prep AS
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777 aralb g — A7 5 G-Prep GPC 8100 FC/Pump
8) V777 A MH—R /S TI )TN VI Y D TFNFERE I =Hh T A
Supelco #  ENVI-Carb/LC-NH2 (500 mg/500 mg)
9 BT AlE~ T XU LI =0T . Waters 8 Sep-Pak Plus Florisil Cartridge (78T AH| &
910 mg) 2V HF—"—ZHfE LD
10) BRI o~ 7T 7EESHE :
GC # : BHRERTR GC-2010
MS 5 EEAERT R GCMS-QP2010nc
24 EEFIE
BT R ES 6 B 3 fi 1 KD GC-MS I2 X5 —FoWiEIcit-CER L. 2771,
WoEx, Bon=EHAREZ, B2 224- MY AF AR Z o —T 8 b (441) TEMIZ 100
# (15 mg/kg FE BRI T 10 % (1.5 mg/kg S BT AR L7202 HIEICH Lz,
F72, GPC KN GC-MS JIESAM:% Table 1 L2 12, E&EIEOMEZ Scheme 1 1ZENZ IR
L7,

Table 1  Operating conditions of GPC

Column Shodex CLNpak EV-2000 AC (20 mm i.d.x300 mm, 15 pm)
Guard column Shodex CLNpak EV-G AC (20 mm i.d.x100 mm, 15 pm)
Eluent Cyclohexane-acetone (4:1)

Flow rate 5 mL/min

Fraction volume 60~150 mL

Table 2  Operating conditions of GC-MS

Column Agilent Technologies Rtx-5SMS (0.25 mm i.d.x30 m, 0.25 pm film thickness)
Column temperature 70 °C (1 min) — 25 °C/min — 150 °C — 3 °C/min

— 200 °C — 8 °C/min — 280 °C (10 min)
Injection mode Splitless (60 s)

Injection port temperature 280 °C

Carrier gas He 1.0 mL/min

Transferline temperature 250 °C

Ion source temperature 230 °C

Ionization Electron ionization

Ionization energy 70 eV

Monitor ion m/z 252 (for quantification) , 281 (for confirmation)
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Sample (grass hay 5.0 g, others 10.0 g)

— add 15 mL of water and allow to stand 30 min

— add 100 mL acetonitrile and shake (300 rpm) for 30 min

— filtrate under suction filter (No.5B)

— wash with 50 mL of acetonitrile

— evaporate to the volume of 15 mL under 40 °C

Chem Elut Cartridge

— apply sample solution and allow to stand for 5 min

— wash with 100 mL of hexane-ethyl acetate (1:1)

—add 1 mL of acetone-diethylene glycol (49:1)

— evaporate to dryness under 40 °C

— dissolve in 10 mL of cyclohexane-acetone (4:1)

— filtrate with membrane filter (< 0.5 pm)

GPC

— apply 5 mL of sample solution

— collect 60 ~ 150 mL fraction

—add a drop of acetone-diethylene glycol (49:1)

— evaporate to dryness under 40 °C

— dissolve in 2 mL of ethyl acetate

ENVI-Carb/NH, Cartridge (prewashed with 10 mL of ethyl acetate)
— apply sample solution

— elute with 8 mL of ethyl acetate

—add a drop of acetone-diethylene glycol (49:1)

— evaporate to dryness under 40 °C

— dissolve in hexane-acetone (7:3) (grass hay 5.0 mL, others 10.0 mL)
Sep-Pak Plus Florisil Cartridge (prewashed with 5 mL of acetone and 5 mL of hexane)
— apply 4.0 mL of sample solution

— elute with 6 mL of hexane-acetone (7:3)

—add a drop of acetone-diethylene glycol (49:1)

— evaporate to dryness under 40 °C

— dissolve in 2.0 mL of 2,2,4-trimethylpentane-acetone (4:1)
— dilute one hundred-fold or ten-fold with 2,2,4-trimethylpentane-acetone (4:1) in grass hay
GC-MS

Scheme 1 Analytical procedure for pesticide in feeds by using GC-MS

3 BRRUEBE
3.1 MEMROIERK
22 O D)IZHE-> CTHE L7z 0.01, 0.02, 0.05, 0.1, 0.2 XT0.5 pg/mL fHEEDORXT 4 AKXV
VEEMEW A 1 uL & GC-MS IZHEAL, o RA At (BLF ISIM) w9, ) Zew
NI T ADE—7 @ EDbIREREER L.
ZORER, Fig. 2 0BV, MERIT0.01 ~ 0.5 pg/mL (FEAELE LTO0.01 ~0.5ng) OHPHT
EREE R LT,
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y=11767x- 58.055
R?>=0.9992

Peak height

0 0.1 0.2 0.3 0.4 0.5
Pendimethalin / [pg/mL]

Fig. 2  Calibration curve of pendimethalin by peak height

3.2 WEWE OB

WIENGRERICH W T V7 7 v 7 7 W, A—X 27T AHER UL LA 1 AIZOWNT,
AIEWZHEST SIM 7~ NI AEERL, XUTAAX VU OEREZYTIE—7 OFEE
FREt L7z,

ZORER, XUT A AZV COEREGTDHE—7ITRO LTz

3.3 IRANENEUER

TIVT 7T FHEMNA—E 7T AR LTUE, RUT 4 A2 2 FREh 15 &
O 1.5 mg/kg FHY B (eI ¢34 0.15 pg/mL M4 &) , fiid Hicx LTiE 0.02 mg/kg
Y B (VR € 0.02 pg/mL MY &) 20 L7232 Hyy, RIEICE Y 3 GHMTCE
wL, [EUCER UMK URE 2R 7.

ZORERIE, Table 3D LBV, TAT 707 7 ETIEEHEILEN 97.8 LN 111 %, £
MR LRSS HE ¥R 2 (RSD,) & LT 7.9 %LL T, A—X 27 7 AHE CIIFEH BN
104 & OV 103 %, <O UKSEEIX RSD, & LT 4.9 %LLF, Fib b TILEHEIIEERN 115 %, <
DR UFEEIXRSD, & LT87% ThH o7z,

7F, WNEGREBR THE LN SIM 7 i~ k75 5O —{l% Fig. 3 IR L7T-.

Table 3  Recoveries of pendimethalin

. Feed types
Spiked Alfalfa hay Sudan grass hay Rice straw
level 2 5 5 5 5 5

(mgkg)  Recovery RSD: Recovery RSD; Recovery RSD,
(%) (%) (%) (%) (%) %)

15 97.8 7.7 104 4.6 - -

1.5 111 7.9 103 4.9 - -
0.02 - - - - 115 8.7

a) Mean (n=3)
b) Relative standard deviation of repeatability
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Intensity
Intensity

s

—————— — T
21.0 21.5 21.0 21.5
Retention time / min Retention time / min

Fig. 3  Selected ion monitoring chromatograms of pendimethalin

(Arrows indicate the peak of pendimethalin.)
(Left)  Standard solution (The concentration is 0.2 pg/mL.)
(Right) Sample solution (100-fold diluted) of alfalfa hay (spiked at 15 mg/kg)

3.4 EETREOHH TR

BT OB I 2T 4 A X U U OER FIRIE, 0.050 mgkg & LTW5.
COEBTRTIE, MboHhoXr T ¢ 22 ) U OfEEMEME 0.02 mgkg % ERDZ LD,
DO TR OLFORT 4 A XY DN THRMEIGRERZE/f L, fFoh/-e—27 25 SN
2510 N3 R REZRD, TEFRBIUOMRH TIREZHBHERE L. 2O/, Sony
— 27 @D SN LA 10 LA b & 72 DR EEIT 0.02 mg/kg, £7-, SN 3 &7 BB 0.006 mg/kg & 72
ST s, RBEIZED2TMbomoXyT7F 4 A2 o OERZTREZ 0.02 mgkg, i TR
0.006 mg/kg & fiERd L7-.

7%, Table3 IT/R Lo BV, HiZE®m FIRIREICK T 2BMNEIGREBRITX R CTh > 7.

4 F&EOH
WMER RO OIZRT 20T 4 AX ) OB EEEENER IHR SN b,

SN IRAEIZINERE 2 DR T 4 A XV U OERIBEIZONT, O TRUEEHERLI-ZEZA, LT

DFERPE BT,

1) MEHRIE, 001~05pg/mL GEARL LTO0.0l~0.5ng) OFPHCEMRMEEZ R LT,

2) WMEUGREBRICH W= T VT 7V 7 7 RLE, A—X 7 T AFEL OO HIZOWT, KLl
oTHboNTZZua~ T T AL, RUTAAZV VOEREH T HE—7 1RO Lo
7.

3 TINT 7 NI FHERRRA—F 7T AGEIINT 4 A2 ) 8 LT 15 LT 1.5 mg/kg fHY
B (REFEHAR T T 0.15 ng/mL FHY &) , bbbz T 4 A XY & 1L T0.02 mgkg fHY &
(B FUBHAIR T 0.02 pg/mL fHY &) 22N ZlIL, RIEICHE- T3 AT % EhE L,
[E R ORI LS E 2 RdT- & 25, BAFRERNME LN,

4) REZXDMboHORUT 4 22V roERE FREOKE FRIL, ZhEi 0.02 KO 0.006
mg/kg Toh o7z

X Hk
1) BWMEEEESR  XUT 4 AX Y VREIEFME (B2 , FRk24 48 A (2012).
2) BRAES SR ORI Oy AR BT 584, W51 47 A 24 B, B49%F 35
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5 (1976).

3) BEBMERSRED RO OBIEIZET 2FMIZOWT (EH) , EAL25 4 6 A 10
H, 25 &% 45 (2013).

4) RKFEEHE - RERE@EA - FE T EEOHIEICONT, SERL2044 A1 H, 19HZ
%5 14729 5 (2008).

5) BpilE KR, Ok BIRAE, BEE T SEMFZEEHRE, 31, 39 (2006).

6) JEMOKPEE GREREEM SO EWEOREEEOHIEICOWT, B 63 £ 10 A 14
H, 63 B 2050 5 (1988).

7)) BWKELHEE - ZeRHEEM . FEOFEWEOREEED —HMBIEIZ DN T, FRk 22 4
9 H 8 H, 22 H%H 5163 5 (2010).
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Bl LAR—

2 HBEHRMICLXLIGAMTOEBYBR-ABRE () OBRHEEDHRFRGRER
AT, B T, LR H2T
Collaborative Study on the Detection of Bovine Protein in Feed

Zenya TAKEDA"', Yoshiyasu HASHIMOTO ? and Takayuki YAMAMOTO ™
(*l Food and Agricultural Materials Inspection Center, Nagoya Regional Center (Now Ministry of
Agriculture, Forestry and Fisheries of Japan), "2 Food and Agricultural Materials Inspection Center,

Fertilizer and Feed Inspection Department , > Morinaga Institute of Biological Science, Inc.)

1 # B

FEAETIE, FEAIRIE (BSE) AR IEO =012, fAft~O4Hk-ABEOMFHIZEELE S
nhTwnasd V. FlkEAAEOFB~DREASCKEBROF B EHRT 5 HEDO1SL LT,
ELISA (s VTR Y, SR T3 1E I3 O Hiik OB RS 72 A VBB S » B ED
HBINTWVWD. ZELINGDOXy ME, ISHEDENNG, MRA O3S el oo H & FH 23 R & 71T
BO, @HABHEOILKARD ST\, Xy hOFMEEZED L0, BRAKEREHICEHT T
X, TV S ATIMBLEE AR Y X7 ERIMF Y b Ver2) (BUF £V FHFv k Ver2) &
WO ) BB LE. YFy bEAVWEAEREABBEREEE, SRR~ AN ATRETH
HZENRENY, 2011 FEIERI P ERAEICEMENTZE ZATH 5.

AE, FYFHFy b Ver2 W B OFHE - AR EREEOHERMEZERTAT-DO
LR A EH L-DT, TOMBELZRET5H.

2 EERAE
2.1 OB
WHEEE AEA SR, BIEMILE LT 20 %Y EL2IEA L-NALIES A SR, M
¥y, JFEHE S AE R 2 MEL OCKRAERIC, TUZNFRER%Z 0.05 %&TN0.1 %N L7
R, HFEFRBRICHE L. FARIC O S fRHEUR & O G L, 45 4 o [E PN # g 2
EOLOE Wz, REORMBICHTZ> T, BAEFEHIH O UORAE 1 mmBEIZRDETH
L, ToMmoORENImAETICH W, BiL, KAETHSEIL, KT 28%WH%K DNA B35 i
TWaWnz &, 2t oiRENT, Pl DNA BAEEhTW0Aanz &%, PCRIEICE VR L
oo FEEHIE N T 300 g AR L, BXZ 50 @i/ Lz, /g LEEEHZ DWW T
X, 7 X LI 10 mT ooz Ty, RERHETHY, MBRICHEHNT S Z LICMERENC
LR LT,

N

TOMSIATHUR NBMOKENB L ANt oY — A TRV Y —, Bl OEBWKEANE - £2RE
K BE % 42 BRER

7 OMSTATEOR N K BEW B R L a — IR R A A

7R SR AR
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22 &K
FAKAERFAZEET R T2 U F HMEBGLE Ak & v X7 B v b Ver.2)
2.3 HEEKRUEE
1) Btss  AREER IFM-300DG
2) & & 9% : Scientific Industries 2  VORTEX-GENIE2
3) =L rBERS - BECKMAN % Allegra 6 centrifuge
4 ~A47rnu7L— KUY —4%—:TECAN # Sunrise Rainbow Thermo
5) L —bUtvTr— 7y Avy s H{EE 96 )T L — MRS
6) YU NTFxrxAvArrEy ko BIOHIT 8 m1000 (100~1000 uL)
7 8F v FxN~vA 7ty |k : Eppendorf . Research M (30~300 pL)
2.4 HBRITIE
EERBR (20 1) ICBWCIEEIRRE S 36 Bl LR — bk 2)Icii#fio Fikic ko7,
HFERB (0 2) ICBW T RS 17 8 26 L1G)ICHE Sz HiEIc k- 7.
2.5 R OMRHT
FRBEOREND, ZNENOREHZOWTOBIGER R OEREMERE RN Lz, EIZo8r
EOEEHBEEZHEE T 572912, accordance, concordance & TN COR %K ¥ 7-.
EME T HTIEDOPEREFERE & L T accordance, concordance & U8 COR (concordance odds ratio) 7% &
Y. ZNOOBEIUTORTEREND.

F—BRENTH UMR (HX3--) 2R L7 RO BR=ED&EH
accordance (%) = o= x100
= 2

ARREM TR UMAER (+XUE--) 2R LEXTHOEHREDO A
concordance (%) = o= x100
= 2

d %) x {100— d %
COR = accordance (%) x { concordance (%)}

concordance (%) X {100 —accordance (%)}

Accordance & OV concordance 1%, £ ALEIVE B HTIE O DTS BE K& OVEE F) - BURS EE 1 et i 9
%Y. CORMNVREVIEL, RBREMOFBEOENNKRE N L A2 EKT 5. Accordance 73 100 %
D L X COR TR KIZ 72 5 A3, accordance & concordance 23 5 & & 100 %D & Z [ THRBREN L
ARERER G R U RPN DHERITFLVWOTCORIZL &T5.

3 SmiRR=E
3.1 HEERER (201)

—REVEN A AR ST 2 —ZEENTIERT, —MRAEENE N B AR SRR 2 B A R 28 |
A=, REBEERFEHACESS Ot X —, JA HAAL b W EERE RS A E 272 2T
ST v —, BWKERDRIEITREERAT, MAATEOE NEMOKEN B L2t v & —
JEfRkl 22 AR, FALRE > % —, FMldktr % —, RatRE 2 —, At 2 —KO
[tz % — (GF 11 BR=)
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3.2 J[FEEER (20 2)

— M EVEN AR B ST o & —ZEERFERT, —MAEENE AN B AR AR 2 B R BT 2T
s —, EEEEEEHRMAESSSTE X —, JA HHKL bW EEE S B 24
ottt v & —, BHWKEEBWRETTRERAES, RS ERFICET, MZATBIEA
JEMOKEETE B LTt v 7 — BBt 2 AR, it % —, RaiEE 2 —, R
o=k OFEER 2 — G113 5R=)

4 #BRRUBE
4.1 JLERE (20 1)
2R LEREZ W, 3R L 11 RBREBICEBWT, 24 IZEWERFRRER (20 1) 2%
MEL7o. ZOREIE Table 1 OBV THD. 728, 1 BBREICOWTIE, SEMICLE K
SIMAERICEBRH -T2/, ZORBREORKRITFENTLZ2L L L, VD 10 HBREORK
REr U, FARERERINGUE T, KRS LK OREEHEGRHER 2 12250 T, BEERNZ
NEIN 30 %K 10 % Tho7-. FHEH 0.05 %RMRETIE, BEMERRN 2565 %L E<,
COR & 44 MHERK L EVMEZ R Lz, FHEH 0.1 %WiIEETlE, 2ToREHIRB W T,
2R 1T 0 %, accordance & O concordance [XZ41Z 41 100 %, COR X1 TH - 7=.
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Table 1  Collaborative study (part1) results of Morinaga Ver.2 assay
(+/- : Detected/Not detected)

Contamination level of bovine MBM

Formula feed containing 20 %

Formula feed dried skim milk Fish meal
Lab. 0 0.05 0.1 0 0.05 0.1 0 0.05 0.1
No. (%) (%) (%) (%) (%) (%) (%) (%) (%)
1 - - +4+ - -- ++ - - ++
2 - ++ ++ - ++ ++ - ++ ++
3 - ++ ++ - ++ ++ - ++ ++
4 - +- +4+ - -- ++ - - ++
5 - - +4+ - -- ++ - - ++
6 - - ++ - - ++ - - ++
7 - ++ ++ - ++ ++ -- ++ +4+
8 - ++ +4+ - +,- ++ - +4+ ++
9 - ++ +4+ - -- ++ - - ++
10 - ++ ++ - - ++ - - ++
False positive rate (%) 0 — — 0 — — 0 — —
False negative rate (%) — 35 0 — 65 0 — 60 0
Accordance (%) 100 90 100 100 90 100 100 100 100
Concordance (%) 100 50 100 100 50 100 100 47 100
COR 1.0 9.0 1.0 1.0 9.0 1.0 1.0 0o 1.0
Contamination level of bovine MBM
Porcine and chicken MBM 1 Porcine and chicken MBM 2 Porcine MBM
Lab. 0 0.05 0.1 0 0.05 0.1 0 0.05 0.1
No. (%) (%) (%) (%) (%) (%) (%) (%) (%)
1 - +- ++ - - ++ - - ++
2 - ++ ++ - ++ ++ +4+ ++ +4+
3 - ++ +4+ - +4+ ++ +- +4+ ++
4 - ++ +4+ - +,- ++ - +4+ ++
5 - - ++ - - ++ -- - +4+
6 - - ++ - - ++ - - ++
7 - ++ +4+ - +4+ ++ +- +4+ ++
8 - ++ ++ ++ ++ +4+ +4+ ++ +4+
9 - ++ ++ -- ++ ++ - ++ ++
10 - ++ +4+ - +,- ++ - +4+ ++
False positive rate (%) 0 — — 10 — — 30 — —
False negative rate (%) — 25 0 — 40 0 — 30 0
Accordance (%) 100 90 100 100 80 100 80 100 100
Concordance (%) 100 59 100 80 48 100 54 53 100
COR 1.0 6.3 1.0 00 4.4 1.0 33 0o 1.0

42 HFEHER (20 2)

HFEREBR (2D 1) 12XV, EAfEE- A TIIRI2EENEONTZD, BKHEBRIZOWNT
WA IEERZH R SN2, SIEOSBENRNE L SuT-.
WL DRGSR ~DEBE L), L — 2o — L THEE L, 25 °C TRIGE{TH> 2 & %

% Z 7, ELISA SULERIZHR
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ELISA #{EIZIN 2 727151 , EFEEER (20 2) 25 Lz, #ehE, HFEEER (20 1)
TIARGIE DT D %%Ltﬂ%if%/ l*? B2 KOWAER, WICxR e LTHFERR (20 1) T
BAF IS R0 G 6T 2 A AR B B A k2 7z,

HEEER (20 2) 1, 32 IZRLE 11 BREIZBWT, 24 ITHEWE L. £ ORRIX
Table 2 D& B0 ThHDH. FHREHERINFE L OFAEH 0.1 %IRINEE T, 2ToREHIE
W AR R K OB M RIZZILE 4L 0 %, accordance M U8 concordance 1XZ4LE4L 100 %,
COR (I 1 THotz. FHABEK 0.05 %IRMEETIX, BREMESEN 18~32 %, COR (X 1.3~9.0 TH
o7z

UbEXy, EERE (20 2) TiE, BHRMEENIELN, ERBREIZEOTREMEN 2L,
F72, 0.1 %IRMENT-FAEmEREATETH 7.

Table 2  Collaborative study (part2) results of Morinaga Ver.2 assay
(+/- : Detected/Not detected)
Contamination level of bovine MBM

Formula feed Porcine and chicken MBM 2 Porcine MBM
Lab. 0 0.05 0.1 0 0.05 0.1 0 0.05 0.1
No. (%) (%) (%) (%) (%) (%) (%) (%) (%)
1 ++ ++ ++ ++ ++ ++
2 -- ++ ++ - - ++ - ++ ++
3 ++ ++ ++ ++ +- ++
4 -- ++ ++ - ++ ++ - ++ ++
5 ++ ++ ++ ++ ++ ++
6 - ++ ++ - ++ ++ - ++ ++
7 ++ ++ ++ +- ++
8 ++ -+ ++ ++
9 - +- ++ - - ++ - +- ++
10 ++ ++ ++ ++ ++ ++
11 -- -+ ++ - ++ ++ - -+ ++
False positive rate (%) 0 — — 0 — — 0 — —
False negative rate (%) — 18 0 — 32 0 — 27 0
Accordance (%) 100 82 100 100 91 100 100 64 100
Concordance (%) 100 68 100 100 53 100 100 58 100
COR 1.0 2.1 1.0 1.0 9.0 1.0 1.0 1.3 1.0
5 F&&

fAEtR OBME KA PE (4) OMEICOWTERRRBREZITV, UTOREE257-.

1) HFERER (20 1) TIE, BWRE®KECTEEEMEZRO A, ELISA JERFIZT L— k&2 v
— /L TCEML 25°C TIRIET D Z LI2L 0, BRRERI GO,
2) FUFHF v b Ver2 1L, I 0.1 %L EIBALZFATHZBREFRETH - 7.

# &
LFEFBRICSIN L Tz iZnic —FIEAN BRGSO o Z —ZBENIEAT, —RtEETEANRA
PGB 2B E BT e o 7 —, 2EEEEHBRESESS O % —, JARBAS 25
WEEHR NS AL B 2 2ot v 7 —, RWOKEEBIREFTRERAER, WAt RKERF
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RPN 515 5 IR 4 LI B O 5 £ L% T
E72, ARBAHCEE L CRUB OIRIER O Jo 720 7o DI TASRR PR SN2 FLBE B T4, AL e 2 7 3
RIS, PRORSBEE R, B RO BIRE A BT L LT £,

X H

1) BEMOKEEHE - ZeRE@Em e QBRI O By B FIZBE T 285 0 —# 2 Wik
THEBORATIZONT, VR 1743 A 11 B, 16 {4 9573 & (2005).

2) BEMOKEENE - ZeRREM - SRS EREORIEIZOWT, F2044 A1 H, 19H%
%5 14729 5 (2008).

3) EHE KR, A CHE, WA &2 B ofdlkEARERBIEICEIT S TE U T HME
JLERAE SR Z X R v b Ver2) OfEt, fREMFZE#HR L, 36, 91-100 (2011).

4) Langton S.D.,et al., Analysing collaborative trials for qualitative microbiological methods: accordance
and concordance. Int J. Food Microbiol., 79, 175-181 (2002)

5) LHWEDS  BMDIIEOZYEEMRANV T v T, YA 2 AT+ —F A, 9597 (2010).
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Bl L AR— b

3 EEEFHEBEZ/NE (MON71800) D 1 %REAH|IEHEREDRET

A T, SR IR, G o
Study of Detection Test for Contamination of Genetically Modified Wheat (MON71800)

Yoshiyasu HASHIMOTO", Masaki KASAHARA " and Norio AITA”

(" Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department)

1 # B

HARTIXZEMARMER TH 5 FREAM M EAS 1/ % /NZE MON71800 73, “Fhk 25 4F 5 A K[ET
HAELTWS Z ENfERESN, fteaE NCESC YV RAZEHEFIHREELT, TU¥ U b e s
== bt s EERREEZ S EIC, EERBREO®M INRH S,

MON71800 %, HARTHIEE L TOREMENHER I TN RND, BARL RS o2
REEREEZAT L REICBNT, EERIZINRD 50N BE L OEE & L COREMEDHER
NTNWDH®, fRLREICESCER NCESE, | UOBRBARENEH SRS L Eh>TH
%.

1 %DIBAFEAEIZILS < U R 7 F B2 FEHCIT 5 729 121E, MON71800 DIEAEN 1 % % LS
MEIPHET DD ORBIENNLETHSH. 4B, MONTI800 HI2KkD DNA BEZ 1 % (7R
L 72 DNA &EHE (1 %BEEREHR) Z W72 1 % IBRARHERBIEIZ OV TR LT, oM
BWAWET 5. 2B, Yok, 2549 A 9 AAHT TEMRBREO @I EMIE S e Y.

2 RERAE
2.1
1) DNA flifi= >~ F : QIAGEN # QIAGEN DNeasy Plant Maxi kit 2 T8 QIAGEN DNeasy Plant
Mini kit
2) PCR )i %5 : Roch Diagnostics 8  FastStart Universal Probe Master (ROX).
3) 774 ~—KkOFa—7 : Life Technologies & MON71800 fF1H 77 1 ~— (SQ0718 &
SQ0719) K71 —7 (PBO101) ?, /NEMVER RS 7 F 4 ~— (PRPSF & PRPds6R) X
W7 m—7 (PRP-Taq5)
4y X —NVEOA YT asN ) — X, FefkE V.
5) TENXNy 77— :=vwiRry—r8 TE (pHS.0)
6) Kix, WE LBk (BRAER 5.6 uS/m UL T (P 18 MQ-ecm LA E) ) & W=,

TMNTATBOR N B MOK PEW B 2 RN o & — ISR A A
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22 IEE M OERE
1) 36 J6HEEE ¢ Thermo Fisher Scientific #  NanoDrop 1000
2) U7 )WHA L PCREE : Life Technologies #  ABI7900HT
23 & OB
1) FEMERURHE o 7R
Wk 23 AEFEDEPE/NE (FEEMETHIEZ) 2 1 mm OfSDVEEBRT HE THALEED
D%, W P12H > T QIAGEN DNeasy Plant Maxi kit # VT DNA Zdli L7=. #ifiL7-
DNA ¥EIEIE, Y6 ER T 280, 260, 230 nm DOFEE BT IMHELZRETDHZ EITLD
DNA D} O 2 g8 L7-t%, K T10ng/uL IR L= b oz EMERENK & LT,
2)  BHPERUERER o Y
FUH b s o= —L Rt EERE (MON71800 OFE-1- 1 BLlZ%t L 14 KD IE
AR 2 NEAREA LIZb D5 DNA i L, sz d o) 1, MR L7 DNA
ZHBELIZBOTHY, | RREAHERROBHERBHEE LTEZOEEMNDIZEA LS
ZONTTOUTOHFEIZL Y FRERAITY, BIEREHR S L.
i) R
Btbakel & U CHR it S 7= #48 DNA 12200 pL @ TE Ny 7 7 —ZRML, #EL T
IRFN L7214, =i T 24 REffF#E L, DNA 2% L 7.
i) kL
VA fi# L 7= DNA % QIAGEN DNeasy Plant Mini kit & 1T (B EH LTS v MO~ ==
TMNBHB LIEHE) BRL-. FIEL, UT0LB0 THDH. 1k, AUSORIEL,
Xy MBOLOEMHEH L.
1. % L7- DNA IZ 100 mg/mL ¢ RNase A 8 uL & U" Buffer AP1 800 uL Z#¥s/iL, AL
T AI XY —THAE L%, 65°C TI10 pHMHRELE (ZOMFa—T7% 2~3 [
RNVT v 7 AIFH—THPLLEZ. ) .
2. Proteinase K 20 uL Z L, AT v 7 A I FH—THEE L%, 65 °C T 10 sk
WL (20, Fa—7%223EBALT v 7 AIFY—THELE. ) .
3. Buffer P3260 pL Z ¥ L, RAT v 7 A FH—THL LK, KPIZ 5 oMKEL

~

[

4. mELTEE (20000xg, 50, i) %, LA % QIA shredder Mini Spin Column (Z & fif
L, =057 (20000xg, 5 50, i) %, 172051 % 50 mL F=2—7IZB LT
(R I DETHVIKRLE. ) .

5. AIEOD 1.5 %D Buffer AWI ZiRML, @B L.

6. DNeasy Mini spin column (ZIR G Z A L, & /050BE (6000xg LA 1, =6, 1 70H) L,
AREFEFE LT (RAWRNP <D ETHRIIRLZ. ) .

7. Buffer AW2 % 500 pL Afiffe, =008 (6000xg LA E, =R, 1 53) L, AKAEZFERE
L7z

8. MITLEH LWISMLF =—TICBL, K% S0uL ZAMm L, =R TS5 /yMikE L.

9. =LA EE (6000xg BLE, =R, 1 /3[) %, £ DA% DNA K & LTz,

K& L 72 DNA #IRIE, 49 6SEEERHIC T 280, 260, 230 nm ORI H T D W EEE 2 &+

5HZELIZL D DNA OREROME Z /R L7-t%, KTHRLT 10 ng/puL TR L= D%
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6.67 % MON71800 & A stk (LLF 16.67 %lhtEidkhik) &3 2) & L7,
3) 1 %iEHER DR

6.67 %lGMERENEK & FEMERUEHE THAIR L T 1 %5 MEalEiR (LT T %iEHR) & 45) %

TR 72, FRARLL 7 1 %BEYERR Y, 30 ul 972 290 AIZyiE L 7.
2.4 HAERTIE
1) PCR Xt

PCR i lE 25 pL/well & LTI L7z, ZOMEIZKR DO LY Th 5. FastStart Universal
Probe Master (Rox) 12.5 uL, &XfR7 7 A4 ~—¥EHK (4% 50 umol/L) % 0.25 uL, ®&~7w—7
Wi (10 umol/L) 0.5 pL ZEA L, KT 20 uL (2%, DNA #REHE 5 pL (10 ng/uL)
PIRmL-.

REHNAIR D AN -7 PCR 7L — k& U 7L X A 5 PCR HEEIZ A, 50 °C T2 REFELE
%, 95°C T10 pHIIME L, Ay FAZ— METKISZEME L. £Di%, 95°C T 15 #MH,
60 °C T1 & 1Y% A 27 LE LT, 45 A 7 VOBERKIGEIT> 7=, 728, PCR RUGIE, &
BHIE 1 512> & MON71800 i ANk A K OGP FGREBR I I D\ T4% 2 well AT TIT - 72,

2) PCR FGIC X % B e o) &

&R O E 1T Amplification plot F CTHH M 2 Mgt & Ct EO R, KO
multicomponent | COXfGar A3 Bk DO IR (FAM) O FEEBIEHY 72 B e 22 ¥ N D e 78
Lo Tiiole. R=AT7A4 %3 A5 15 A7 )VTHEEL, ARn O/ A RED 5
KED ERIT, Z2E L7 Fa 550 72 g g #% FTZ 4> % Threshold line (Th. line) & L T 0.2
ICEXE L7z, £ Th. line 2°5H CtENRHG LN D NENEMNT L, 43 KO CtENEF L
B2 PCR BUGZ L D g & - 7= & HIE LTz,

2.5 WEMEOHEE ik
UTNVHALPCR EVELNTZFERICONTIE, LLTFD 2 >0 Kk TRIEHEZME L.
DCt ik

MON71800 FrEIFERD Ct fl & /NE G EERD Ct fEZ kD, (MON71800 f ZEnakER D
Ctfl) / UNEBMEXEERBRO Ctf) 25 M L (Ctfik=R) . 72k, ZoHETHEME
KD E, MONTI800 JEEENFEVME L CtELFIT NI D,

@ik Ct ik

MON71800 & EIFAER D Ct i & /NEBHPEX GEBR D Ct i & 072 (ACtfE) ZHRM L. i,

ZOHFETHEMZRD D E, MONTI800 JEENEWIE L ACtEA/NESL 72 5.

|

3 BWRERUBR

3.1 1 YofF YRR D ¥ E M e R

23 )T L7 1 WIREROYENAWR T L2700, BELETF2a—T0n67 X AIT20 K
BIRL, U7 V¥ A LPCR ZITo7c. PCR NI, #EHE 10 2% 2 FfT-72. JIE L7k
EnoOCt EREKR QB Ct ED 2 SDOHEFETHEMEZBEL L, F0HEICHONT
Cochran 2 E 2 & 0 AAUVERRE 24T > 7212, — JoBLiE 0 o AT s CRERE L 7=

ZORER, WEMHICHEIRD bR hoT2. 72, OR V@O EITIETHE S 17 % 12 %
WML, ZTRETN1.1%, 6.1 % ThoT-
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ZORERLID, 1 %EEROLEHICHER W ERMEINT-OT, SEFHE L 1 %iE
WRESHE, | RANHEORBEL T L L. B, 1 %EERIZ-20 °C THREL, HH
ISR L TR L, BEEEIfTLRNnI LS L.

3.2 1 %IEMER A2 H W IR AR OH]E

6.67 %BHPEREHE 2 BEPERUBHE AR L C, MON7I800 AL LT 3 %, 2 %, 1.5 %&W
0.5 %l JE DOFEHE 2 B IR 38 AT OB L, T X LI 20 RBINL, 1 %iEAERK 2 )@ 5 s b
LY T AHALPCR #{Fo7-. UT /XA APCR I, ZEEOREGE 2 A3 10 BT,
fElE, 1 %IEER & RS E1T - 7. & LRSI, @&U“@@iﬁlﬁ{ WEIEIC L0 Ao M
EMAERD, | %EEROWEME B Lz, 2B, BROUTEICEWT, HEBHEEOTIE

1 %IEHED CtE LV b CtEERIA/NIWEGEE D 1 %uﬁmrb)\k 720, @TIiE, 1 %EHED ACt
LD S ACHHED/NIWIGEN 1 %L EORANEHESIND.

ZOFERIT, RI1IKV20EEYTHL. ORVQDELLOREMIEEEHNTH, BT

DY TIT 1 %R VIBEBANEENEWNE D DPOHEZ IEMICIT) 2 N TETL.

=

1 EMHE [CtEFRE] (1%ULEZE+ 1 %REZ-EHE)

TWEE 0.50% T50% 2.00% 3.00%
KI5 [CHEDQH**[CHEDL|  #IFE [CtEDLL**| FIF |[CtEDL*| HFE [CHEDL*| HFE
@B | 1208 200 - o . 5 : RES :
2B | 1181 S e T
3EEB | 1196 23 - e : 48 : RIE :
Ik o e T 5 A S R
SEE | 1189 22 - 3 : LT : RED :
o 0 I e S - S Y
TEE | 1.196 209 - 18 : e : RFE :
SEE | 1207 e T i
omE | 1218 2 - o n T3 : RiL :
omg | res 128 L - 1 Lma 1 - | Lue L+ [ L7 L

J#liMON718000),tb)\:EJ#’&TL'CL\6
XXM0N71sooifﬁ%unt%ﬁocﬂﬁ/d\iﬂaIi*‘fﬂﬁnﬁ%ﬁocﬂﬁ
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xK2: EMHE (KB CtE] (1 %UEZ+ 1%XRiEZE-EHE)

1%1Z 4 0.50% 1.50%* 2.00%* 3.00%*
s CtiiE D | CtiE D Z=**[$I FE CHED ZE*|#I5E CHED ZE* ¥ CHED ZE*|#I5E

& 6.072 7.567 - 5.647 + 5.332 + 4.309 +
' 7.246 - 5.053 + 5.087 + 4.033 +

7.622 - 5.328 + 4.884 + 3.869 +

2[E1 5 5499 6.490 - 5.249 + 4.939 + 3.701 +
6.882 - 5.286 + 5.109 + 3.705 +

SEH 5813 6.344 - 4873 + 4374 + 3.420 +
7.371 - 4.861 + 4711 + 3.542 +

AEH 5.964 7.547 - 5.309 + 4.669 + 3.403 +
6.577 - 4.946 + 5.322 + 3.533 +

SEIH 5.564 6.303 - 5.136 + 4733 + 3.778 +
7.083 - 5.204 + 4.367 + 3.713 +

6l B 6.240 8.145 - 5.260 + 4613 + 3.738 +
6.137 - 4975 + 4779 + 3.854 +

7EI8 5.801 7.177 - 5.266 + 5.040 + 3.706 +
6.983 - 5.174 + 4.800 + 3.625 +

821 B 6.113 7.492 - 5.565 + 4.919 + 3.742 +
7.305 - 4.398 + 4524 + 3.537 +

S H 6.438 6.708 - 5.573 + 4828 + 3.505 +
6.701 - 5.145 + 4.349 + 3513 +

1015 5847 6.742 - 4.910 + 4.486 + 4.026 +

*EEE(EMON71800ME A BEZRLTLS
*MONT18004R HNEXER D CHtIEL/NE ISR FREAER D CtEL D 2= (A CtE)

4 F&EOH
AR T-#AHE 2 /NE MONT1800 IZ2W T 1 %IB AHIEEDORFT 21TV, IROFEREH.

1) TLH b hr=— XS MON71800 JE A DNA iR L D 1 %IBRAHEEICE
JAHEYEL LTHWD 1 %IEERZRE L2, 20T, HEHHRRREZITY, WETH
HIZ L EMER L.

2) 6.67 %EMERENE Z VTR L7 MON71800 2 L LT3, 2, 1.5 KTV 0.5 %I ok
IZDWT, 1 %IEERE AW TORANHERREITo72E 2A, Ct FIERVE Ct ko,
LOHEIZENTHERTORETEMRIZ T %RV IRENSOVNERWDLOHELZT L ENTE.

3) Ct HREROHE Ct IEOWTNOFETHERIC | %RAHEAETHD Z L 2R TE
D, WE CtIEDOFN CtRIEL Y LPEMARE HEEL LV HRICTE, HEEE L TEE
LWEEZ BN, il Ctikn@acid R shne Y.

T
ROSWEORREICHIZ Y THE L TAE £ LM ATEIE AR - 80 EERITR AT e & 0
WEMIEFTONEEROME 1, MEmESL, HEFE - LcEHoBREsRLET. £, ROk
HEEXELEEL I b - Ao —CBILH LT £

HKALAR— MIFRIBEOAZEZBEHNE LD TY. BB Z/E (MONT71800) @ 1 %ik
NHERBRIEORF ] LESKEZZOARLEIE YU b H o R_N=—OFTE T 5 HETE K
MEHREGATEY - FF N EORFICEVIR#ESN D H DT, MONT1800 & HHr B
RRRANEDRARIZ L o TEORNFITE LEMKES, MNATEIENEWKENE L 2ENE ¥
— R OVARRBHEBILIAMNC X 5 BN OER, ISHEZFFHT 200 TRV EHA. FLZ0R
RICE-TZZICEEN, BIHSNDE®R, MEL HDVITXMAMPEICEE T 2 W7 5 %
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FHETO2HbOTHHY £HA.

X oy

1) B B OZ RO L O E O BT 28, B 28 £ 4 A 11 B, EHESE 35 5
(1953).

2) BMOKEANE - ZRRGEKERERERM  Bis T2 /NE (MON71800) OB EHRA Lk,
Rk 2547 H 3 B, 25 HEE 1707 5 (2013).

3) EMOKER SR SRR ORI O R B ICRT 28 5 (IBFn 51 FEAESH 35
) BESE 1O 1O (1) OVEELEOREICESE, Mz DNA Hiffick>TE b4
W% GO R DRI KER NS O L U TEAKERENED 5 EEEZED 51, T
239 0 1 H, BHOKERETRE 1674 =5 (2011).

4) BEHOKEANE - BRREKELZEFEEM  #fa 2/ E (MON71800) O ERA L

GBI , FRk 2549 A 9 H, 251H4&H 1707-1 %5 (2013).
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1 SAMFOHME-ABRE, WILODLRUOYADGTEICRLSFAEMNS
(22T

NG ST, KR &
Measurement Uncertainty for the Analyses of Crude Protein, Calcium and Phosphorus in Feed

Kenji KOZUKA" and Takako NAGAHARA °
(*Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department)

1 H i)

FARF DM 7o A B ORERY B, TERRESCRBEIGIZBWT, RO EEICIY 205
BEWEL, ZORFESCEGIBEMI T 2 AR Z2HE L TWD, BIATOER AT EHEIZIX
OIHT ERET SN WRFEN S BRE STV,

Alal, FEHZ BT D RBROREICEAT H5AERRSI 2R T 28LA800, HiZABRE, vy
LR o DHHEN KT 2 RN SOV THRBI 2T 72D T, ZOMELRET 5.

2 TEILSDRETHE

RS OGN D To > TUE, mFE, SRR AR SHE, MR - SR REEEE, RS
MBI 2 R STV L el X 2 0t OfE R &2 Ao, 3sEalEHZ X 2 50 O &4
FEDOFRERN O BRI BBUAEERZE (UUT ISg) EWo. ) ICEHERE =2 2% 0 CHKFEE D LY
ST DIEEARHEN S (SRX2) ZRD, ZNUHDHHN LA DaHHEICRT 2 RiEh S %
BEtLlc., 2oLk x, RIREME SHRENO N S 2 Mol TRoE L, ]k B a3 2 B M
WRRE OHaxHE %2 72 KU Z @ 5 EARAOEHE D OHN RN TRE L. vk, L%
RET DERTOSHED EIRIE, SEOBRFHZ AW @B O o ED ERAZ B E 2 TREL
7.

T OMRNEATECE N BERROK BE I B 2 A A v & — IR AR A
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3 AHEICHT 2FEI S DEES
3.1 H-ABPH"E

HMZABHEORENSORTEICHW @B L 0T —4 %2R 1ITrxLE. F2, £1
DOFYIE L YLEATEN S OB E 12 RS OBHHE] IV 1 ISR LE. AENSE
RIET DOHMED EIRIX, BEHZHWEZT =205 bR bEWETH D 70.44 %Z B E 2 71 %k
T & L7z,

B 1 CHRETLIERERIZR 2R LIEEBY TH Y, M- ABEO I EIZR T 2 R ST,
9.0 %LL k= 20.0 %A THIRHE 0.5 %, 20.0 %LL L 64.0 %A CHXHE 2.5 %, 64.0 %Ll E 71.0 %
Heiili THEXHE 1.6 %& L7z, £z, HnieT =20~ Y v 7 A5, SRR Lo A iHENS
X, EAEE (BERICELLHHE 638 LT H2AHMOBEEGEAN 50 %2k EOIFHM T4F
BRI A BIAERS. ), REM2TROMBICEH TR & & 2 b,

£1 HEABEOXBRBICEIHHT—4

Bt oo FESE EEE F— 2% FHE (%) Sk (%) Sex2 (%)
g;;ﬁ TIEEERMAR gy, 260 1835 0.22 0.44
7e4 7—IERAMAR g 256 24.30 0.29 0.58
il
H19 5 T R A H19 251 18.43 0.21 0.42

5 35 R LA i H20 244 22.32 0.20 0.40

AN .

B AWRAERA - A

B PR BT H21 245 18.98 0.23 0.46

i H19 5 T R A H22 260 17.13 0.25 0.50

H14 5 Bk A B A R H23 237 18.06 0.23 0.46
AR R - A

A R A L H24 237 17.55 0.21 0.42

P 5 LA AR H25 231 19.53 0.26 0.52

REMnd H25 217 44.08 0.45 0.90

¥ H17 254 68.37 0.56 1.12

£k HI8 247 63.38 0.57 1.14

¥ H19 248 61.00 0.56 1.12

£k H20 245 68.20 0.60 1.20

£k H21 242 70.44 0.68 1.36

¥ H22 243 63.84 0.68 1.36

£k H23 235 56.98 0.69 1.38

£k H24 234 66.12 0.71 1.42

b H25 230 68.07 0.82 1.64
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1.8
1.6 -
SEv! ) ‘ Lo . f%iﬁéfﬂl:;é
~ 1 y=0025x . T4
N . o
& 10 . —— NS ($ER
% 0.8 _ EXFE)
$ 06 Py
E o _“ ......... FHeME (AE%
B/ )
02 Xt ISR ERRER T BIM
0.0
0 20 40 60 80

APE(BREEDOFHE) (%)

M1 HEABBITBITE0HELS FE S DBER

x2 HMEABBEOFHEMNS
RS
A (%) FRE (%)

SN E (%)

9.0 LA
20.0 A il
20.0 LAk
64.0 A i
64.0 UL
71.0 Al

0.5 —

- 2.5

1.6 -

32 AT A

IV T ADARMENSOFREICHW AR X 20T — ¥ 2R 3R L. 2B, BE
RO S L, A TR L TWATEOI ALY Y AEAEEREbEWEEZ LN EAMRS
fAEHT BRI O T — Z RN, ARG ZERE OSSR E, BERENOT —X L
LTHWTHRR Lz, F£7z, & 3 OFYHEEIERHEN S ORKRE 12 RS OMEFHTIE]
WCEWK 2 IR LTz, AN S 2RET 2o Eo LRI, BEHIHWET =209 bbb Emn
ETH D 4.245 %% B FE 2 4.3% K & LTz,

B 2 THRELEMRIIE 4 IRLEEBYVTHY, WA U LOGHEIZH T 2 RN S 1T
0.30 %LLE 0.60 %A THEXHE 0.05 %, 0.60 %LLE 3.50 %AdM CTHXHME 8.4 %, 3.50 %LLE
4.30 %A THEXHE 0.30 % & Liz. 72, AWT—2DO~ Y v 7 2056, ARG L7 A
NS ITEAFEHCEH FTREE B 2 b7,
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K3 WLOILDOHEBHABICLDDHT—4

Bt oo FELE FEEE F— 2% FHE (%) Sr (%) Sk X2 (%)
WA 40 P A LR H16 199 0.382 0.021 0.042
Z?f 7RERBAR g4 191 1.031 0.042 0.084
ot
7 A T IREAEAR g 182 0.821 0.037 0.074
ot
i 5 R R A H19 176 1.386 0.052 0.104
%E Y BRI AR H20 171 0.999 0.042 0.084
=
Bl ghammAEERA - WA
Bl s R A H21 164 0.963 0.037 0.074
i 5 R A H22 164 0.843 0.031 0.062
i 5 R R A H23 163 1.031 0.044 0.088
DA RS R -
A A L H24 165 0.817 0.037 0.074
Y BRI AR H25 167 1.119 0.060 0.120
K S63 51 3.473 0.108 0.216
K H1 51 3.524 0.098 0.196
£k H2 50 4.080 0.124 0.248
£k H3 49 2.741 0.115 0.230
K H4 49 3.221 0.133 0.266
=y H5 51 4.197 0.105 0.210
£k H6 49 2.577 0.089 0.178
2 H7 49 3.734 0.148 0.296
¥ H8 44 4.245 0.141 0.282
=y H9 43 3.929 0.138 0.276
0.35
~ 0.30 v =
S ‘-' +® o HEHAMICED
025 S e DIT—3
< 020 y = 0.084x ._.-‘ * o
4 O o * —— RN (M
P oo1s ) fER )
s *
K 010 ;-" ......... FREME (FE%T
E B [X
®oo0s | 5 fEXFE)
Xt T RHE R AR T RIS
0.00
0 2 4 6

DHTHE (B EEDTIE) (%)

2 AWTOLIZEITZAHEETEISDOERF
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x4 AILTODLDAREMS
ARfEN S
S HTE (%
IR OO "m0 WA %)
0.30 UL |k
0.05 —
0.60 A1
0.60 u;: - ”
3.50 AT
3.50 ULk
0.30 —
4.30 AT
33 WA

DADAFENS OFEIZHWTIEmRABHC L 20T — 42K 5 1R L. ok, BEEEID
2h, AMEEFREL L TVLD ) AOEEENKDEWVEE X LN D EHARAFEHI IS
REtOT — 2 N, ik x Hunicib@lt oo Rz, SREMOT—% & LTHWT
et L7z, 72, £ 5 OFYELIEEAHESOBFRE (2 RNHENSOBRTITE] I2/EVEK 3
R LT, RENSZRET D0HED LRI, BREFICHWET =209 bbb EWMETH S
2757 %% E 2 2.8 %R & L. 7eds, ERAEE N HS OO T — 2 1L FE &k UEs
T NHERS LT

X 3 THRETLIEMRERIIR 6 IR LEEEBYTHY, D ADOHGHEIZKT 5 RN ST 0.30 %
LI _E 0.50 %A CHExHE 0.03 %, 0.50 %LL 1 2.50 %A THKRHE 6.4 %, 2.50 %LLE 2.80 %A
THEXHE 0.16 %& L7z, 72, HWicT =X DO~ b v 7 A5, S LI A SR
AREHZEHATRE & B 2 b,
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®5 YADHBHAMICEZDHT—%

B oo FESE EEE F— 2 FHE (%) Sr (%) Sex2 (%)
P40 P B A S H16 199 0.380 0.013 0.026
N = 25244
PO T 190 0.586 0.015 0.030
SES—
PO T 182 0.582 0.015 0.030
H194 5 Bk A B A R H19 177 0.700 0.015 0.030
%E P 5 LA AR H20 172 0.710 0.014 0.028
=
B o ammEERIE - BT
Bl R A H21 170 0.572 0.012 0.024
H14 5 B Rk A B A R H22 170 0.596 0.013 0.026
H19 5 B A B A R H23 166 0.678 0.015 0.030
DRRALEE R - WA
A A L H24 162 0.661 0.014 0.028
P 5 B R A AR H25 155 0.860 0.018 0.036
=¥ S63 51 2.426 0.053 0.106
K H1 50 2.533 0.081 0.162
=¥ H2 49 2.757 0.068 0.136
=¥ H3 49 2.076 0.047 0.094
K H4 46 2.338 0.070 0.140
fap? H5 51 2.742 0.126 0.252
=¥ H6 46 2.003 0.043 0.086
=¥ H7 50 2.453 0.060 0.120
K H8 42 2.677 0.051 0.102
=¥ H9 44 2.558 0.052 0.104
a) BT —& bRk
0.18
0.16 —
S 014 Q - 4 étiiéfti*ﬂrlzoté
. y=0064x .- DT —4
& 012 *
X
<
& 0.10 * *o FHEMS (Mext
1:3“ 0.08 * fEX )
i
i 0.06 .
Moo ST e IEEME (AA%t
= w* ES)
0.02
XA IEHEHERBERT B
0.00
0 1 2 3

X 3

PFE(REEDTHE) (%)

YAIZEITH0HEETHEL S DREF
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x®6 YADTHEMS

I (%) e S

HORHIE (%) FHRHE (%)

0.30 LA E

0.50 A< 0.03 B
0.50 LL k=
— 4
2.50 A il )
2.50 UL I
2.80 ATits 0.16
4 FEOH

Bt O A BE, DT T ALY ADGHEICRD RHENSIZOWTRF L. £ 0k
B, HI-ABE, IV LR ADOSGHHEICIRD RN S R OGE H#EITE 7 08B0 TH

277,

K7 H-ABE, HILVTLRVYADDIEICRDFEMNS

IN
W 4 S5 1 s AHTE

R &S

(%) MERE (%) FEXE (%)

9.0 Ll |
fly, KT RO AR 200 Kl

0.5

(L OB A G350 %L E 200 L E

= o
BEARE pnmr s wm B RIPE  6s0 kil

2.5

Akt 2 <. ) 64.0 LI E
71.0 i

1.6

0.30 LAk
0.60 A it

0.05

0.60 LA 1=

3 PN =R
VNIV AYINN EE:.ETH 350 ﬂ%{%

3.50 LA B
4.30 A

0.30

0.30 LA I
0.50 i

0.03

0.50 LAk

Uy [[RREN TR 2 50 et

6.4

2.50 LA E
2.80 A

0.16
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2 FR2B5FEAMFOEBAMICIDIAMEEIZONT
Proficiency Test (in the Fiscal Year 2013)

NG R, B B, R #T0,
S AR, IUTE ERETS, fed B

1 B B
fA B A TR RS, AR - BRI G S 3E, RE OIS 2t BIC, SR O i@ ale)
CEDOMEEEAT O 2 LICX Y, iR OEEEINOMER R L2 XY, fFETofriiE2EkL,
FRPBLAE O IE R BUE R OV E A B O FERICE T D

2 H@EFEMHOARE

A B B9 5 B RO BL A AR

B ik} PSS )

C Ak 5 AR EURHE & 508

D &k EHHFRERA T LI v 7 X
E ik EH PRV

3 HBEHAMORAH
3.1 FHEAEA A
ok 2546 H 21 A6 H 28 H
3.2 FREGET
JA HAARL bW Bk RSt T
MSTATBOE N RAROKPEE B 2 T v & — IR B2 A A
3.3 Fairik
1) ARE
i L721%, 1 mm O5 25V H Z @il S 728 d 5 FRAE A &K 100 kg # vy, LITFOF
RS &0 @kt 2 R L7,
WEAZLCIBALEE, 9% L. T0HhD 4 Riid —o2Il8bETEEA L%, 4
HHLTHRICRE L., ZO8ELZR 1 ORAXKERICEY 7EHERVIELE, FXE LY —E

OMSTAT B N MK E T B 2 T v 2 — R A A A
OMSTATBOR N R MOKE Y B 2 A il v 2 — L v & —
D OMSIATEOE NBMOKEEN R L 2 v 4 — a4 —
T OMNTATEUE N MO R R L AR L S — AR 4 —
B OMSIATEOE NBMOKEEN R L 2 v X — e v 4 —
O OMNTATEOE N BMOKFE B Bl v — R v 4 —
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B (20g) oL, 14847208180 g AV OFEL 450 (H A2 FRT L 7-.

x1 EARKER

m % 1 O I IV V VI VI
8 6 8 4 4 1 9
4 7 7 9 1 7 6

X [ 22

REED 5 1 5 5 3 5 3
5 5 3 6 5 5 8

2) Bk
M L7, 1 mm O5 250 H Z i S 72 100 kg 2 HVy, A 0B & [RAR SRR 450 1
L7,

3) C Rk
BIFEE R O 2 FRE LT-th, LEIZS U THREL, £ 2 1Lz 11 BEOFEFE
100 kg Y& [RIERDOIRAEFA CREEDLETZHAEZ A, A BB E FIARICEUE 450 2 FH8 L 7-.

x£2 CHHOERHMRUZODESEIS
OB 4 ReE®E OB 4 ReE®E

(%) (%)
EobAZ L 27 Uil 8
~An 17 £ 3
K& 100 7177177 3I—)b 3
1% 10 REEH LT 3
a— 0TI —)b 9 o) 2
NTR (VRN 8
4) D
EAMFEBERA 7L 2 v 27 2 100kg 2V, A GEHE FAICRE 450 18 2 FRE L 7=,
5) E B

e L7=%, 1| mm D525V H A28 S8 KT 100 kg 2V, A ik B ICEE
450 8 2R L 7.

4 PIETIEBRUERER
4.1 Syt EE A
A REE - e Ky, M7 ABE, HAENS, HMEME, MKy, AU L, VROV Y =
AT YT A
Bt - - Koy, WA BHE, MK, P RITVLAKPE FF o
CalEl - - - SREEI O XK OE DIREGEIG OHEE
Dt - -8, LN UBET T
E&Et. - - A BE
4.2 FEhuEE
SRR 25 AREE DB O i alpHT K 2 ol 2R (106 ~—2) 12X 5.
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A KOV B BB T 72 A0 BE K OHLIKRST,
IZ & > T, Thompson % ? harmonized protocol (233 &, &k DB E M2 B L 7=

5

H@EAH DY E LS
D #UBCIddi Lk OVl gn, E

At

AEFCITH A B E DT

TUF DR ER 72 10 B TH 2 JHHMTON LIRER 2R 312, £, TORRICES —x
BLIE DSy BTG R A2 2 4 IR LTz,

WTNOREHZIRBWT Y, oHkt Fold FERMEZ FEY, HEAKEE 5 %80T

AEHRICATE

RETFO 6T, B OB E MBIV &R L.
#3 A B, DRUEGRHDODAMER
AR} AFRE} Bk} Bk} Dk} Dt} ERE}
= HEABE FLIK 53 H-AHE FLIK 53 ki) Hhgn H-ABE

Bt (%) (%) (%) (%) (gkg) (g/kg) (%)

No. runl run2 runl run2 runl run2 runl run2 runl run2 runl  run2 runl  run2
1 1950 1960 625 628 68.14 68.31 1564 1561 2582 2587 20.69 2087 4352 43.52
2 19.58 1965 626 6.19 6827 6838 1548 1551 2582 2568 20.56 2096 43.65 43.84
3 1944 1964 623 627 6771 68.14 1556 1556 2592 2536 21.30 2097 4344 4320
4 19.64 1942 630 624 6821 67.78 1538 1556 25.66 2550 20.59 2043 4336 4391
5 19.53 1954 625 631 67.65 68.08 1548 1546 25.87 2588 20.77 2094 43.68 43.44
6 1947 1953 626 621 6797 6822 1561 1552 2568 2589 20.74 20.58 43.50 44.01
7 19.63 1952 622 620 6871 68.13 1548 1554 2583 2556 2090 2047 43.18 43.81
8 1949 19.53 628 624 68.01 68.06 1551 1569 2589 2574 20.84 2096 4348 4328
9 1948 1948 620 623 6851 6849 1544 1559 2518 2572 2049 21.01 43.67 4378
10 19.64 19.65 628V 568" 6841 68.18 1559 1556 2540 25.66 20.72 20.78 43.34 43.64

a)=2 7 7 URUEIC X DA E
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&4 A B, DRUERMDOBAHER

iy 4 2K AV BHE RMaoi o8t FERE
S 0 4 F, F(a=0.05)
EE T 0.0471 9 00052 087 3.02

*
Mrinse E 0.0604 10 0.0060
T 0.1075 19

H7-AHE 4

:, S
53>

AR A 0.0102 8 0.0013 1.15 3.23
K 5y E 0.0100 9 0.0011
T 0.0202 17
A 0.8431 9 0.0937 1.78 3.02
H7-A A8 E 0.5252 10 0.0525
e T 1.3683 19
Bt A 0.0528 9 0.0059 1.15 3.02
K 4y E 0.0510 10 0.0051
T 0.1039 19
A 0.3678 9 0.0409 0.95 3.02
il E 0.4301 10 0.0430
Dt T 0.7979 19
A 0.4891 9 0.0543 1.27 3.02
qo fh E 0.4274 10 0.0427
T 0.9165 19
A 0.4115 9 0.0457 0.73 3.02
Ealkl Hli-A BE E 0.6264 10 0.0626
T 1.0380 19

6 SMAR=E
6.1 #E 249
Lo AR AR R 47
firl B s 2 BEER - 160
SRR NG T3 S BfR-- 15
B3 Mg RS - 27
6.2 FEFHISINEER =L
A GEL--246
B #Et--240
C k129
D &} 106
E 58}---213

Y

7 DHBERUERERECICHETE KA
7.1 Sy HT R M OV it R
A, B, D LO'E #EHZOWT, TOOEZER S KT 61C, E AN T L% 11T, £,
FRHTHE R &2 & 7~10 IZR LTz,
IHTEORENTIE, X MEIZESELTOFIRICEVITo 7.
X LI LD HEEIFEERZOHEE R & L CNIQR (Normalised inter quartile range; 12 ¥ PU 4377 &3
) zZRkwoictk, 21XV EHITED -2 a7 2R 7.
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_ (C _a) ............... 21
NIQR = 1.349 i

a: %1505
c: 83 WALk

2-7\:7:M ............ X2
NIQR

¥ BRBREOSNE
b HHE

T, AT OMERMEN 3 L EOSHrHELZ REMEHM L, ZRE2EA LK, FHMED 95

%l HE X ] & SR D 7=
7.2 BEERGE
CHREHZOWT, ZOEEMBEZFR 11 KO 12 1Z/RLT-.



86 fAEHITFER T Vol. 39 (2014)
x5 ARMOSHHEE (1
v M7= A TR HLAAE K ANTT A U SLCFHSHE
§% G No. z-score] il No. z-score il No. z-score] G No. z-score] il No. z-score i No. z-score] RC No. z-score] RIS No. z-score] LS No. z-score
(%) _ (%) _ (%) ‘ %) ‘ (%) _ (%) - (%) e C e OO 1) :
1 1105 1 -053 19.09 2 -154 7.17 1 000 226 2 151 624 1 119 1.113 2 -01s 0863 1 o1l
2 10.87 1 -136 19.63 4 o035 7.05 2 -0 6.17 1 035 1220 2 178
3 1111 025 19.74 3 om 713 2 03 6.11 1 -035 1.140 1 033 0864 1 o016 473 2 070
4 1112 1 -020 1925 2 098 715 1 -016 282 3 000 6.16 1 023 1.100 2 -038 0.850 1 -061 459 1 006
5 1127 1 o4s 19.55 4 o007 722 2 o042 2.82 3 000 621 1 o083 1209 1 18 0.862 1 005 431 3 -0.03
6 1123 1 o029 1948 4 017 719 1 o016 297 2 040 622 1 095 1.158 2 o066 0.843 1 -Lo1
7 1126 1 043 19.55 4 o007 722 2 o4 622 1 095
8 11.17 1 o002 1929 4 -084 725 1 o067 359 2 207 6.02 1 -143 1.180 2 105 0.870 1 o050 426 3 -020
9 1152 1 163 1939 3 -049 6.15 1 oal 1.107 2 -026 0854 1 -039
10 1128 1 053 19.23 2 -10s 730 1 109 324 2 113 6.18 1 047 1215 2 1.6 0.856 1 -028
13 1128 1 o053 1932 4 073 776 1 497 304 2 039 6.19 1 059 1.120 2 -0.02 0.850 1 -o061
14 1086 1 -140 1990 3 129 7.08 2 -075 6.06 1 -095 1.144 2 o040 0863 1 o1l 471 3 134
15 11.15 1 -0.06 1945 3 028 7.01 1 -134 259 2 062 6.10 1 -047 1250 2 232 0.850 1 -061
16 11.18 1 006 1943 4 035 7.11 2 -050 248 3 091 620 1 o7 1.122 1 o000 0841 1 -r12
17 11.04 1 -057 19.74 4 o073 726 1 0715 278 3 -010 6.15 1 o1 1.161 2 om 0.835 1 -146
18 1098 1 -08s 1926 4 094 730 1 109 3.07 2 o067 627 1 155 1.130 2 o1s 0.850 1 -061
21 1117 1 o002 19.62 4 031 711 1 -050 6.10 1 -047
22 11.17 1 o002 19.53 4 0.00 722 1 o042 6.10 1 -047
23 1120 1 o016 1947 4 -021 724 1 059 598 1 -191
24
30 11.00 1 -076 1932 1 -073 720 1 o025 264 2 048 6.06 1 -095 1.123 2 o002 0894 1 185 471 3 134
32 1103 1 -062 1975 1 o7 7.18 1 008 628 1 167
33 11.15 1 -006 19.55 4 o007 7.11 2 -050 601 1 -1s5 435 1 -102
34 10.85 1 -145 19.60 3 024 723 2 050 281 2 -002 630 1 191 1.087 2 -0.62 0901 1 224 465 1 034
35 1134 1 o080 19.51 2 007 720 1 o025 625 1 131 0962 2 288 0836 1 -140 422 1 -16
36 1136 1 o089 19.51 4 007 731 1 118 597 1 203
37 1070 1 214 1929 4 084 741 2 202 345 3 169 6.19 1 059 1.118 2 -0.06 0.877 1 089 432 3 000
38 1128 1 o053 19.67 2 049 747 2 252 2.82 2 000 6.08 1 -071 1.033 2 -Leo 0.847 1 -078
40 11.18 1 006 1930 4 080 7.06 2 -092 444 3 437 6.05 1 -107 0978 3 259 0.855 1 -033 430 1 125
41 1922 2 108
42 10.74 1 -196 1974 4 o073 712 2 -042 311 3 om 625 1 131 1.152 2 oss 0.870 1 o050 399 3 L4
47 11.06 1 -048 6.64 1 59 1.196 2 134 1.002 2 79
50 11.18 1 006 1942 1 -038 719 2 oie 3.07 3 067 6.02 1 -143 1.136 2 026 0854 1 -039 419 3 -o#4
51 11.08 1 -039 1923 4 105 7.07 2 -084 358 3 205 623 1 107 1.130 2 o1s 0876 1 o084 420 3 -041
52 975 1 652 20.03 2 175 7.18 1 008 630 1 191
53 11.16 1 -002 19.62 3 031 7.09 1 -067 621 1 o083
55 1125 1 039 1970 3 059 720 2 025 296 3 037 6.13 1 -oa1 1.091 2 -055 0889 1 157
56 19.80 3 094 721 2 033 265 3 045
57 1101 1 -om 1992 3 136 721 1 033 6.10 1 -047 1.044 2 -140 0.876 1 o084 44.1 3 o031
58 11.04 1 -057 19.66 4 045 6.86 2 2061 290 2 o021 6.15 1 o1l 1.395 1 495 0993 1 741 438 3 020
59 11.10 1 -029 1947 4 021 725 2 o067 595 1 227
60 10.81 1 -163 19.03 1 -175 6.13 1 -011
61 1123 1 029 2091 1 48 8.84 1 1408 360 1 210 592 1 -263 0.878 3 440 0.760 2 567
66 1130 2 o6 19.59 3 o2l 599 2 1719
68 1888 1 =227
78 11.06 1 -048 19.18 4 122 7.01 2 -134 320 3 102 592 1 -263 1182 2 109 0.637 1 -12.59
79 965 1 -698 19.14 4 -136 698 2 -1.60 295 3 035 6.19 1 059
81 1098 1 -085 17.53 4 -1.00 3.84 1 2807 316 3 o091 6.17 1 035 1.094 2 -049 0819 1 -236
82 11.19 1 on 19.08 1 -1.57 7.10 1 -059 211 2 -9 612 1 -023 1.055 2 -120 0865 1 022
83 9.56 1 140 19.70 2 059 702 1 042 3.14 3 0386 6.15 1 ol1 1115 2 011 0844 1 095
84 1123 1 o029 19.15 4 133 7.15 1 -016 7.60 3 1289 622 1 095 1.176 2 098 0963 1 513
85 11.18 1 006 1927 1 -091 710 1 -059 266 2 043 622 1 095 1.061 2 -L09 0.861 1 000 438 4 o020
86 1129 1 o057 1935 3 063 711 1 -050 315 1 o089 6.04 1 -L19 1.095 2 -047 0855 1 -033
87 1126 1 043 19.66 3 045 7.05 1 -101 267 3 -040 6.10 1 -047 1.081 2 -073 0869 1 044 46.6 1 038
88 11.07 1 -043 19.53 3 000 292 3 026 6.07 1 -08 1.081 2 -073 0.846 1 -084 470 1 o057
89 11.16 1 -002 19.73 3 070 600 1 -167 1.082 2 -om 0.848 1 -073 465 3 114
90 19.80 3 094 721 2 03 2,65 3 -045
92 1122 1 o025 20.15 3 217 693 2 202 316 3 o091 6.19 1 059 1.255 2 241 0.866 1 028
92 1929 4 084
93 19.46 3 -024
93 1945 4 028
94 1970 1 059 7.08 1 -075 2,66 2 -043 599 1 -179 1.120 2 -0.02 0.781 1 =449
95 11.15 1 -006 19.88 2 122 6.06 1 -095 1.288 2 301 0.868 1 039
96 11.11 1 -02s 19.66 3 045 7.13 1 -033 627 1 155 1.155 2 060 0.867 1 033 46.5 2 034
98 1099 1 -080 1943 3 035 713 1 033 245 2 09 629 1 1719 1.073 1 -087 0869 1 044 457 1 -002
99 1127 1 o048 1928 3 087 722 2 o4 272 2 026 6.15 1 o1 1.170 2 o087 0871 1 056
99 1924 4 -101 340 3 156
100 1127 1 o048 1974 3 o073 730 1 109 270 2 -032 609 1 -059 1.113 2 -01s 0.870 1 o050 430 1 -12s 456 3 083
100 19.60 4 o024
101 1079 1 _-172 528 1 322
102 1140 2 108 19.62 3 031 597 2 203
103 420 3 -041
105 1100 1 -076 19.55 1 007 728 1 o092 271 1 -029 6.13 1 -oa1 1.107 2 -026 0873 1 o067
105 19.69 3 056 234 2 129
105 1945 4 -028
106 1133 1 076 19.14 3 -136 7.05 2 -101 631 1 203 1.055 2 -120 0.854 1 -039 427 2 139
107 1097 1 -089 19.17 1 -126 6.89 1 -236 257 2 -067 6.19 1 059 1.116 2 -0.09 0874 1 o7
108 11.19 1 on 19.71 3 063 729 1 101 286 2 o010 6.15 1 o1 1.113 2 015 0834 1 -151
109 11.87 1 325 19.64 4 038 713 2 033 237 2 -121 620 1 o7 1.042 2 143 0846 1 -084 47.0 1 o057
111 11.10 1 -029 19.15 3 -133 7.11 2 -050 311 3 078 620 1 071 0985 2 247 0.561 1 -1686 45.6 1 -0.06
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x6 B, DRUEAHOOHRIE (1)
FRLCE T - - ” . i D _ _ I ]
E Koy HIZABE HLK Sy BRIV LA B R d E g J T UREET VTV =L
T i N oIHTE oA apE oA SrHrE SHTE SyHriE SHTE
0. z-score; 0. z-score! - z-score! . 0. z-score . 0. z-score! No. z-score No. z-score; No. z-score; No. z-score
(0] (%) (%) @t @t (e/kg) (g/kg) (e/ke) (%)
1 938 1 005 67.05 2 -1.27 15.66 1 067 1.50 2 o041 24.60 1 -0.06 2030 1 -00s 4337 2 -162
2 9.04 1 -167 68.33 4 027 1585 1 227 4455 4 105
3 935 1 010 68.94 3 101 1557 1 -0.08 4428 3 044
4 9.05 1 -162 67.64 4 055 1587 1 244 4590 4 4u
5 930 1 -035 67.88 4 -0.26 15.68 1 o084 58 1 -134 4403 4 012
6 937 1 000 67.65 4 -0.54 15.68 1 o084 4394 4 o032
7 9.53 1 o081 67.67 4 052 15.68 1 o084 44.09 4 oo1
8 926 1 -055 67.64 4 055 15.50 1 -0.67 2456 1 0.3 2293 1 251 4422 4 030
9 981 1 223 68.77 3 o081 15.63 1 o042 2492 1 o048 2145 1 106 4455 3 105
10 9.42 1 025 67.28 2 -0.99 15.58 1 0.0 43.60 2 -1.09
13 936 1 -00s 67.43 4 -081 1576 1 151 2439 1 -042 20.10 1 -025 4397 3 026
14 9.06 1 -157 69.12 3 123 1572 1 118 24.60 1 -0.06 2580 1 531 4450 3 094
15 9.15 1 -11 68.62 3 062 1571 1 109 4438 3 066
16 929 1 -040 67.67 4 052 1553 1 -042 4377 4 o7
17 955 1 o091 69.12 4 123 1573 1 126 4438 4 066
18 942 1 025 67.43 4 -081 1585 1 227 23.80 1 -1.44 2130 1 o091 43.67 4 -094
21 925 1 -0e6l 67.71 4 -047 1555 1 -025 4430 4 o048
22 934 1 -015 68.05 4 -0.06 1554 1 -033 4418 4 o021
23 940 1 o015 68.03 4 -0.08 1554 1 -033 4440 4 o7
24 9.87 1 254 68.02 1 -0.09 1625 1 564 4425 1 037
30 9.19 1 -091 67.50 1 -0.72 1547 1 -092 1.54 2 o083 2422 1 -100 2477 1 o022 19.15 1 -118 57 1 20 4473 1 146
32 921 1 -081 66.72 1 -1.66 1562 1 033 4385 1 053
33 943 1 030 67.75 4 042 1550 1 -067 4385 4 053
34 9.05 1 -162 68.60 3 0.0 1564 1 050 4393 3 035
35 953 1 0.81 68.05 2 -0.06 1553 1 -042 4423 2 o3
36 939 1 o010 68.38 4 033 1542 1 -134
37 9.07 1 -152 67.62 4 08 15.67 1 075 58 1 -134 43.68 4 091
38 9.36 1 -00s 67.17 2 -L12 15.61 1 o025 43.61 2 107
40 932 1 -025 67.83 4 032 1559 1 o008 4432 4 033
41 68.06 2 -0.04 4397 2 026
42 9.04 1 -167 69.32 4 147 1575 1 143 4482 4 166
47 9.09 1 -142 1622 1 539 159 1 134 22.02 1 450 2405 1 360
50 934 1 015 67.77 1 039 1579 1 177 140 2 -062 24.14 1 -08s 1937 1 -09 4348 1 -137
51 924 1 -066 6742 4 082 1570 1 1ot 6.0 1 000 43.63 4 -1.03
52 827 1 =559 67.14 2 -116 1573 1 126 4381 2 -062
53 974 1 188 68.53 3 052 1540 1 -1s1 4457 3 109
55 941 1 020 6939 3 156 1548 1 -084 4462 3 121
56 6891 3 097 4449 3 o091
57 936 1 -00s 70.05 3 235 1563 1 o4 24.61 1 -00s 4529 3 273
58 9.28 1 -04s 68.60 4 0.60 1546 1 -1.01 6.0 1 000 44.13 4 010
59 952 1 076 67.37 4 088 1540 1 -151 43.68 4 -091
60 9.16 1 -106 66.76 1 -1.62 1539 1 -Le0 4292 1 2064
61 942 1 025 6745 1 078 1509 1 413 0.02 3 -1494 15.60 21553 6.25 2 -1379 4426 1 039
66 9.54 2 086 68.55 3 o054 1596 2 320 4428 3 o044
68 67.01 1 -131 4323 1 -193
78 9.44 1 035 67.75 4 042 1540 1 -1s1 144 2 -020 2570 1 182 21.06 1 068 4372 4 082
79 871 1 333 67.55 4 -0.66 1563 1 o042 4352 4 128
81 930 1 -03s 66.92 4 -142 1540 1 -1s1 139 1 -072 2739 1 472 2477 1 431
82 943 1 030 67.06 1 -125 15.68 1 o084 1.60 1 145 4835 1 4074 4979 1 2876 4327 1 -184
83 7.80 1 19 68.30 2 024 15.58 1 0.0 24.59 1 -0.08 2523 1 476 4415 2 014
84 937 1 000 64.78 4 401 1554 1 -033 43.04 4 236
85 9.46 1 045 66.99 1 -134 1555 1 -02s 1.50 2 o041 2588 1 -0.06 24.60 1 -0.06 1995 1 -040 6.0 1 000 4422 1 030
86 945 1 040 68.54 3 053 15.57 1 -0.08 1.50 2 o041 2449 1 025 20.58 1 o021 4411 3 o00s
87 956 1 09 68.67 3 068 1559 1 o008 144 2 020 2557 1 159 20.81 1 043 4441 3 om
88 9.18 1 -09 68.43 3 039 15.66 1 067 149 2 o031 25.16 1 089 2036 1 000 4411 3 o0s
89 945 1 040 68.21 3 o013 1528 1 25 2450 1 024 22.00 1 160 63 1 202 4383 3 057
90 6891 3 097 4449 3 o9
92 944 1 035 66.57 3 -185 1564 1 050 141 3 -0s1 2416 1 -082 1894 1 138 4346 3 141
92 67.77 4 039 43.64 4 -100
93 68.70 3 072 3930 3 -1084
93 67.46 4 -0.77 3896 4 -11.61
94
95 940 1 o015 68.82 2 087 1539 1 -160 142 2 -o4 2455 1 -01s 20.87 1 049 4471 2 14
96 952 1 076 68.35 3 030 1553 1 -042 4437 3 o064
98 947 1 050 68.14 3 004 1554 1 -033 44.09 3 o001
99 941 1 o020 68.72 3 075 1571 1 109 24.63 1 -001 2040 1 o003 4396 3 -028
99 67.23 4 -1.05 4325 4 189
100 945 1 o040 69.85 3 211 1570 1 1ot 145 2 -010 2564 1 -019 2623 1 273 2129 1 0% 63 1 20 4463 3 123
100 68.54 4 053 4410 4 003
101 9.10 1 -137 403.7 1 816 25.11 1 080 20.00 1 -035 6.1 1 067
102 959 2 1n 68.54 3 o0s3 1592 2 286 4428 3 044
103 261.1 1 0.06 24.64 1 000 1990 1 -044 6.1 1 0.67
105 930 1 -03s 68.29 1 022 1556 1 -016 1.50 1 o041 2472 1 o1 4395 1 030
105 68.20 3 o012 44.00 3 019
105 68.25 4 o018 44.07 4 003
106 9.56 1 09 66.67 3 -1.73 15.58 1 0.00 139 2 -om 23.74 1 -154 1920 1 113 4262 3 33
107 922 1 -076 67.78 1 -0.38 15.56 1 016 1.60 2 145 25.10 1 o079 2338 1 295 4454 1 103
108 935 1 010 68.76 3 079 15.63 1 o042 4441 3 om
109 992 1 279 68.30 4 o024 15.68 1 o084 142 2 -041 2453 1 018 20.16 1 -019 44.09 4 oot
111 9.60 1 117 68.48 3 045 15.53 1 042 45.02 3 211
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FBE! AW No.z-scorel  VHTIE Noz-score] MM Noz-scorel AYHTAE  No.z-scorel  ZVHTME No.z-score] MM No. z-score] AYHTAE  No. z-scorel MMM No.z-score] AT No. z-score
(%) (%) (%) (%) (%) (%) (%) (g (i) /1) (g (NI /1)
112 11.10 1 -029 1985 1 112 722 1 04 285 2 008 612 1 -023 1.144 2 o040 0859 1 -011
113 1135 1 os8s 19.41 4 042 742 1 210 3.00 3 o048 612 1 -023 1101 1 037 0863 1 o011 415 1 194
115 1128 1 o053 19.76 3 080 7.17 1 000 293 1 02 621 1 o083 1.103 2 -033 0.869 1 044
115 19.52 4 -003
116 1141 1 112 19.43 4 035 731 1 118 3.08 3 070 6.00 1 -167 1.085 2 -0.66 0855 1 -033 480 1 102 432 3 000
117 11.20 1 o16 19.89 3 126 732 2 126 281 4 -002 602 1 -143 1.159 2 o067 0871 1 o036
117 1992 4 136
118 19.80 3 094
120 1148 1 145 19.40 4 045 728 1 092 305 2 o6 6.05 1 -107 1.089 2 -0s8 0.857 1 -022 465 1 034
121 11.17 1 002 19.57 3 o014 7.17 1 000 2.82 3 000 597 1 20 1.082 2 071 0.837 1 -134 43.0 3 -0.06
122 1125 1 039 19.40 3 -04s 712 2 042 285 3 008 615 1 on 1.056 2 -118 0890 1 163
123 11.16 1 -0.02 1977 3 o84 706 2 -09 269 2 -035 613 1 -0 1123 2 o002 0858 1 -016 432 3 o000
124 11.15 1 -0.06 19.17 2 -126 721 1 033 308 2 o7 590 1 287
124 19.19 3 -119
125 10.10 1 491 505 1 217
127 1048 1 315 19.27 4 -091 7.08 2 075 247 3 094 6.05 1 -1.07 1.064 1 -104 0.860 1 -00s
128 1132 1 om 19.37 1 -056 708 1 -075 236 2 -124 611 1 -03s 1.121 2 000 0874 1 o7
128 20.18 3 227
129 10.87 1 -136 19.78 3 087 7.17 1 000 251 2 -08 612 1 -023 1183 1 i 0814 1 -264 430 1 -12s
130 10.84 1 -149 19.57 3 014 720 1 02 2.83 3 002 6.09 1 059 1.105 2 -029 0.853 1 -044 443 3 038
130 19.38 4 -052
131 1137 1 094 1931 2 077 7.09 2 067 284 2 005 626 1 143 1.118 2 -006 0840 1 -118 482 3 1m
132 11.21 1 o020 19.66 4 o04s 713 1 033 6.11 1 -035 1.160 2 069 0859 1 -011
133 11.30 1 o062 19.84 3 108 707 1 -084 279 2 -008 619 1 059
134 11.40 1 108 18.74 2 276 593 1 251
135 11.21 1 o020 19.60 4 o024 713 1 -033 278 3 -010 611 1 -03s 1115 2 -0t 0.855 1 -033
136 10.88 1 -131 1932 1 073 700 1 -143 2,67 2 -040 605 1 -107 1.110 2 -020 0899 1 213
137 1098 1 -08s 19.67 3 049 7.09 2 -067 379 3 261 626 1 143 1248 2 229 0843 1 -L01
138 1125 1 039 19.19 2 -119 745 1 236 324 3 113 625 1 131 1.036 2 -154 0.877 1 089 430 1 -125
139 10.88 1 -1.31 634 1 239
140 11.09 1 -034 19.58 4 o0a7 7.04 2 -1.09 6.17 1 035 1.137 1 o2s 0839 1 -123
141 19.37 1 -0s6 716 1 -0.08 1.152 2 o055 0861 1 000
143 944 1 195 19.57 1 o014 7.06 1 092 164 1 318 6.07 1 -083 1.156 2 o062 0.864 1 ol6
144 1123 1 o029 1943 4 035 720 2 02 3.06 3 o064 622 1 09 1.058 3 -114 0876 1 0384 406 3 -089
145 11.11 1 -02s 19.68 3 052 715 1 <016 254 2 075 626 1 143
154 11.17 1 o002 17.07 1 861 707 1 -084 286 2 olo 628 1 167
166 1123 1 029 1941 4 -042 7.00 1 -143 335 1 142 596 1 -21s 1.122 3 000 0.891 1 168
168 1124 1 o034 19.98 3 157 715 1 -o016 296 3 037 621 1 o83 1.143 2 o038 0.834 1 -151
170 1122 1 o025 1977 3 o84 711 1 -050 258 3 -064 623 1 107 1.016 2 -191 0.835 1 -146
171 11.13 1 -0.16 19.45 4 028 728 2 09 260 3 -059 6.19 1 059 1250 1 232 0.870 1 050 434 3 006
172 1122 1 o025 20.17 3 224 709 2 -067 597 1 20 0865 2 022
173 11.64 1 219 19.26 4 -094 724 1 059 3.04 2 059 616 1 02 1.074 2 -086 0.860 1 -005
174 1127 1 o048 19.79 1 o091 727 1 o084 272 1 -026 6.14 1 000
175 1123 1 029 19.53 4 o0.00 7.16 2 -008 624 1 119 1157 2 o064 0872 1 o061 46.1 2 o016
176 11.57 1 186 700 1 -143 601 1 -1s5
177 1095 1 -09 19.20 4 -115 717 2 000 321 2 105 616 1 02 1.114 2 -013 0.859 1 -on
178 1133 1 076 19.68 3 052 6.10 1 -047
179 11.50 1 154 19.41 4 -042 7.15 2 016 285 2 008 605 1 -107 1.160 3 0.69 0870 1 050 472 1 066
180 10.75 1 -191 1931 1 -07 241 2 -L10 6.10 1 -047
181 11.35 1 085 18.86 2 234 7.1 1 050 2.83 1 002 589 1 29 1.243 1 220 0.386 1 2669
182 1124 1 o034 2113 1 560 7.67 1 421 6.08 1 -7 0.823 1 -213
183 11.31 1 066 19.59 3 o021 724 2 059 368 3 232 6.14 1 000 1127 2 009 0852 1 -050
184 1143 1 122 1949 3 -014 733 1 134 256 2 -070 6.13 1 -on
185 11.34 1 o080 19.96 4 150 730 1 109 281 1 -002 6.14 1 000 1135 2 o024 0.863 1 o1l
186 11.17 1 002 19.16 4 -129 727 1 o084 221 2 -le4 612 1 -023 1179 2 104 0942 1 455
187 1143 1 122 1941 4 042 719 1 o016 235 2 -126 6.02 1 -143 1132 2 o019 0861 1 000 399 3 114
188 1128 1 o053 6.13 2 -o11 2.094 1 1760 0.789 1 -4.04
189 1129 1 o057 19.50 2 -o10 7.16 1 -008 374 2 248 6.17 1 035 1134 2 o022 0864 1 o016
190 1135 1 os8s 1947 3 -021 724 1 059 284 2 005 619 1 059 1.075 1 -084 0855 1 -033 415 3 088
191 11.23 1 029 20.21 3 238 7.02 1 -126 310 2 075 6.16 1 02 1.081 2 -073 0.794 1 376 452 3 069
192 10.87 1 -136 19.63 2 035 713 1 033 318 2 097 596 1 -21s5 1.251 2 234 0922 1 342
193 1147 1 140 19.73 3 070 712 1 042 603 1 -131 1.152 3 o055 0749 2 629
194 10.85 1 -145 615 1 on
195 1154 1 172 19.60 4 o024 712 1 042 221 2 -le4 616 1 02 0.990 1 -238 0870 1 050 409 3 07
196 11.18 1 006 19.19 4 -119 720 1 032 289 2 018 744 1 1558 1310 1 341 0806 1 -3.09
197 11.38 1 09 19.70 4 059 726 1 075 6.11 1 -035
198 940 1 =814 19.76 4 080 7.06 1 092 322 1 107 6.09 1 -059 2.031 1 6576
199 1121 1 o020 1926 1 -094 726 1 o075 251 2 08 620 1 om 1.054 2 -122 0.870 1 o050 468 1 048 46.1 4 1.0
215 1040 1 352 1858 2 332 700 1 -143 327 2 121 607 1 -08 1.134 2 o022 0885 1 134
216 1045 1 329 19.78 4 o087 7.08 1 -075 273 2 024 6.17 1 035 1.206 2 153 0.854 1 -039 41.0 3 -076
217 11.10 1 -029 19.05 2 -Les 721 1 033 292 3 02 612 1 -023 1.086 2 -0.64 0862 1 005
218 11.01 1 -om 19.65 2 o042 707 1 -084 282 2 000 611 1 -03s 1.149 2 o049 0874 1 o7
219 1136 1 089 1949 2 -014 722 1 04 250 2 -086 6.08 1 -7 1296 1 315 0843 1 -101
220 11.20 1 o16 19.60 1 o024 715 1 -0l6 260 2 -059 6.17 1 035 1170 1 o087 0860 1 -00s
221 11.08 1 -039 19.83 3 105 758 1 345 243 2 -105 609 1 -059 1190 2 124 0874 1 073 462 2 020
222 1096 1 -094 19.37 2 -056 717 1 000 253 2 -0m 624 1 119 0.854 2 484 0864 1 o016
223 1123 1 o029 19.51 4 -007 729 1 101 312 1 o080 6.09 1 -059 1.095 1 -047 0.889 1 157
224 11.21 1 o020 19.52 3 -0.03 7.14 1 025 246 2 -097 616 1 023 1.089 1 -o0s8 0866 1 028 495 1 1712
225 1141 1 112 19.77 4 o84 709 1 -067 630 1 191
226 9.72 1 666 1533 3 -1471 7.06 2 092 5.1 3 617 637 1 2715
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112 928 1 -045 6829 1 o022 1562 1 033 149 2 o031 2447 1 029 2148 1 109 64 1 269 4370 1 -087
113 9.69 1 162 68.11 4 o001 1565 1 059 44.06 4 -00s
115 944 1 035 68.66 3 067 1559 1 o008 1.57 2 114 2714 1 o065 2494 1 os1 2138 1 09 4414 3 o012
115 67.82 4 -033 4376 4 013
116 9.61 1 122 67.89 4 -025 1546 1 -101 146 2 000 2469 1 o008 2025 1 -0.10 6.0 0.00 43.83 4 057
117 935 1 010 6841 3 037 15.60 1 o016 2894 1 167 2486 1 037 2028 1 -0.07 6.0 0.00 4448 3 089
117 68.84 4 089 4429 4 046
118 68.64 3 065 4431 3 os1
120 9.65 1 142 67.71 4 -047 1559 1 o008 1.50 2 o041 24.65 1 oot 2127 1 o088 44.11 4 o005
121 9.53 1 031 68.30 3 o024 1554 1 -033 141 2 -051 2570 1 -0.16 24.06 1 -0.99 20361 000 6.1 1 o067 43.83 3 -057
122 940 1 o015 68.55 3 o054 1574 1 134 4438 3 066
123 9.50 1 066 6832 3 o026 1547 1 -092 136 2 -103 2653 1 030 23.66 1 -1.68 2013 1 -022 6.0 1 000 4425 3 037
124 924 1 -0.66 67.59 2 -061 1547 1 -092 4340 2 -155
124 69.53 3 173 4454 3 103
125 9.15 1 -Lu 2499 1 o060 19.59 1 075 69 1 607
127 898 1 -198 67.92 4 -021 1538 1 -168 44.11 4 o005
128 946 1 045 6830 1 024 15.63 1 o042 145 2 010 2390 1 -127 1971 1 -063 4415 1 o4
128 69.58 3 179 4533 3 28
129 913 1 -122 68.93 3 100 1558 1 000 4465 3 128
130 9.34 1 015 68.72 3 075 1568 1 o084 2710 1 063 25.80 1 199 20.70 1 033 6.0 1 000 4446 3 085
130 67.60 4 -0.60 4352 4 128
131 927 1 -050 67.62 2 -0s8 1565 1 059 62 1 134 4384 2 -055
132 949 1 o061 67.84 4 -031 1558 1 000 1.57 1 114 2689 1 o051 24.68 1 o006 2023 1 -012 4394 4 -032
133 953 1 o081 68.89 3 095 1567 1 o075 4443 3 078
134 9.46 1 045 6545 2 5320 1555 1 025 4305 2 234
135 943 1 030 68.16 4 007 1558 1 000 154 1 o83 2562 1 -021 24.60 1 -0.06 20.10 1 -02s 44.04 4 010
136 9.12 1 -127 68.04 1 -0.07 1541 1 143 148 2 020 2349 1 -197 2011 1 024 4390 1 -041
137 929 1 -040 68.80 3 0384 1576 1 151 4430 3 o048
138 948 1 o055 67.68 2 -0.50 1561 1 o025 43.65 2 098
139 9.12 1 -127 1573 1 126
140 924 1 -0.66 68.37 4 032 1565 1 059 2004 1 337
141 66.55 1 -187 4386 1 -051
143 832 1 534 66.76 1 -lLe2 1555 1 -025 2483 2 o032 20.17 2 018 4398 1 -023
144 948 1 o055 67.86 4 -0.29 1564 1 050 141 2 -0s1 2375 1 -127 2480 1 o027 19.80 1 -054 59 1 -067 4412 4 o007
145 932 1 -025 68.92 3 099 1567 1 o075 4450 3 094
154 927 1 -050 65.63 1 298 1573 1 126 4346 1 -141
166 4401 4 -0a7
168 942 1 o025 69.69 3 192 15.63 1 o042 2255 1 -195 2457 1 -012 2015 1 -020 45.16 3 243
170 949 1 o061 68.81 4 o035 1562 1 033 4454 4 103
171 9.11 1 -1.32 68.00 4 -0.12 15.59 1 008 2761 1 09 59 1 -067 44.00 4 -0.19
172
173 9.87 1 254 6725 4 -1.02 1553 1 -042
174 9.57 1 101 67.56 1 -0.65 1551 1 -059 4358 1 -114
175 943 1 o030 68.04 4 -0.07 1561 1 o025 44.07 4 -003
176 9.50 1 066 1563 1 o4
177 932 1 -025 67.52 4 -0.70 1558 1 0.00 4026 4 867
178 4397 3 -026
179 950 1 066 66.89 4 -146 1540 1 -151 44.10 4 003
180 895 1 213 6648 1 -1.95 895 1 =558 43.64 1 -1.00
181
182 937 1 000 7038 1 275 1544 1 -118 4456 1 107
183 940 1 o015 68.48 3 045 1572 1 118 145 2 -010 2512 1 o082 1982 1 -0s2 4421 3 o028
184 963 1 132 6830 3 024 1561 1 025 43.90 3 041
185 946 1 045 68.70 4 072 1573 1 126 40.84 4 135
186 930 1 -035 67.31 4 -095 1557 1 -008 1693 1 -1324 1820 1 21 44,12 4 007
187 949 1 o6l 67.59 4 -061 1546 1 -101 153 2 om 2737 1 o078 2457 1 012 2063 1 026 6.0 1 000 4374 4 078
188 1017 1 407 1537 2 17
189 9.58 1 106 67.19 2 -110 1547 1 -092 4341 2 183
190 949 1 o061 68.49 3 o047 1561 1 o025 44.02 3 0.4
191 941 1 020 6897 3 105 1544 1 -118 243.1 1 095 24.56 1 -0.13 1945 1 088 4480 3 162
192 9.02 1 -1.78 69.16 2 128 1539 1 -160 4458 2 112
193 930 1 -035 6928 3 142 1567 1 075
194 9.14 1 -117 1561 1 o025
195 9.66 1 147 68.00 4 -0.12 1551 1 -059 6.0 1 000 4393 4 -035
196 946 1 045 66.78 4 -159 17.04 1 1230 4346 4 141
197 9.55 1 o091 68.97 4 105 1561 1 o025
198 791 1 243 68.64 4 o065 1559 1 o008
199 933 1 -020 68.54 1 053 1558 1 000 144 2 -020 2646 1 026 2508 1 075 2022 1 -013 6.1 1 o067 43806 1 -051
215 879 1 295 66.09 2 243 1536 1 -18s 4322 2 19
216 8.09 1 -651 69.12 4 123 1556 1 _-0.16 4469 4 137
217 922 1 -076 66.82 2 -1.54 1569 1 092 134 2 124 2111 1 27 2549 1 146 2144 1 105 4413 2 o010
218 913 1 -122 6791 2 022 1543 1 -126 1.57 1 114 2440 1 -041 2128 1 o089 44.04 2 010
219 4337 2 -162
220 943 1 o030 6820 1 o012 1556 1 -016 4410 1 o003
221 9.56 1 09 6931 3 146 1542 1 -134 4487 3 7
222 935 1 -o10 67.50 2 -0.72 1567 1 o075 4320 2 200
223 953 1 o081 68.05 4 -0.06 1558 1 000 44.08 4 -o001
224 935 1 -010 6830 3 024 1548 1 -084 4378 3 069
225 951 1 o7 6742 4 082 1553 1 -042 43.77 4 -0
226 839 1 498 5542 3 -1534 1549 1 075 3560 3 -1923
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227 11.14 1 -oa1 1986 3 Lis 735 2 151 621 1 o083 1115 2 -on 0861 1 000 487 3 19
228 11.16 1 -0.02 1838 3 40 752 2 295
229 10.86 1 -l40 19.68 2 o052 724 1 o0 625 1 131
230 1129 1 o057 19.34 4 -066 7.04 1 -1.09 612 1 -0
231 10.61 1 -255 19.80 2 094 700 1 -143
232 10.87 1 -136 19.59 3 o021 694 2 -19 6.14 1 0.00
233 10.68 1 -223 19.11 4 147 754 1 311 342 3 16l 595 1 227 1.013 2 -196 0869 1 044
234 1138 1 099 19.63 3 035 718 1 o008 253 2 -0m8 616 1 02 1123 2 o002 0.838 1 -129 471 1 o6l
235 1133 1 076 19.63 2 035 719 1 o016 285 2 008 615 1 on 0.859 1 -on1
236 10.83 1 -154 20.03 3 175 731 1 118 593 1 251 0.959 2 294 0.753 1 -607 424 3 027
237 11.12 1 -020 19.73 4 o070 7.14 2 025 238 2 -L18 6.16 1 023 1.170 2 o087 1.002 1 192 455 1 -on
238 11.15 1 -0.06 19.84 3 108 722 2 04 297 1 o040 615 1 o1 1.125 2 006 0840 1 -118 481 3 169
238 1949 4 -014
239 1124 1 034 223 2 159 622 1 09 399 1 267
240 11.02 1 -0.66 1943 2 -03s 721 1 033 625 1 131
241 1127 1 o048 19.05 2 -L68 692 1 210 262 2 053 6.17 1 035
242 1132 1 om 19.88 3 122 729 1 1o 293 1 02 6.17 1 035 1111 1 -019 0.860 1 -005
243 11.14 1 -oa1 19.81 3 098 721 1 033 3.08 2 070 608 1 -o7m
244 1129 1 o057 1931 4 077 721 1 033 2,67 2 -040 620 1 om 1.000 2 -220 0812 1 -275 493 3 210
245 10.82 1 -159 19.64 2 038 723 1 050 237 2 -l21 6.17 1 035 1.120 1 -002 0.869 1 044 488 1 139
246 415 3 -0s8
247
248 11.06 1 -048 19.67 3 049 696 2 -1.77 6.17 1 035
249 10.65 1 237 19.60 4 o024 676 2 345 289 3 o1 6.10 1 -047 1.191 2 125 0874 1 o7
250 11.04 1 -057 19.36 2 -059 711 1 -050 254 2 -075 6.18 1 047 1.079 2 -076 0854 1 -039 452 4 o0
251 1039 1 357 19.13 2 -140 708 1 -075 255 2 -om 612 1 -023 1.089 2 -0s8 0.865 1 o022
252 1122 1 o025 19.56 4 o10 7.10 2 059 284 1 005 633 1 227 1171 2 o089 0867 1 033 405 3 092
253 10.80 1 -1e8 19.28 4 -087 734 1 143 259 1 -062 625 1 131
254 1120 1 o016 19.34 4 -066 707 2 -084 261 4 -056 621 1 o83 1354 1 420 0863 1 o011 489 3 197
255 11.29 1 057 19.53 4 0.00 729 1 101 243 2 -105 6.12 1 -023 1.114 2 -013 0.827 1 -191
256 11.11 1 -02s 19.68 1 052 720 1 025 279 1 -008 6.10 1 -047 1.026 2 -1.72 0867 1 033
257 1091 1 -117 713 1 033 257 2 -067 591 1 275 1.130 2 o015 0860 1 -00s 477 1 089
258 1129 1 o057 1924 2 -101 745 1 236 230 2 -l4o 6.13 1 o1 1.134 3 o022 0.870 1 050
259 11.12 1 -020 1935 4 -063 711 1 -050 199 2 223 6.14 1 000 1384 1 475 0.852 1 -050 450 2 034
260 11.65 1 223 1938 1 -052 723 1 050 337 2 148 616 1 023 0983 2 250 0.763 1 -550
261 11.02 1 -0.66 19.79 3 091 697 2 -1.68 621 1 o83
276 1122 1 o025 19.01 2 -182 733 1 134 296 2 037 596 1 215
277 11.14 1 -on 19.04 4 -1 728 1 092 295 1 03 6.07 1 -08 1.092 2 -053 0.887 1 146
278 10.18 1 454 1986 3 Lis 7.05 1 -0 6.08 1 -7 1.082 2 -071 0.821 1 -224
282 1093 1 -108 19.35 4 -0.63 779 1 52 2.82 2 000 6.18 1 047 1.111 2 -019 0.867 1 033 40.7 3 -086
283 1122 1 o025 19.43 3 -03s 715 1 -0l6 6.10 1 -047 1.084 1 -067 0840 1 -118 442 2 070
284 1136 1 089 1992 1 136 717 1 000 256 2 -070 627 1 155 1.063 2 -105 0864 1 o016 420 4 -04
285 11.14 1 -om 19.26 3 -094 6.05 1 -107 434 2 107
287 10.89 1 -126 19.75 2 o7 728 1 092 595 1 227
289 1142 1 117 19.48 3 -017 720 2 02 382 3 26 6.11 1 -035 1.164 2 076 0862 1 005 39.6 3 -124
290 1078 1 -177 19.13 4 -140 723 1 050 275 1 -0a8 617 1 035 1.126 2 o008 0874 1 o7
291
292 1094 1 -1.03 601 1 -155 1.190 1 124 0864 1 016
293 1141 1 112 1945 4 -028 6.11 1 -035 411 1 214
294 10.59 1 265 19.68 3 o052 675 1 354 254 2 075 599 1 -1 1.109 2 -022 0.826 1 -1.96 45.6 1 006
295 11.15 1 -0.06 1947 2 -021 7.03 2 -L18 316 2 o9 620 1 om 1.116 2 -009 0.865 1 o022 536 1 38
296 10.88 1 -131 1794 1 =557 7.16 1 -008 6.18 1 047 0711 1 -843
297 10.63 1 -246 1938 2 052 737 2 168 630 1 191 1.043 2 -142 0862 1 005
298 1122 1 o025 1938 4 052 7.3 1 033 303 2 o056 6.15 1 o 1.078 2 078 0.894 1 185
300 1133 1 076 19.74 3 om 726 1 o075 6.10 1 -047 1.166 2 080 0854 1 -039 453 3 om
301 1137 1 094 19.68 3 052 718 2 008 292 1 026 6.10 1 -047 1.161 2 o7t 0.859 1 -on 449 2 -038 411 3 om
303 1126 1 o043 19.85 3 112 7.11 2 -050 265 2 045 640 1 311 1.180 2 105 0.860 1 -00s 463 1 025
305 1122 1 o025 19.68 3 o052 712 2 042 603 1 -131 1.153 2 o057 0866 1 028 448 2 043
306 1083 1 -154 19.84 2 108 722 2 04 252 3 -080 621 1 o83 1187 1 118 0.890 1 163 458 1 o002
307 11.28 1 053 19.81 3 098 746 1 244 6.13 1 011 1.104 2 -031 0.852 1 -050 452 1 025
308 1132 1 om 1939 4 -049 7.08 2 -075 298 2 o043 6.18 1 047 1.065 2 -102 0.887 1 146
309 1.16 1 -0.02 19.30 4 -080 7.09 2 067 432 2 4m 6.15 1 on 1247 1 227 0759 1 =13
312 11.13 1 -016 1985 2 L2 747 1 232 301 2 ost 6.12 1 -023 1.148 1 o047 0.869 1 044
313 11.44 1 126 19.71 3 o063 7.02 2 -126 344 3 167 6.10 1 -047 1.081 2 -073 0.868 1 039
314 19.80 3 094 703 2 -8 265 3 045
315 1124 1 o034 19.60 4 o024 733 1 134 264 3 -048 6.07 1 -08 1113 2 -01s 0854 1 -039
316 11.13 1 -016 19.46 4 -024 719 1 o6 6.09 1 -059
317 1136 1 089 1947 4 021 731 1 18 282 3 000 6.06 1 -095 1202 1 145 0.879 1 101 462 3 103
318 10.04 1 -sa8 2099 3 s 709 1 -067 1.68 3 307 679 1 119 1.172 2 o091 0884 1 129
319 1043 1 338 19.57 2 014 7.18 2 008 6.15 1 o1l
320 11.16 1 -0.02 19.57 2 ou4 738 1 1717 6.09 1 -059
321 11.21 1 o020 19.67 2 049 719 1 o016 247 2 -094 6.07 1 -08 1.091 2 -055 0.860 1 -005
326 1124 1 o034 19.46 4 -024 733 1 134 268 2 -037 615 1 o1 1.087 2 -062
327 11.01 1 -om 2005 3 182 698 1 -1.60 257 2 -067 605 1 -107 1.173 2 093 0816 1 -252 450 1 -034
328 416 3 -055
329 1062 1 251 1931 4 077 734 1 14 265 2 -045 6.18 1 047 1.105 2 -029 0.858 1 -016 483 1 116
330 11.15 1 -0.06 1948 2 -017 712 1 042 612 1 -023 1.144 2 040 0.878 1 095
331 11.10 1 -029 19.79 3 091 690 2 227 221 2 -le4 605 1 -107 1.022 2 -180 0825 1 -202
333 10.76 1 -186 2057 2 364 722 1 o4 299 2 o045 622 1 095 1.194 2 131 0920 1 331
334 1126 1 043 19.70 3 059 7.5 2 016 3.04 2 059 621 1 08 1.105 2 029 0.878 1 095
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g £ TELETR WIS FRIHE ENE 5D & i FETRES T CLHE
T No. z-score SR No. - score SIHTAE No. 7 -scorel SR No. 2-score! SIHTAE No. 7-score SR No. 5-score SIHTAE No. 7-score! SyHEiE No. 2-score! Sy B E No
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227 929 1 -040 69.29 3 143 15.69 1 092 2542 1 134 2193 1 183 4470 3 139
228 912 1 -127 65.94 3 261
229 9.50 1 066 67.88 2 -0.26 15.51 1 -059 125 2 217 4374 2 078
230 9.63 1 132 67.60 4 -0.60 1570 1 1ot 4392 4 037
231 9.01 1 -1.83 68.35 2 030 4436 2 o062
232 937 1 000 6891 3 097 15.58 1 0.00 4457 3 109
233 884 1 -269 66.35 4 211 1541 1 143 4376 4 073
234 9.53 1 os1 68.47 3 o044 15.64 1 050 24.66 1 003 2075 1 038 59 1 -067 44.08 3 -001
235 948 1 0.55 67.74 2 -043 15.61 1 0.25 2653 1 0.30 43.79 2 066
236 9.27 1 050 69.00 3 108 15.31 1 227 2291 1 297 19.67 1 067 4472 3 143
237 939 1 o010 68.65 4 066 15.60 1 o016 4471 4 14
238 937 1 0.00 68.85 3 090 1543 1 -126 2073 1 298 2384 1 -137 2175 1 135 57 1 202 44,12 3 o007
238 67.95 4 018 4391 4 039
239 931 1 -030 1562 1 0.33 2592 1 -003 2448 1 -027 1994 1 -041 60 1 0.00
240 9.15 1 -1u 67.86 2 029 1556 1 -016 127 2 197 4320 2 200
241 939 1 o010 66.88 2 -1.47 1555 1 -02s 301.0 1 233
242 4431 3 o051
243 930 1 -035 7221 3 497 1548 1 -084 4507 3 223
244 954 1 086 67.63 4 -0.56 1558 1 000 2535 1 122 20.61 1 o024 58 1 -134 43.67 4 -094
245 9.25 1 061 68.52 2 050 1560 1 o016 1.55 1 093 2529 1 -039 2422 1 -072 2023 1 012 6.1 1 o067 44.11 2 005
246 2606 1 003 2498 1 o0s8 2029 1 -0.06 6.1 1 o067
247 927 1 -050 1548 1 -084 2554 1 025
248 930 1 -035 68.55 3 054 1547 1 -092 4397 3 026
249 891 1 234 68.55 4 o0s4 1586 1 236 4415 4 o014
250 925 1 -061 67.92 2 -021 1557 1 -008 148 2 020 2578 1 -on 2492 1 o048 2034 1 001 64 1 269 4429 2 046
251 883 1 274 66.83 2 -1.53 1551 1 -059
252 9.45 1 040 68.51 4 049 1566 1 067 2284 1 178 2501 1 o063 2276 1 234 4415 4 o014
253 934 1 -015 66.97 4 -1.36 16.04 1 387 43.64 4 -1.00
254 945 1 040 67.29 4 -097 1562 1 033 271.1 1 063 54 1 40 43.66 4 096
255 9.47 1 050 68.10 4 0.00 1552 1 -050 4420 4 026
256 935 1 -010 67.89 1 -025 1560 1 o016 143 2 -031 4388 1 -046
257 926 1 -0s55 1534 1 20 1.54 1 o083 2533 1 118 20.68 1 031 69 1 607
258 946 1 045 67.26 2 -101 1546 1 -101 .19 3 280 2563 1 -020 23.74 2 -154 19.70 2 -0.64 4347 2 -139
259 926 1 -055 67.58 4 -0.62 1548 1 -084 55 1 337 4387 4 048
260 976 1 198 6746 1 -0.77 1539 1 -160 4373 1 -080
261 919 1 -091 68.55 3 054 1551 1 -059 4403 3 012
276 938 1 005 66.95 2 -1.39 1542 1 -134 4286 2 277
277 9.15 1 -1u 67.22 4 -1.06 1542 1 -134 4327 4 -134
278 8.61 1 -386 68.94 3 101 1574 1 134 4482 3 166
282 9.45 1 040 66.92 4 -142 15.77 1 160 25.03 1 067 2340 1 297 4326 4 -187
283 9.64 1 137 68.93 3 100 1560 1 o016 4416 3 017
284 947 1 o050 69.12 1 123 1563 1 o042 1.46 2 000 2584 1 -008 2470 1 o.10 2220 1 179 62 1 134 4438 1 066
285 913 1 -1.22 67.99 3 -0.13 1559 1 008 44.05 3 -007
287 9.01 1 -1.83 68.60 2 o0.60 1542 1 -134 4447 2 087
289 959 1 11 68.38 3 033 15.61 1 o025 4411 3 o0s
290 913 1 -122 67.77 4 039 1552 1 -050 4384 4 -0ss
291 277.0 1 097
292 939 1 o010 1544 1 -118 142 1 -041 2427 1 063 2024 1 -0
293 9.63 1 132 68.06 4 -0.04 1554 1 -033 4388 4 -046
294 894 1 218 68.85 3 090 15.56 1 016 2449 1 025 19.78 1 -056 44.64 3 125
295 937 1 000 68.32 2 026 1572 1 118 2503 1 067 19.80 1 -04s 6.0 1 000 4448 2 089
296 9.11 1 -132 65.65 1 2.9 15.57 1 -0.08 4212 1 445
297 9.01 1 -1.83 67.44 2 -079 1562 1 033 2411 1 -091 2253 1 212 4393 2 035
298 943 1 030 67.17 4 -112 1549 1 -075 43.55 4 121
300 963 1 132 69.43 3 160 1552 1 -050 2526 1 106 4419 3 o023
301 943 1 030 68.67 3 068 1545 1 -1.09 25.13 1 o84 20.18 1 -017 4469 3 137
303 948 1 055 69.05 3 114 1588 1 252 23.81 1 -142 19.65 1 -0.69 56 1 269 4492 3 189
305 934 1 -015 68.52 3 o050 15.61 1 o025 4423 3 03
306 921 1 -081 68.21 2 013 1574 1 134 2471 1 o012 2031 1 -0.04 4417 2 019
307 9.41 1 020 69.27 3 141 15.63 1 042 2496 1 054 4445 3 o082
308 933 1 -020 6732 4 -094 15.61 1 o025 24.07 1 -097 23.84 1 340 44.11 4 o005
309 938 1 005 67.37 4 088 15.68 1 o084 290.0 1 170 4387 4 048
312 939 1 o010 68.54 2 053 15.65 1 059 4449 2 o9
313 9.55 1 o091 68.78 3 082 1548 1 084 132 2 145 2844 1 653 2345 1 3.m 4418 3 o2
314 6891 3 097 4449 3 o9
315 933 1 -020 68.15 4 006 15.66 1 067 4417 4 019
316 917 1 -101 68.63 4 o064 15.51 1 059 4416 4 o017
317 942 1 025 67.39 4 085 1553 1 -042 59 1 -067 4393 4 035
318 9.06 1 -157 72.62 3 546 1530 1 -236 4718 3 101
319 8.80 1 290 65.90 2 -2.66 15.53 1 042 4320 2 200
320 933 1 -020 67.64 2 055 1544 1 -118 4388 2 -046
321 948 1 o055 67.88 2 -026 1564 1 050 133 2 -134 2772 1 o098 25.09 1 o077 20.57 1 o020 4382 2 -060
326 952 1 076 68.25 4 o018 1568 1 o084 1.58 1 124 2363 1 -134 44.05 4 007
327 920 1 -086 7020 3 254 1550 1 -067 25.02 1 o065 1972 1 -062 4502 3 211
328 2639 1 o022 2485 1 o036 2040 1 o003 6.0 1 000
329 890 1 239 67.52 4 070 1569 1 o092 139 1 -0m2 2917 1 180 2539 1 128 21.14 1 o076 6.1 1 o067 4376 4 -073
330 9.48 1 055 68.48 2 o045 1542 1 -134 22.85 1 3.07 2125 1 o087 4516 2 243
331 946 1 045 68.49 3 047 1554 1 -033 2947 1 197 2334 1 223 20.74 1 037 62 1 134 4388 3 -046
333 929 1 -040 67.23 2 -1.05 1579 1 177 142 1 -o4 2542 1 134 1798 1 232 4452 2 098
334 948 1 o055 68.80 3 084 1564 1 050 4428 3 044
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x5 ARMOSWHE 4
AGVEL _ _ i e
o Koy HizAHE HUIENS e Ky AN v SL (4 B/ BT i2) SL (Brp 73 B AL 4E)
BES! OPME No.z-scorel JIHTME No.z-scorel M No.z-scorel YW No.z-scorel SIHFME  No.z-scorel PATE No.z-scorel YU No.z-scorel JIHFME  No.z-score} PHTME  No. z-score
(%) (%) (%) (%) (%) (%) (%) (g (i) /) (g Jii) /)
335 11.15 1 -0.06 1932 4 013 7.16 1 -008 630 1 191
336 1129 1 o057 19.01 2 -182 790 1 el 2.68 2 037 6.00 1 -167 1244 2 221 0875 1 o078
337 10.17 1 458 6.18 1 047 1131 2 o017 406 3 -089
338 11.08 1 -039 19.81 2 098 713 1 033 410 2 345 6.14 1 o000 1204 2 149 0866 1 028
339 11.17 1 002 19.63 3 035 727 2 o084 302 2 083 6.18 1 047 1.091 2 -055 0824 1 207
340 11.10 1 -029 20.11 3 203 7.10 1 -059 248 3 -091 6.18 1 047 1.055 2 -120 0.809 1 -292
341 11.10 1 -029 1962 1 o031 7.09 1 -067 6.19 1 059
342 1097 1 -089 1931 3 077 725 1 o067 367 2 229 6.09 1 -059 0985 2 247 0815 1 -2s8 442 3 034
343 1146 1 136 19.67 3 o049 740 2 193 257 2 067 6.19 1 059 1.129 2 o013 0.873 1 o067
346 1.124 1 o004 0.857 1 -022
347 11.01 1 -7 6.07 1 -08 1.156 2 062 0729 1 241 499 4 231
348 10.73 1 -2.00 457 1 -002
350 11.15 1 -006 1940 2 -04s 7.07 1 -084 273 2 024 6.14 1 000 1.149 2 o049 0858 1 -016
351 1949 3 014
356 1130 1 o062 1945 4 -028 710 2 -059 233 3 132 6.14 1 000 1.095 2 -047 0864 1 o016
357 1130 1 o062 19.85 3 112 7.02 2 -126 327 3 121 623 1 107 1187 2 118 0880 1 1.06
357 1948 4 017
358 1132 1 19.59 4 o021 7.16 1 -0.08 278 2 010 6.13 1 -o11 1.123 2 o002 0.870 1 050
359 992 1 574 1941 2 -042 7.15 1 -0l6 216 2 11 6.18 1 047 1.013 2 -19 0.826 1 -19
360 12.04 1 403 18.17 2 476 722 1 042 419 2 369 6.07 1 -083
361 976 1 -647 19.71 2 oe3 795 2 657 333 1 137 621 1 o083 1.126 2 o008 0.670 1 -1073
369 1120 1 o016 1935 4 -0.63 727 1 o084 270 2 032 6.11 1 -035 1.123 2 o0 0.858 1 -0.16 440 1 -080 424 3 027
369 41.7 4 -0s51
1 : z-scoreDHIC F#AfH L7 Dk, HExHENLLEO LD TH S
2 AREHONo A, DfriEE R, NI TO LB ThD
K5y bRk ALARRA ALk MUK 5y VN RN v
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= R R = T kb 1 23 TETEE |
2zt 2 pTBERE ) gy 2 Bk 2 20 e
3 RBELL 3 T Ofh 3 H BT 3 Zoff

4 BB

5 Zofh

YU/ wA v bY UL (SL)
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TR—A Tzl
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itk n= v T 7k
4 PAE R E ik
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4 ZOfh
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o B} D; } } } EaCEr
%g Koy =B HLK 5> BRIV A B v 5l i IR T T HL7= AR
T KT N SyHTfE SIHTIE SIHTAE SR SyHTiE SIHTIE SIHTIE SIHTAE
0. z-score| No. z-score No. z-score] . No. z-score] . No. z-score; No. z-score No. z-score, No. z-score, No. z-score
(%) (%) (%) @b @b (g/kg) (g/kg) (gkg) (%)
335 955 1 091 67.99 4 -013 1555 1 -02s 4372 4 082
336 9.61 1 122 66.59 2 -182 1549 1 -075
337 849 1 447 1588 1 252 1.65 2 197 2529 1 1u 2391 1 347 60 1 000
338 9.18 1 -096 68.17 2 0.08 1557 1 -0.08 43.69 2 089
339 938 1 005 68.83 3 o088 1586 1 236 2373 1 -156 2042 1 005 6.0 1 000 4441 3 o073
3400 937 1 oof 6968 3 1of 1567 1 o7 4508 3 225
341 926 1 -0s5 68.40 1 o036 1548 1 -084
342 940 1 oils 68.43 3 039 1551 1 -059 2422 1 100 63 1 20m2 44.15 3 o014
343 9.56 1 096 6829 3 02 1565 1 059 2475 1 o018 2028 1 007 4425 3 03
346
347 931 1 -030 1554 1 -033 1.88 2 435 2137 1 561 2086 1 o048 52 1 539
348 897 1 -203 2482 1 -0.66 2431 1 -056 1997 1 -038 60 1 000
350 941 1 o020 67.73 2 -044 1557 1 -0.08 1.60 1 145 2469 1 o008 2038 1 ool 4390 2 -041
351 6743 3 -081 4381 3 062
356 952 1 076 67.30 4 -0.96 1549 1 -075 2432 1 -054 1954 1 -080 4389 4 044
357 948 1 055 69.25 3 139 1564 1 050 1.55 2 093 44,10 3 003
357 6829 4 o022 4402 4 014
358 9.62 1 127 68.67 4 0.68 1546 1 -101 146 2 000 4424 4 035
359 836 1 =514 67.87 2 -027 1555 1 -025 2269 1 335 1839 1 -192 4393 2 -035
360
361 812 1 636 68.03 2 -0.08 1575 1 143 1.57 2 114 2382 1 -l140 2344 1 301
369 942 1 o025 67.75 4 -042 1544 1 -118 144 2 -020 2758 1 0% 2575 1 1% 2154 1 115 62 1 134 4416 4 o017
369
1 z-scoreDMIC FRRZ AT L2 1%, HEHMEN3LL EOLOTH 5.
12 0 AREONoMIE, SHTEETRT. MSEL O LB THD
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K 25 4 Rl O H@EREHT K D Tl E IS oW T 97

K7 AAHORETER

i Koy Hi-AiBpE BN FRAHE FLK 53
(%) (%) (%) (%) (%)
T2 232 242 214 168 228
. R fE 11.17 19.53 7.17 2.82 6.14
TRRES Fi > 10.51 18.67 6.81 1.71 5.89
R BREEAUE 11.82 20.39 7.53 3.93 6.39
5 SR 11.15 19.53 7.17 2.83 6.13
95%EHEIX ] 11.12~11.18  19.50~19.56  7.15~7.18 2.77~2.88 6.12~6.14
% 5 HIL L DB SLCEFR/SHTIE) T SL(ARRIHT 3 1) ™
(%) (%) (g(Jifiy & >) (g(Ji)/ k)
T—2 176 178 46 47
: il 1.122 0.861 45.8 43.2
R AL T 0.956 0.808 39.2 34.5
R FREESE 1.287 0.914 52.3 51.9
5 R E 1.119 0.860 45.4 43.7
95% IS HEIX ] 1.110~1.128  0.857~0.862 44.8~46.1 42.9~44.5

H 1 XK OBEITHRE SN EP BB LZETHY, Ko 21Ty 1 TRIEL
7o z- A a7 OB 3 UL EOBRFEEZRA L TR LZHERTH .
2 z- A7 OFERHED 3 DEFUETH 5.
3 SL (BHEGHE) X, V) /) ~A v T M) U AOREERER N7 —( Py
Va U EERER LERERTHD.
4 SL (PR HyE) 1%, YV ~A v F b ULADEEKZ a~ 7T 7EROMA
WP ERIEEZER LR THD.

£8 BHEHOEIER

K 4yl Ky 7= A EE FLIK 55 ﬁF‘i‘?A Il\ﬂ‘r“/‘ﬂ?‘/
(%) (%) (%) (g/ k) (g/ h>)
T — 2 227 235 222 56 42
. o il “ 9.37 68.10 15.58 1.46 259.9
TR R 8.78 65.62 15.22 1.17 207.1
EREE YA 9.96 70.58 15.94 1.75 312.7
A 9.36 68.07 15.58 1.46 260.0

95%(EHEIX[H  9.33~9.38 67.96~68.18  15.56~15.59 1.44~1.49 253.5~266.5
HE 1 X5 1 OFEITHRE S ENr DR LSRR THY, Ko 2 XK 1 TRELE

z-A a7 OfEHED 3 A EOBRFEZRII L CRBLEHERTH S.

2 z-AAT OMKHEN 3 DEFETH 5.
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x®9 DHEMOEMKER

K 4yl il ik J T WET T IV
(g/kg) (g/kg) (g/kg)
T2 95 91 46
. R fE 24.64 20.36 6.0
R A T 22.89 17.29 5.6
EREE YA 26.39 23.43 6.4
S 24.66 20.50 6.0
95%IEMEX M 24.54~24.78  20.27~20.72 6.0~6.1

H 1 XKy 1 OBEITHRE SN EPSEB LSRR TH, Ko
21Xy 1 TR LK z-2 a7 ORaHES 3 L Eo BEE % BRI L
THHLEBERTHD.

2 AT OHEKHEN 3 DEFETH S.

® 10 EFEHOEITKER

H7-ABE
% i # mF
T — 2K 226
| R 44.09
T PR 42.76
- BRE UE 45.41
SEE 44.08
95%f13E fE X H 44.02~44.14

1 X5 1 OBEITHRE SN E»r SR B LEMETHY, Koy
21Xy | THEI LT z-2 27 OfkHED 3 DL Eo B E AR L
TRHLEZERTHS.

2 AT OHEHEN 3 ORMETH .

& 11 EBAELEERHMOETERE
He

. RaEs —2 2 fr LS
BB A (%) L - : (%)
I=RAN! = {12 = {13 114 = T*ﬁm
28" hET LET B st

L9y A Z L 27 125 3 0 1 129 0 100
< A 7 17 65 63 0 1 129 0 100
X # 10 29 80 7 1 117 12 91
BN Kl 10 18 95 5 2 120 9 93
a—2 T NNTF I — L 9 0 61 42 1 104 25 81
X &2 W o T 8 5 92 15 1 113 16 88
RS DS :: /RN 8 0 30 18 0 48 81 37
fa i) 3 0 11 94 1 106 23 82
T T 7T 7I— )b 3 0 30 77 1 108 21 84
R H LT A 3 0 1 116 2 119 10 92
= e 2 0 0 117 2 119 10 92




TRR 25 AR BE AR

WREHT X D i E

22N\

99

E 1

AWM

E|

AW

BIF, AATHER O AT Tl

Bt L7z o E S h D iRE
Bt L7 o HEE S h SR A H
Bt LRt oHEE S B iRE
B R 3 S Tz,

®12 EA

EBIEN15% L EERESNEZHOD.
5 %LL E~15 %A s S b .
%Ll E~5 %R &G SN2 b D,

AN ]

1278

%

BREDREETHTHD.

LERER#USNCREEBRESNELD

B R %

Ay YR

INFE

K

YING L BV A TN
ZEMNT

IA=P/S

E— kXL
HEITHT
FX I —)
a—INTr 74— R
T4 %

TRy 7T
SEEE)

BT T T —lNnT
A V== Xy bk
W

ZNE

B2/ S

7 zH—3I—)L
RN—=TFFI—
e SRR

— = = O O DN W W~ g N
=l eleNcleNeReNeoReolo el ol e Ne e Re el =N
_— = = = NN N WW RN ON 0 o OO

— O O O P N O O O O W= = = WWw

==
—_

B LB OHEE SN DIRE
R U7 FEOHEE S D IRE

B L BB OHEE S N3 IRA
B R4 T S LT A,

H4
H

#E N
NE

L

VoA

MNI15%LLEEHEINTZD D,
D5 %LL E~15 %Al & s Sz b o,
1 %Lh E~5 %A & s Sz d o.

BHEENREETHT2HD.

8 HHMOMRTERRVEERE

, IINTIERN

T TF—2Tcu A MEICHESL 23T &R,

Z OREXHEA 3 LLE DS Hfﬁﬁ%fiiﬁaﬁg&iL/TfﬁiiﬂL/ EHIfE, KRN R K OAE R HE R 22 2 SR 7.
8.1 ARUEL (W9 O FRUHBLA SR O R

H K 4

SIHTEIE 232 HFOHRENRH Y,
ThHol-.

TR MEIZE D z- 227 OfsHEN 3 L EDH DI 19 44

IHHERWEHEIL 1115 % T, 20 95 %EHEXEIL 11.12~11.18 % Toh - 7-.
INTEBIOENTFERIZ, LT LBV Th-oT-.
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R HT L ETIE, 230 (9 H z-A a7 OMkHED 3 DL ED b DIE 19 ) oWERH Y,
Z OW-HIE, R 22 M O SHE MR 221X 2 V240 1115 %, 0.20 %M N 1.8 % Th - 7=.

ZOMDIFIETIE, EREEEUANOEEZ WS 8F0 2 oM ERH o 7-.

2) M7-ABHE

PN 242 HFOWENRH VY, B AR MEIZK D -2 2 7 OHRHEN 3 LLED b oiE 11 14
Tholo. THDHEBRWIZFEEIMEIT 19.53 % T, 2D 95 %EHEXMEIX 19.50~19.56 % T > 7-.

SINTERIORENTRE R, ATFTDLEY Thotz.

BB T FEE - BREBAEVMERWR L TIE, 27 #F (OB z-2 a7 offaxt s 3 Lo b ol 4
) OWENHY, TOFE, BEERZEKROCHEFEERATZENEN 1944 %, 027 %K)
1.4%ThH-oT-.

BRI L E « AR T BBESIRWIETIE, 47 (9B z-2 a7 OffxHEN 3 Lo b ol 2
) OWERHY, FOVEIMHE, FEUERZAEKL OHHEERAEZIZZNE 1942 %, 032 %KV
1.7% Th o7z,

BRI T IS E - BRBEVETIE, 83 1F (95 z- A a7 O#ERHEN 3 LLED S DX 3 fF) o4
DY, T DONHE, AR O AR ER A2 LT E 19.69 %, 0.23 %A 1.2 %TH
> 7.

BT L D HETIE, 854 (96 z-2 a7 OfxHEN 3 L ED DT 1 1) O
NV, TONVEE, FEERZEN O EEERETZNEN 19.45 %, 0.19 %K T 1.0 %TH
o7,

3) CHAENS

SIFTEE 214 FORENH Y, v/NA MEIZE D 2222 7 OMSHEN 3 DL EDO O 11 4
Tholz. TNHERWIZEHMEIZ717%T, 20 95 %EHEXMIX 7.15~7.18 % Th - 7=.

SINTERIORNTRE R, LTFTDLED Thotz.

BT L HETIE, 144 1F (OB z- 2 a7 OHEHED 3 L EDO DI 8 1) ORENRH Y,
Z O, R 2= K O SHEER 221X Z4 7.19%, 011 %L DN 1.6 % ThH-o7-.

HEOHTRIC L 2 HIETIE, 704k (95 z-2a 7 O#HEN 3 BLED & DI 3 1) Do#iE
DY, T DONWIHE, AR CMHEER AT TN EN 713 %, 0.12 %R TN1.7 % TH -
7.

4) CRLAAE

SIFTEIZ 168 thDOMENRH VY, B /XA MEIZLD 22237 OMxHEN 3 L ED L DX 8 T
bHol. ZTNDHERWIEIMMEIL2.83%T, 20 95 %EHEXEIX2.77~2.88 % Th o 7.

SIHTIER O RERIL, UTD LB Tholz.

BRI NT IS E « SEETIE, 20 1F (95 -2 a7 OMSHEN 3 LLEDO S DX 1 1) o
DY, T DONIHE, AR O ER AL TN E 297 %, 026 %M 8.7 % TH -
7.

BB INTHEYE « AIETIE, 96 1 (55 z-2A a7 OMXHER 3 LLEDO L DIL 4 ) o
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WiV, TONVHE, FEERZENOHSEEERZETZNLEN 271 %, 032 %KL 11.9 %TdH
> 7.

HEIOHEIC L 25T, 501 (96 z-2a 7 OMiHER 3 LED b ol 4 1) o®E
BV, T DONWHE, AR O AR ER A LT 298 %, 036 %M 12.1 %TH
o7,

ZOMDFGHETIE, BEVH TIZR VMR E A E 2 W FiESE 0 2 o #ER & -
7.

5) HIK5y

OINTEIE 228 fFOHE R H Y, B NR MNEICK D 22237 O ER 3 LA EDO L DT 4 T
Holo. TNHEBRWIEWEIL 6.13%T, 20 95 %EMHEXMIT 6.12~6.14 % Th - 7-.

SINTERIORATRE R, ATFDEE0 Thotz.

BT ERHETIE, 225 4F (OB -2 a7 OHEHED 3 L EDO S DI 3 ) ORERH Y,
Z O, R ZE K O HE R 221X E 24 6.13 %, 0.09 % &N 1.5% Th-o7-.

ZOMDIETIE, BENITEBICL2MEED 3 HFOREND - 72

6) WD A

SHTEIX 176 fFOWMENRH Y, B AR MEICLD -2 a7 OMEIHEN 3 LLEO L DX 9 T
Hol-. ZTNDHERWIEHMMEIX 1.119% T, 20 95 %EHEXMI 1.110~1.128 % TH - 7=,

SINTERIORATRE R, ATFTDLED Thotz.

FARI M EENE « Va2 VBT U= AETIE, 30 4 (96 -2 a7 o i 3 ko
DI 1) OWMENDHY, £ ONEE, FEHERAEK O R ERZIZ TN 1.176 %, 0.101
%M N8.6% Th-oTz.

BB AT FLHUE - U IROE K EVE T, 139 (9B -2 a7 OffxHEA 3 BLEoboit 2
) OWERHY, FOVEIME, FEUERZE KL O IHEER 2L Z £ 1.116 %, 0.058 %KX
52% Th oz,

ZOMOFGIETIE, ICPIZLDHE, FL— MEEEED THORENRH - 72

U

SHTEIE 178 hOMENH Y, /SR MEIZE D z-A2A 2 7 OMIHEN 3 DL ED S 0l 23 1
Tholz. TNHERWIZEHMEIZ 0.860 % T, Z D 95 %EFEXMIL 0.857~0.862 % T - 7=.

SINTERIORENTRE R, ATFTDLEY Thotz.

BRI HT EETIE, 174 1 (9 H z-A a7 OMRHEN 3 LLED b DIE 20 ) oWERH Y,
Z O, R 2= K O HE MR 22132 24 0.860%, 0.018 % &N 2.1 % Th 7=,

ZOMDIFETIE, ICPICL2ME, ) 7TV HFRAREEED 4 FOHRENH - 72
8) MV /~AT v F R TLA

EHEOAPETIE, SVMEEYY ) ~A v rF B U o AEEINERE CREUA) ©7 7 v 7 I
LOMENLETH LN, SENIIMIEISNARWSIIEORE Th 572w, HESHTEEICLD
IHEE ORNCZDAE LD AEEN D -T2 Z &b, T b % L THEEF L.
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BHEONTE GREERER YT o —A V=7 ¥ a k) TiE, OFEIE 46 FoRERH
D, BARANMNECED -2 a7 OMHMENR 3 L EO L OF 2 TH 72, D ZFRW 2T
13X 45.4 gy b T, 2D 95 %IEHEX[H A 44.8~46.1 g(Jifi)/ > Th - 7=,

R I (k7 v~ b7 7 IEROMADFIERE) Tk, S0Ei 47 thowds
WHY, BNRNMEZED 22227 OxHEN 3 LLEObOIE ool EOEHHEIL 43.7
g/ R 2T, T D 95 WX ML 42.9~44.5 g(Jifi))/ b ThH - 7=.

SINTERIORENTRE R, ATFTDLEY Thotz.

BN  REERIETIE, 36 1 (95 222 a7 OHRHEN 3 LED S DR 1 1) o
HRHY, TOVEME, FEERER CHSRER AT Z T 45.7 g(Afl)/ k>, 2.7 g(Fffh)/
FoKRDN59%Th-oT-.

BHONE - 7a—A Yz 7 a BT, 10 FORERHY, ZOVEE, EAER
72 % O AR YR 2213 2 24 45.1 gl by 1.4 g(ifli) b RN 3.2% TH - 7.

BRI AT R YE « Wik 7 m~ R 7T ZIETIE, 41 FORERDH Y, T OVHE, FEAEREL
OHHE YR 21X T 20 43.5 g(l)/ b >, 2.8 g(Fli)/ b > R TY 6.3 % T - 7.

BRI EEYE - BAEMRIERIETIE, 6 fFOWENDH Y, FOFHHE, AR K OH
R IX Z 2 44.8 g(J1l)/ b >, 3.0 g(Fifl) b > R TX 6.8 % T - 7=.

8.2 BRUE (faky) DOFHTHRS R
n K &

SR 227 FOWMENRH YV, B NA MEIZE D A2 7 OMEHEN 3 DL ED b D% 12 4
Tholo. THDHEROVIZEYIMEIL 936 % T, 2D 95 %EHEXMIX 9.33~9.38% Th - 7-.

SIHTIER O RERIL, UTD s Tholz.

BT R METIE, 225 (9B -2 a7 OMRHED 3 L EO b OIX 12 ) OoWMERH Y,
Z DNIIE, BRI 22 M O SHE MR 22122 V241 9.36 %, 0.20 %KL TN 2.1 % Th - 7-.

ZOMOFIETIE, EIREEEISN OEEEL WG GEFD 2 oW ERH - 72

2) M7ABHE

SIFTEIE 235 (FOWMERH Y, B AR MEICL D -2 3T OMESHEN 3 LLEO L DI S #:T
Holo. ZTNHEBRWIEYEIL 68.07% T, 20 95 %EMEXMIX 67.96~68.18 % T - 7-.

SIHTIER O RERIL, UTD LB Tholz.

FRER Sy AT BEYE - BREBARVEIRRIIE CTUE, 27 HFORENH Y, T OFHMHE, BEHERZEK O
SHEER AT Z LI 67.58 %, 1.02%KN1.5%Th o7z,

BB T HEE « AR T BRESIRWIETIE, 43 (9B -2 a7 OffxHEN 3 LD b Dl 1
) ORENHY, TOFME, BEERZEKR OCHESEERAZTZENEN 67.67 %, 0.70 %X
1.0% Toh o7,

BRI T EEYE - RBEIETIE, 791 (DB 2223 7 OHEHMEN 3 LED S DX 10 ) Ot
NV, TOWHE, FEAEREM O ERZ X TN Z 68.76 %, 0.38 %A 0.6 %TH

STz



Wopk, 25 4 kA o @R EHT & B W EIC W T 103

E B ATHE LS L2 HIETIE, 86 1 (9B z-A a7 O#faxHiEAN 3 LLED b O 1 1) OHis
DY, T DONWHE, AR O AR ER AT T E 67.86 %, 0.58 %KX 0.9 %TH
> 7.

3) KKy

IINHEIX 222 th O HERH Y, v NA MEIZE D 2222 7 OHRHEN 3 L EO b DX 74T
Hol-. ZTNDHERWIEHIMMEIX 1558 % T, 20 95 %EHEX M 15.56~15.59 % TH - 7=,

SINTERIORENTRE R, ATFTDLEY Thotz.

BB AT EEHETIE, 219 1F (OB z- A a7 OHEHEN 3 L ED b DL 6 1) OMERH Y,
Z O, B & O ER 22132 040 15.58 %, 0.12 %K TN 0.7 % Th o7z,

ZOMDIETIE, BESITEBICL2WEED 3 HFOREND - 72

4) HEIT L

IINTHEIX 56 fFOMENH Y, BN MEILLD 222 a7 OfxHE?ns 3 L EO b DX 2 T
Holm. TNHEBRWEEHMEIT 146 g/ b T, 20 95 %IEFEKXMIL 1.44~1.49 g/ L Th o
7.

IATIERI DM RERIL, LT LB Thol-.

BRBE oy AT FEHE - VEBERRINE TIE, 14 HFOBERH Y, ZOFHIME, AU 2 K OFH xHE i
RAIXTENEIN 1.52g/ b, 008g/ b KN52%THoT-.

BRI YE « S ETIE, 391 (5 H -2 a7 OMRHER 3 LLED S DIE 3 ) o
DY, ZOVEE, FEEREL OHEMEERZITZENZEN 1.45 ¢/ F2, 007 g/ b KT 5.0
% Tdh o7,

ZOMDITIETIE, ICPIZKDMEEFED 3FOWmEDRH 7.

5) T hFTFU

IINHEIX 2 FOMENRH D, BN MNEILLD 22227 OxtHE?ns 3 L EO b DX 2 T
ol ZTNHEBRWEEHMEIL 260.0 g/ T, 20D 95 %IEFEXMIX 253.5~266.5 g/ k> T
Hol.

SINTIEIE T R CERE T I L 2 HE TH Y, = OEHERZ L OHXHEERZ T EnEhn
209 g/ b KN 8.1 % Th -1z,

8.3 DE (IFAHFHENRM T LI v 7 R) OfFMTHEH
1) &

SYFTENL 95 HFOWENRH VY, B AR MEICKL D -2 a7 ORENS 3 L EDO LD 9 4T
Holm. ZTNHEBRWIEHEIL 24.66 g/kg T, Z D 95 %IFHEX M 1% 24.54~24.78 g/kg T -
7.

IHTIER O RERIL, UTD LB Tholz.

BT R ETIX, 92 1F (D6 z- 2 a7 O#HED 3 L ED b DX 9 1) ORERH Y,
DN, R A R OFE IR VE R 221X 2 L2 24.69 g/kg, 0.55 glkg KM 2.2 % Th o7z

ZOMDFETIE, ICPIZLDMEFED 3O ENH 7.
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2) #

STEIE O hOMENH Y, a/NA MEIZE D -2 a7 OffaxtiEn 3 L Eo s ok 10 T
Hol=. TS EROWT ML 20.50 g/kg T, Z D 95 %IEHEX X 20.27~20.72 g/kg TH -
7.

SINTERIORNTRE R, ATFTDLED Thotz.

BB NI ELETIE, 88 1 (9 H z-A a7 O EN 3 LLEDO L DIX 7 1) ORERH V),
DI, FEER A K OFE IR VE R 221X 2 v 20.58 g/kg, 1.12 glkg KM 54 % Th o7z

ZOMDITIETIE, ICPIZKDMEEFED 3FOWmERH T,

3 JZUBET T

SIFTEIL 46 HEORERH Y, BN MEIZE D 222 a7 OffaxtEn 3 LLEDO b DL 5 T
Hotlz. ZTNHEBRWEEHEIT 6.0 gke T, 2D 95 %IEFEXMIX 6.0~6.1 g/lkg TH - 7.

SINTEIX T R CEIB AT I X 2 CTH Y, (R E K O AR £ IX T2 0.2
glkg L 3.0 % Th o7z,

8.4 E Bt CRTLHAT) OFTHER
) H7-ABHE

IINTEIE 226 fFOHE R H Y, B NR MNMEICK D 22237 O ER 3L EDO L DI 9 T
Hol-. ZTNDHERWIZEIMMEIX 44.08 % T, 20 95 %EHEX M 44.02~44.14 % ThH > 72,

SINTERIORATRE R, ATFTDLED Thotz.

BB T L E - BREBAEMEIRR L TUE, 26 1 (9B z-2A a7 OffxHEN 3 LLEO b DI 1
) ORENDHY, TOFEIME, BEAERZEKR OCHEEER AT ZENER 43.90 %, 044 %K)
1.0%ThH-7-.

BBy AT FEHE - R U BRI DA TUE, 40 HFOWENH Y, T OFHMHE, R ZE K O
RIEER AT Z LI 43.87 %, 051 %K N 1.2% Th o7z,

BRI HEE « BRBEIETIE, 80 1F (5 H z-A a7 OHMEXHEN 3 LLED L DX 4 1) Dk
WiV, TONVEE, FEAERZEN OSSR ERZEITZ NN 44.37 %, 038 %K 09 %TH
> 7.

HEOHTRIC L2 HIETIE, 801k (96 z-2a 7 O#HEA 3 LLED & DI 5 1) D#iE
DY, T DONHE, AR O R ER A LT E 43.97 %, 032 %K&T0.7 %TH
o7,

8.5 CaUkr (87 HEL DERK

RE L 11 HEOIFE ORI & ZDIRARIEGOHEZITo 2. JREHER SIS OHEE L, 15
%o EEZ R, 5S%UE~15 %R E T &, 1% E~5 %Kiz bae L THEEZRD.

120 tEDHEDRH Y, 1RE LIRS & 08 H o T2 UBHT 21 B TH o 7.

BELIREEHZOWT, &956AZ L (REHEIG 27 %) 1%, 1297 (B 100 %) DO
NHY, FEHEAGEI G OHEEDONRIZL &N 125 1, FEN 34, REZEN14ETH- 7.

~A4nr (BREFE 17 %) 1, 129 £ (BRHE 100 %) OWMERH Y, ZONFRILLED 65
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fh, HEN 631, REEN1M4TH-IZ.

KFE (REEE10%) X, 1174 (BREEI %) ORENH Y, TOWNRITLEN 29 74,
RS 80 1, D EN T, REIEN1HFTH-T-.

ST FE (BRAHIAE 10%) 1%, 1207 REHFE I3 %) OWMERHY, TONRIZZED 18 4,
PN 95, DEN S, REIZER2HETH T,

a—2 I NT U= (BEEIE 9% X, 10444 (=R 81 %) O@ENRHY, TONGR
IR ED 61 1, V&N 24, REEN 1 HTHoT:.

KREZMM»T (REEIE 8 %) X, 1134 (BHE8 %) OWMENRHY, TOWNRIFLENS
fh, RS 21, DES IS, REIZEN I{FTH-T.

R LT (BEEIE 8 %) 13X, 481 (M= 37 %) O®ENDH Y, TOWNFIZHEDR 30
, LENISHTH T,

kR GRAEIA 3 %) 1%, 1061 (M=K 82 %) OWMENH Y, TOWNFRIZHEN 11 14,
DD 94, REIZEN 1 TH -T2,

TNAT 7T 7= (BREEA3%) 1, 1081 (BHE 84 % OWMENRHY, TON
IR 30 1, AR 7T, REIZEDN 1HETH T2,

REETI VT L (BLEEIG 3 %) 1, 1194 (REE 92 %) OoWMERHY, TONFITH &

231, &N 116, REIZEN 24 TH -T2,

B GRAEIA2%) 1%, 1194 (IR 92 %) OHENRH Y, FONFITDEN 117 1,
REIEN 2HTHoT-.

MoTHRHESINZERE LT, 27l R"kb%<, 41 Fo#ERH 7=, RN T,
INETR 36 11, KW 24 11, 0 ARSIV T BN 22 1, ZFEIMNTAN 19 LTz

g_\llju

X w

1) Michael Thompson, Stephen L.R.Ellison, Roger Wood: The international harmonized protocol for the

proficiency testing of analytical chemistry laboratories , Pure Appl. Chem., 78(1), 145-196 (2006).
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(8%)

YRk 2 5EE SRS OLERHT X % 5 E i EH

1. B ®

fA R A PR . fREE - SRR G S R MBI % 2 ki, fREHE o mEk
BHC X2 0MMEE 1T 5 Z S8 O RO HEM oM 20 . g TOoMraas 41
L., ko ERflE N O EEROERICET S,

2. JL@EHABORNE
AL S5 O F R A AL G Rk
Bk}
C a0} -~ 8 7 F B B EURHE & 508
DB IZAMFEKERA T LI v 7 X
E &0k R

3. SNTEEEE A
ABRE - - - kS, M7 A EEL HUIENA. HLERHE. LRSS, AL A UL RO Y A
Sy RY YL
BBEe - - k. HEEAEE, RS, 7RIV AROT FF L%
BB - - STRLEUREO B R ONR A B O HEE
B - S, ERROL T UMET LT
HEF - - HEAATE

m O O @

4. MR T
(1) RBtOHrHEE S EIE. TR BT EENE] CERR 20 424 A 1 AT 19 1H2258 14729 524k
KEBWE - BRERFE®EM) (ICED D HIELQ TEEER OSGEEHRIND O Ry kS cE+T 54
TO—HERETHEFEOTICONT] (HF1 6349 A 5 HAFIF 53 & B 2173 %5, 53
KIREE 464 FEMOKPEL GPERE KETREELEM) ORRICHLIYY /AT Y
UAXIZER YT M) U AEEREREIOFEIFEICHERL T IZE 0,
BB, BEETICIND OONTIEOKR: (BRI EESE (BH) ) IR L ET,
Flo, FEONEOREBIC, WEHERESZO —FlZR# LELZOT, 25 LLTFIN,
(2) EREBICRLESHEEHEBD S b, FrlBREICB W TERATEREE (RHB TR TH
) AZDOWTHHT R OEEE 21TV, L TS0,
(3) BREIOT hF I F Do HWDIEREMIL, SERIEMLZbDOZEHL TSN,
(YR LIS RE LT E &0, )
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(4) H@EaEHIMmEREICRE L, AT BRI, WIRICREL TSN,

(5) BEOSE Bl2E, HiAAECR T D7 V2 — B R OREEE) 2L > Tl Lz
BlE. ENETNOSHEZ®RE L T ZE W,

5. BT E R O WA

(1) B53HHE R O E RS R IC W TR, B T4 38 [EIfREME o 3@ kT X B 43 B i il 3
WEE] ICRAL, ®ELTIEIN,

(2) FrfEiE, Koy, M7z BE. HABNG . MgiE, MK, AT AR 2D TIE%
T, WY I/~ F MY U AIZOWTE gUIl)/ b T, 8, HER O UV BET VT
JNZHOWNWTlE g/kg T, I RITA, = hHFTFATHONTT g/ P OB TRELTLES
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PEV, AL TLIEE N,
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(4) Hro—EMaERORBRESE CTEM L2HEIE. ZORBREL ZHBMIFTEAL TIEI W,
(5) #HEF DR MR & OEA
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ST AR oy 4 Sy M AE i %
K75y L. f ko3 B B e
%) |2. Z DD ITIE ( )
WA Bg L B Hr B e (v 2 — vl (RERARVER R ) )
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4. BEh TS E O -0-) CEw
(%) |5. TOMDTTE ( )
FLIK 57 1. f k53 B e
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T hFTF 1. Rk o3 A A i
Vg ) 7E St
LC (=h1-%) (F1=)
frHg O=1-4) (F1=)
7 5 (F=h-%4) (F1=)
(MR mm, mm, R pm)
(g/t) 2. Z DD TTHE ( )
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il 1. R o3 A s
(g/kg) |2. T DDk ( )
Gk L. f ko3 B e e
(g/kg) |2. Z DD ITE ( )
V=g 1. f k53 B B e
T T ) 7E St
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R O=1-4) (F1=)
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(g/kg) |2. Z DD ITE ( )
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HEER

1 FERTOEEYEEDE=F) VIEDOHREIZONT (FR25F
E)

Monitoring Results of Undesirable Substances in Feeds (in the Fiscal Year 2013)

NEER R R A SRR E
] o

$= 3

o
-

1 B B9

FRHE DR NIRK L 72> C, FESREY (ZEFOW, 3, TomogIcttEn s EEY T
NDOWEREAZ 27 BENRHDL D) BAEEIN, XIIERBFIHENELDLZ LITL Y EEY
DAEFENRESND Z L ZBIET 2 RS, FEOREMEOMRE OWE OtwE T 558 D
(LLF Tkt aik) L), ) E3LE L HOMRTEICESE, k& OFEHRIN O il oy Bk %
BT AES Y (T TEROBKREES ). ) WNCRBIOAEEWE RS D, ¥7 5
Ly YRBFAF =" ) — L TR Bl (LLF HEEEAESRM] L), ) 12BN T,
PR BUEEE T THRE SN TV L EET DR EWEFOMR B (LLT TESEEE] v, )
B OFEEEL MBS @ TRUE STV 2 8k O fF EWEF O G EE N OV EFAE (LT T
WIS ) L0 ). ) BDEDLNRTND.

(M) BEMOKPEME L2 Z— (LLF TFAMIC] &9, ) TiE, fakkotr iy 0% o9
SN2 HEERWT, AEEHEL OIS EEHEEOMEASRIOE=F U 7 KOG S EUHEE,
FREEBHEENRESN TV RVWEENEFEOGARELZLRE S 200 -1 72 (LLF
(FE= V7% LWo. ) ZEMLTND. AE, VR 25 FEOE=F Y T EDORK R LI
DELDEZDOTHETD.

2 A oy
21 F=XF U 7 EORSHE
Wk 25 4 4 A0SR 26 4F 3 H £ TORIC, FAMIC JEfAEMZ 2RAE, fALiRe % —, 1l
By —, AlWEE Y —, MR —ROEN T X =0, R EIEE 5T KOBEI
Kox, HRER LY, FURGHEE T, W oSick U AREZ I L7 BRICERE L
Ttk A R e LT
T=H ) T EOGE LR R OS2 R 1 IR L.
22 F=HX U U TEORGR )
F=X Y U TEORBR Sy OREIZHT-->TE, AEtOFEEE, BEORHIEREL RS S
LB, BIRGEIEOXRESEE, HHINTWAEEEICHREE L.
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1) AEWE
i DOHRKOT N7 7 A MEAESR (19 5%57)
7 OEEEESENTOLNTHDE LD (3 )
O 777 h*T By
MR ED LTV HELEAFR L R ZAUTTER STV D ATREMED & 5 R
k2 x5 & L.
@ FTAXI=~"1L/)—
HMEARMENED LN TWOLESBFNEE KO ZNICHE RSN TV D TN & 5 H
REEE 235 & LTz,
@ BErIv/v
BEFFMENED TN DEEREE R R UTTHERE STV D AREMED & 5 HR
Rk A x4 & LTz,
A TUSNOOESE (16 K5Y)
FARL T R MEIC HIEDBBE SN TV AU TONUE 14 ok OR=y K7 7 A FEAR
T2y EGE L.
MR T 77 %22 By, GGENG,, AT VI~ VAF, T2 hF 2, HT-2
NES v, XFVYIF=F—n, =L )—), 7H¥L )X, TE=
B, B,,lU'B;, 77 FFXFT AW RIZT MY =
T RT77A MEARRZ  =AINY K N AB
i BB (4R57)
FREREENTO SN TWAEEIFOD K UL, 8, KEOOFEE2HHLE L.
i RREE (142 fisy)
T OEBASEEENEDLN TS O (39 iKY
B EETNERE 1 O 1 O (1) ICATEEENED SN TWDEE (60 K5y) O
IHD 3 ERGRE LTz,
A TUSOEHE (103 5sr)
FA BRI AT EEIEIC HENHE SN TV D RIED O LD 103 sl a kg e L.
iv TOMOFEDE (4 sr)
FEEEBNAED LN TND AT I DIED, HEEREBENED STV RV, ik
FICEENTHBEE RSTEUTOEEWE 354 e Lz
VR E1i 3 = S
A HfEERREE R
7 O BRAHX IV
2) BSE AP ILI24% Dk Sy
i #BEki-ABE
RO BB A RNERE 1 O 2 ICHE SN L2 LT 26, i k- A B8 X
k- A BB ZFE L T A O IZ LB SR A R B SR E LT,
i AEMEA MY
AT B SEE S RNES 1 O 5 O (1) I[SHE S - B IR K& OVRE E Bh W) 14 g % %f 52
& L7,
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3) WESEY (PLEXRT)

FLIR & R RE M OV IR BRI BL 2256k G & L7

x1

TR Y TFEERELEEMETRE

=LY IO GRAR

I H B Ok

A E W B BSE& A4 5 Ik 12 4% % kR
il @iy k- A BB
MO A mod mel g s 27 7S g BLsa PCR TRE A
HHRE X v v A e EN 7
ez e B N
S35 HERA 4 4 2 1
g5 HRH 8 5 3 4 1
KT 5B 6 1 2 5
s 5 73 4. 26 38 "
T a4 7 —EERYA 12 11 2 3
TuA T —BEENA 32 20 19 18
% 0 5 H 4 3 1 3
BEHAT —VH 4 4 1 2
1 FL R RO 17 15 7 6 9
1R E Rk 29 14 10 19 7
WIKIE S F 44 27 17 24 16
IR B Rk 4 3 3 3 1
il i il 21 16 6 11 5
% B AT — 6 2 s s 5
N EHMTAERHAREILA 5 4 2 5 2
g EL TR E 6 3 3 3 6 5 5 1
E A E R 11 4 2 7 11 10 10 2
LA A= 7 46 27 16 26 46 44 44 19
S A AB O 4 1 3 2 4 3 3
W ZEEE H 68 28 22 41 67 58 58 17
A 2 355 11 5 1 8 11 11 11 4
i - e 1 1 1 1 1 1 1
FEBAT—VH 23 9 5 14 23 18 18 7
A 15 14 1 1 1
LIb AL - IR 1 1
ZRIRAEE (LR b o) 2 2 2 2 1
B PET- A BE IR A R 9 9 9 9 4
s e Wl A Aok 1 1 1 1 1
R LIS o IR A i kL 50 2 1 1 49 49 49 3
e 517 250 159 246 14 236 212 212 156
LovAZL 58 58 35
~Au 5 5 5
INFE 5 5 5
R 2 1 2
n RE 16 16 15
g JE A AR 1 1
Tz 1 1 1
F oY 1 1 1
EAAKE 1 1
=AY V) 1 1
N 91 88 66
BN 32 15 28 3
K 9 3 8 1
i G o2 2 9 4 5 3
Z  Fah 1 1 1
Hy A=V I NVT T 4 —FK 36 36 14 5
5B AT LY AFI-R VY (DDG) 2 2 1
9 L9 HAZ LY AFI-RI VA7 b (DDGS) 23 23 8
Boky=—vq—F 1 1 1
Lx oy 1 1
NN 4 1 4
N 118 86 71 17
W ORE MY 62 42 48 11
S SECY P 32 18 27 3
ﬁ SE M 3 2 3 3
i a—2 T NNTF I — )L 14 14 6 2
¢ I TxAI— 1 1
¥ N 112 77 84 13
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£1 EZAVUIEERRLEAMRURE (BE)

I B
R A 1oFE T N8 L E Bl o wBt R K

i &% W B’ BSE% /£ [ 11 (2 4% 5 2k i o

T T KA AE
E# . LAY AT —

wam 3> o DURSE ELISA - PCR
T WE B RER

1

U E

) i ONE . e
O K NOE BEE BRI R %S

fa by 80 26 11 18 77 77 77 63
FFLI—N 27 2 27 27 27 19
T a3 15 15 15 15 13
@ RAEH 2 2 2 2 P
W JREHE S A E By 24 1 24 24 16
B OKmLxro>ktiA 1 1 1 1 1
AR
oy =R
BE o p g i
W G 7 T SRR W
iy

—_— N = =
Rf—= = o = —
Rf—= = o = —

N 155 31 11 18 12 114

(=

10 7
11 8

TNT FIVT 7
A=K T TR
FEY—
F—= A
LA T TR
NI a—HT IR
T4 7T A
fab o

KEDLDH
e

1 &
o =
SRR CREVRECN

S

N

e S B S I I SR SRRV

R X — L
BT
INEE T NT R R
Sl A6 % 1
R Ty ThT
Zz E—tL7
DT I
fl 5
LR
A B
&) 4 1 AR
5 ) v A

=
—_ N — — R — W —
(S}

76

o
N
%)
N
e
e
e
N
-

A it

= 7t 1,124 505 192 514 15 11 32 365 368 368 77 306

23 BTV TR
1) AEWE KOV O 53 8 F 0k
AUEHE, fRMERAEEMEE NIck Y, B, BELE. £ b AT LEURE,
DEMOMAEIR D@ N LY, FRBRLE.
BT R, SRR AT B HESS 2 EoOHEIC L VIR L 2.
2) Bk A BB S O 5T HEEE
BT, SRR HTRUESS 16 T 1 iOHUEIC LY, I, REROTHE L.
3)  ARVEMEAR K O S AT R
FHEAS AT BRYE P OREHRE UG IEICHEIL L 72 ko 5E "I K v BRI L 7=
FWIERIE A AR Z v n—) —HO OS2, N7 77— (§
A 300 mL) ZHWT /Ny FoO R, A THO 3 &b @3 2L,
N ERA, ML<IZALTEEE Lz,
24 HREBRFE
) AEME
i POEKRTY N7 7 A FEAES
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BT FEESE 5 BICHE SN HIEIC L Y F L.

i EER
fAEH oy HT R UESS 4 B8 1 fiCHE S HIBIC X v FEhi L7
i 2 K

f B3 AT FHESS 6 BACHLE S 7o FIEIC L0 FEh L7z,
iv fHfEREZE R K OV H R AR 3R

fAR oy BT BLVESS 4 BEE 2 i 3 IR S Tc HIEIC L0 FEhi L 7-.
v ATV

FABF AT R HERE 7 B 7 ICHE S e FIEIC K EE L 7.
vi BERXAHZ IV

FABF AT R HERE 7 B S ICHE S FIEIC L FEa L 7.

2)  fEBk~ OB IR T A B O IR AR

UTD3EZFALTEM L. ok, BAMROMERIT, FTaxtgl T 5B O A
OB NCAR D BHERE VoY EFIE (F) (LT HEAHRHETIE] &), ) ks
X, BREMICHE L.

i BARETHE
KA B BRI~ DT 5 B k- A HE OIRABGILIZET 204 KT 4 2R D
wE PoR TRAEFE THICE T 2NEREOETE HIEC O NWT] IKESE, 1 0k

FEIZR 0, BB RN o 2 iR L 7.

ii ELISA it
SRR T L YESE 17 2 (i 1.1 OQ)THES NI HIEIC X Effi L 7=,
iii PCR 7B
R E ROV HEUR G fEHT, SEH AT RS 16 = 2 #i 1.1 ICHEI N HIEICK

D, ZFEBYHEK DNA 20 RIEBAOFELHRE L. FXUI— %, K= I—1%

e OVl N BB O —EB1L, SR AT EUES 16 T 2 fi 1.2 ICBEI R HEICLY, K75

B H K DNA 2R RICRAOEBEEHR L. 28, RSN EERE LT XUTRA

DAREMED & 2 FEHE, B AT EEYER 16 B 2 & 1.1 ARIcHE SN HFIEICEY, 9

L ERELHEZIT o 0%, EosliRae e L7z,
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3)

il IE’%
—— 1 mmifd.5 2\ 2 i
gz ko=
L E B
—— LWESBEARSFCZ m R v Ak AND
ZHUZEEE AN EIRE S
920745 [ E
A
—— TR U 7o B R R OV = m Ak L A
% ARK (SFEA) TAHil
—— A A R pR
- A BRI AZ100 LD b — /LB —h —{ZET
TV U AL
——5 %/KEE{kT b U U AEHR20 mLA B0
3077 A
KoY

Ak mz TR, EESERE OKBAERICR S E THRYIET)

BRI E

x

B EESHES 1 OSSO (1) OTICHESNIZHEICKY Ei L.

FFBUEE ((53850~1001%)
FIRTAREE (55R20~301%)

1 HAHPORENFOBEMBREESTE

MR L)

4 FLEXRT

3.1
)

BT EHERS 18 B 1 ICHIE SN HIEBIC L Em L. 2k, DEELIZLVEXR T,
i &) A SE S L7

3 B R

AEWHE

NOFM O R7 7 A FEATTR
FEEEESENED SN TWET 77 h%2 0 By, BE7 7L/ UV ROTAF =1L ) —

L EETeE 19 BRI OWT, 5,491 SDE=F Y o 7% EEfE LT,

FREREEEEDRED LN TND 3N DOE=F ) U T EDREREZE 2-1 10, fRGEMEFEEN

TEREPOFEOMEIL, UToLBY ThoT-.

777 ¥ B
BOVRAGEE 230 589 148 8 (BHE 643 %) oS, Sz b o0 KME
%, 0.014 mg/kg, F¥EIX 0.0016 mgkg TH Y, FFEHEEE 3+ H5H, 7 a4 7 —dil

ED LN TRV DRES R R7 74 MEABRBZOET=HX ) V7 EHOREREZFK 22 1R L
7z

i



118

FAEHFTE S Vol. 39 (2014)

ii

iii

A, T3 +BEAH, EAY 4R EOHLAEAIL 0.01 mgkg, TS DOEIREFENT 0.02
mg/kg) ZHEZ DL DTN T.

HARE OB EM ST ED DN TWRWVA, 98 A5 L 58 A 26 4 (=R
44.8 %) ORI S AL, RSN b ODORKREIX 0.016 mgke, FXIHEIL 0.0026 mg/kg T
btz

Fo, EHOLAZLEEEETIRIFESE 72 8 54 8 (BRIE 750 %) HHMRIHE
n, Sz b oKk KEI 0.014 mg/kg, FHEIX 0.0034 mg/kg T - 7-.

FhFL =NV — L

F& % HERAGERE 230 0 185 41 (= 804 %) Mo, fitbEhi=b o0
BRAE2 1.4 mg/kg, FHMEIL 0.16 mgkg TH Y, EEHFFM (A% 3 » AL LD %2ERL
F&S AR 1 mgke, £% 3 7 AL EOAHEET 4 mgkg) ZZ 5L DR
7.

HASRE O S X ED DAL TWARWA, &9 8 A5 L 58 A 46 A (=R
793 %) ORI, RSN ODORKMEIZ 1.1 mgke, FHEIX 0.16 mgkg Th o
7. EOBAZLEREETIRIEMEO - TIXEREORVNLORH Y, BIRAEE O
WEHAM (1 mgkeg) B2 THRHISATZLORTI—V AT 7 40— K 18 £ (BKE
3.6 mg/kg) , DDGS2 s (A KfE 7.4 mg/kg) , DDGI & (B KfE 1.9 mg/kg) &7z,

ERRLA T, E4SET A4S BHFE 100 %) OB S, BRSSO 0Kk KIE
1% 0.77 mg/kg, FYIEIT 0.42 mg/kg THH7=. FoZORIEFEOSTE 15 8% 14 5 (B
HEEMN 933 %) HMm S, S O0RKMHEIX 0.59 mg/kg, FHHEIX 0.22 mg/kg
ThHoT-.
vrov v

F & IR AR 230 50 219 45 (HIER 952 %) b Sh, &AM 0.21 mg/kg,
FEIEE 0.020 mg/kg TH Y, EEFAM (ZEMEE T 1 mgke) ZHBRDbDIE R0
7.

B O FR LS T ED DTNV, L9652 LEUZEDORIFERE 129 s
123 50 (R 953 %) bt S, M b0 KMEIX 098 mgke, FEIHEIL
0.083 mg/kg Tdb - 7-.
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:2-2 EEHAEBEEATEOHOLNTOVEWLVDAUERVIVRI7A4 FEESZD
EZR)UTEDORR

Sbiianicbo

— 0~ 2 A b
RGN C T B g MU BRI
(%) (mg/kg) (mg/kg)
TT7T7 XV B ( 0.0002 mg/kg) 468 69 14.7 0.003 0.0009
TI77 X G ( 0.0002 mg/kg) 468 17 3.6 0.002 0.0007
TI7T7 X Q ( 0.0002 mg/kg) 468 1 0.2 0.0004 0.0004
ATV I hT AF v (0.0003 mg/kg) 467 166 35.5 0.0090 0.0010
T2k F ( 0.002 mg/kg) 468 162 34.6 0.090 0.010
HT-2hs3 ( 0.005 mg/kg) 40 12 30.0 0.070 0.039
XF Y T =F— ( 0.002 mg/kg) 467 18 39 0.31 0.022
THL )X ( 0.02 mg/ke) 467 15 32 018 0.072
=V /=)L (0.02 mg/kg) 468 116 24.8 1.4 0.14
T =B ( 0.0006 mg/kg) 77 74 96.1 2.7 0.53
TE=V B ( 0.0006 mg/kg) 77 73 94.8 0.89 0.16
7E= B3 (0.0006 mg/kg) 77 71 92.2 042 0.074
X7 T FFRTUA ( 0.002 mg/kg) 60 5 8.3 0.20 0.064
vhV=v (_0.007 mg/kg) 14 2 14.3 0.092 0.075
TN o ( 0.0l mg/kg) I 1 1000 0.2 0.12
2 kL LB ( 0.01 mg/kg) 1 1 1000 071 0.71

2) EHER
FEREENED LN TNDEH RI UL, §, KEXDTOFIZONT, BIREEE 156 1,
B 26 R, TXUI—AE (FXUoI—, KAEE, FEHEAWER) 5 &, Wbb 2 R
DE=HY U TEEERL, TOMBEEERIITRLE.
BEEBEOMKEIL, UTDLEBY ThoTo
i ARITLA
FliR AR 156 M 69 R (RRHHER 442 %) oS, MmiiShzb OOk KiE
0.28 mg/kg, 1L 0.08 mg/kg TH ¥, FREILIEE (1 mgkg) ZBA Db DITRN-oT.
HARERRHE, Ak 26 AH 26 5 (HE 100 %) bR S, BiShizb ook KIE
1L 1.9 mg/kg, FHIEIL 0.90 mgkg ThH Y, FEEEMEME (3 mgkg) R DHH DT>
oo FRUI—AET S A1 A REE 200 %) /RS, RS ODRK
fE1X 0.07 mg/kg, FEHIMEIL 0.07 mgkg TH Y, FELMEME (3 mgkg) ZHZ 5 b DL
STz
i #h
BliR AR 156 s 13 48 (B 8.3 %) OIS, M S b OO KEIX 1.3
mg/kg, “FHIEIT 0.57 mg/kg TH @ FREYEE B mgkeg) ZHZ Db DIERNST.
BREENT, fAF 26 S 15 58 (BRHE 577 %) »HRHESh, HEShZbooKkk
E1X 3.8 mg/kg, “FHIEIL 0.76 mg/kg TH Y, FELHEE (7 mgke) ZHZ Db DIERN1o
7. FHXRUI—INVENS IR SN o7z,
i AKER
FliRA SR 156 A 71 & (BRHIE 455 %) oS h, R EShizb ook KHE
M8m%@,$ﬁtiO@hmkgT%@,%ﬁ%ﬁhAm4mM@)%ﬁzé%@i@ﬂo
7.
HRERRHE, k26 A 26 A (FHE 100 %) bR S, RSzt ook KIE
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% 1.2 mg/kg, “FEIT 0.40 mg/kg Th Y FFEAEM (1 mgkg) ZEATZHDIXITR1-
oo FRUI =S R 3 (RHE 60 %) ORI, BRSO OR KM
0.14 mg/kg, “F¥IfEIZ 0.087 mg/kg TH VY, FHEEEEZEZ 5 b DIL R0 o7,
iv OF
BLIRAEIE 14 5P 8 s (=K 571 %) oS, BRI OO KM 0.88
mg/kg, FHIEIX 0.25 mg/kg Th Y FHEEMEME 2 mgkeg) ZHZ D HDIERNST.
HAREREHE, i 5 2 md 2 4 (R 100 %) o sh, S hizb ook KiE
% 2.3 mg/kg, FHEIL 2.1 mgkeg TH Y, FEEREMEM (7 mgkg) ZHZ D56 DIERN-
7.

K3 EERDE=FIUITFEOHR

w=pyry  BR w=s0vsB0 RH DDRISITYD i
BOREHD (oo St G saR oo RIIEEROREE IS g
(%) (mgkg) (mgkg)
Fl A Lk 156 69 442 0.28 0.08
1 fab o 1 0
JNEF 157 69 43.9 0.28 0.08
£ 26 26 100 1.9 0.90
BRI YA FH 3L 2 0 0.03
3 JRHE S B 1 0
B 2 1 50.0 0.07 0.07
JNEF 31 27 87.1 1.9 0.87
BRI L #H 188 9 51.1
A i 156 13 8.3 1.3 0.57
3 b b 1 0
SN2 157 13 8.3 1.3 0.57
£ 26 15 57.7 38 0.76
#h FHI—L 2 0 0.2
7 JRHE S B 1
R Ay 2
SN2 31 15 48.4 3.8 0.76
£ 2t 188 28 14.9
A 156 71 455 0.18 0.04
0.4 b & 1 1 100 0.02 0.02
INEF 157 72 45.9 0.22 0.04
£ 26 26 100 1.2 0.40
KR FHI—L 2 1 50.0 0.14 0.14 0.01
1 JFBHE A BB 1 1 100 0.05 0.05
R BB 2 1 50.0 0.07 0.07
SN2 31 29 935 1.2 0.37
A 4R 2 188 101 53.7
2 Wi A ek 14 8 57.1 0.88 0.25
O 7 o 2 2 100 23 2.1 0.05

[ it 16 10 62.5
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3) B

B 514 SICxt L, BEEEENTED LN TWD 39 o kE S EEENED LTV

UWVEESR 103 Ry D EF 142 BAIZDOWT, 59,704 S =H ) 7R FE R LT-. FOREE
FHARKRPFESITRLE.

i

ii

iii

v

BEEEMEBIE L0 eholz.
FRBEBIEOFRERIT, UTDEEBY Thot.

~T7FA

B IEEMNED DIV TVDHEE 3 FMH 24 R OV 40 JUIZOWTC, E=4 U v /%%
Fhi LZRER, WIh bR Sngroie.

Fz, BURGEEEZ ROLICESTEEMEDED G TWRWEE 410 RI2HOWT, E=4 1
VU R EN LIRS R, 19 S bR SR, ZONRIE, ST F 28 A 9 S (BHER
32.1 %, wKME 0.15 mgkg) , RI=—7 ¢ —F 1A% 18 (BRHEFE 100 %, H&KKMHE 0.06
mg/kg) , ST F UNER) ZEFEEE T 5 FHBEAER 103 8 8 & (B 7.8 %, &
KAE 0.055 mgkg) , = DOMOEIESER 140 Ah 1 08 (BHE=ER 0.7 %, & KME 0.092
mg/kg) ThHo7o.
7a)leVRAAF IV

BEHREEENTED SN TWAHEIE 3 fiMH 23 SOV T, T=4 VU 7% % Eii Lk
B, EIH9HAZ L 17 HF 3 (BRHZE17.6 %, IKIE 1.0 mgkg) ORISR, B8
HEHEZBZ DL DE o7,

70, BIRAGHEEZ POICE S EEENED SN TR WEE 450 SicoW T, £=4Y
VTR RN LR, 44 S bR SR, ZONERIE, FEFCIESTE 28 A 12 K
(MR 42,9 %, o KME 0.12 mg/kg) , Keans 8 A 148 (M= 12.5 %, & KME 0.026
mg/kg) ThHo7=. BURAFENT 243 A8 31 8 (BRHE 12.8 %) 26/t Sh, KM
% #EE H T 0.74 mg/kg Th o 7=,

U IARRAAFIL

BEEEMENED DN TWAEIE 3 M 24 SI2HOWT, T=4 U v 7% 23206 LIk
B, LA L I8 s 6 a0 (BRHIZE33.3 %, KA 1.2 mgkg) , ~A4 17 5 mH 28 (B
H=R 40.0 %, HARME 0.052 mg/kg) NHRH IR, EEBEEZEAD DT R)1-
7.

70, BIRGHEEZ POICE S EEENED SN TR WEE 450 Ao\ T, £=4Y
VSRR PN LR, 120 S b E . TONFRIE, ST F 28 AT 1 A (R
3.6 %, IAME 0.041 mgkg) , I—2 7 NT 74— R 14 g2 5 (R 143 %, &K
5 0.055 mg/kg) , ZT—r 7T —/L 6 St 2 0 BRHE 333 %, & KIME 0.066
mg/kg) , DDGS 8 smiH 1 4 (B 12.5 %, fKME 0.23 mg/kg) , KEMNAT 48 s 18
(MR 2.1 %, S RfE 0.22 mg/kg) , /WNEZIVT VEERSEY 1 8% 1 48 GRHE 100
%, KA 0.24 mg/kg) , BURAETEL 243 A9 112 50 (B 46.1 %) O S, kK
EIXAKIEE H T 0.52 mgkg Th o 7=.

Jrx=huaFFr

B FEEMNED DIV TVDHEE 3 FiMH 24 R O 40 JRIZD W T, E=4 U v /%%
TR L7RER, Wbt E o
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F7o, BURGEEZ PO EEEED R WETEHZ DWW TS 410 ROE=F U 7% % Elifi
L7, 8 M bmiEni. ZORFIE, k¥ 8 m 1 A (HE 12,5 %, KKMHE
0.045 mg/kg) , BLIRAEIEL 243 md 7 8 (B 2.9 %) 2O Sh, RKRMEIZARFE
BHHT0.21 mgkg TH -7z,

v EOMOERE
O ERAFEE OHREBSNTZHO
JuplUVRA, Jurryardyh, V7 /)aFr =), BTz M) U RNT =
T aJ v —)
@ EE2rLRESNTZH O
T T7xz— kK (ZRAE, KIK) , AV 7=20FRA (TF), DAV EFR (TLT77

NT 7, FEY—, A=FLUTTRA) , TR FER—hF (EH9HAHZL), Z7aLv UK

2 (LEHHLAZL), vrahly (wA4ua, FEV—, A=K TF5R) , F7at/

— ) (A=Y, TR A ba—) , TAXARNI KON X Ny (a—v7

NT T 4—FR), MLZafRAAFIL (5TF), E7=b ) (H9BA2L0L, <

An), Z7zVANVEKFFy (), 7= bLb—h (bTF), 7zr7Tary

— ) (FEY—, F—=VY~A) , T U x—F (DDGS) , 7/ ~T7 =/ CKanil

MWY) , Tuvaty—n (FAT7TA, REDLL) , XUT A AZV Y (NIa—FT

TA) KA R AP EY CRBNMNT)

BEIE, £obAZ L, REMOZORIEFREZPOICHREY CREEOBHENS S, &K
BT, BERITENS0OZHEOREN RSN TND.

K4 REOEZSVUVITFEOHR (ATEEENEDHONTLDSHS)

B YL ESNTZb D I

%:;;;Z%@ %:g;gg%@ A ﬁg g PUHE ORKEOPHE TR
- D (mgke) - (%) (mgkg) (mgkg)  (mgkg)
B B A B Rt 0.005 246 0
BHC %(E 0.02 40 0 0.005
JEYEM O 70 fi B — 203 0
Gl — 489 0
B 1 B B ) 0.1 246 0
DDT M 0.1 40 0 o0
FEAEAE 0 70 i B — 203 0
it — 489 0
TEZ=—1 YR o A2 Vi) — 7 2 28.6 0.23 0.22 0.007
EH5HAZ L 0.2 17 0
~An 0.02 5 0
7RIV it 15 40 0 0.02
FEAEAE 0 70 i B — 405 0
at — 467 0
EH5HA5Z L 0.2 17 0
~ A u 0.1 5 0
7T a—) W 3 40 0 0.02
FEYEE O 72 i B — 411 0
af — 473 0
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F4 REDEZRIIEORE BREAEBENEDONTVEIRS, HE)

% 2 . IYbRHEREbLD T

=K TED ETE=H Y TED

. | by e fE R e NAE A ~ 1
sy e o RE o BUE R e
i VR f 0.02 246 0
7’2;;; e et 0.02 40 0 002
BN LML O 72 i ) — 203 0 '
=t _ 489 0
PRETAEY 0.02 17 0
4 YT xR A LA (E O 22\ B _ 476 1 0.2 0.102 0.102 0.02
e — 493 1 0.2
e 20 40 0
=TI JEAEAF O 72\ ) - 454 0 0.02
e _ 494 0
il i £ i 0.01 246 0
) Mt 0.01 40 0
E A NS 0.02
S D 72 V) — 203 0
P — 489 0
P AEY 0.1 10 3 30.0 0.061 0.050
TR R — b JE YA O 72 B — 1 0 0.02
11 3 273
PEE Y 0.1 17 1 5.9 0.055 0.055
<A 0.75 5 0
AR T ;;;Zje‘ 01'25 4(1) g 0.01
FLHEAE o 7 U B R — 410 3 0.7 0.013 0.012
=t _ 473 4 0.8
P 7 17 3 17.6 1.0 0.46
<A 10 5 0
SR YRARAFL 2R 10 1 0 0.02
FLHEAE 0 72 R _ 450 44 9.8 0.74 0.069
P — 473 47 9.9
LobAZL 0.05 18 0
a7 ey BURA RO 2 O R - 466 0 0.02
P — 484 0
LobAZL 0.05 17 0
yaaAruz oy A FLHEAE 0 72 U R - 450 2 0.4 0.20 0.133 0.02
2t _ 467 2 0.4
LobhoL 0.02 17 0
Ry YL— b R 0 70 B _ 472 0 0.02
=t _ 489 0
s 0.2 1 0
V7 a LR A e HEE o 72 R R — 5 0 0.007
& — 6 0
PETE 0.04 17 0
<A m 0.2 5 1 20.0 0.055 0.055
som Ry v Mt 0.6 40 2 5.0 0.10 0.064 0.02
JEHERE O 72 i k) — 40s 0
P — 467 3 0.6
Lo5bhL 17 0
<A 0.2 5 0
YA px—k ;;’zi 02 4(1) g 0.02
HEYE i 0D 7\ B — 410 0
P — 473 0
P AEY 0.02 18 0
<A 1 0.1 5 0
. . Py 0.1 1 0
BAT V)~ %%i 10 40 0 0.02
A D 72 i - 410 0
=t _ 474 0




AP OBEEMEEDOET=F Y VT EORFERIZONT (FRk 25 )

k4 BEDE-AFAVVIEOHE HSEEBEIAEOOLNTLDIES, HE)
B=4 UL IHD =5V IHD A5 e CHBMENELD Pl
PO 3% wof 2 2k FE e g s e = B KAE SEE TR
(mgkg) (%) (mg/kg) (mg/kg) (mgkg)
PR 0.05 7 0
FT XL =)L i 10 1 0 0.003
it — 0
PETAED 1 17 0 0.03
FNEARNY v ~An 1 0 0.03
RO e 5 40 0 0.045
KomARY > SEHEE O 7o U _ 405 1 0.2 0.17 0.17 0.03
e _ 467 1 02
L3657 L 0.01 I8 0
™ 0.05 5 0
FNT kA ;;ﬁi 0’?5 4(1) g 0.005
S D 72\ fid K — 410 0
e — 474 0
LobsIL 0.3 17 0
™ 0.08 5 0
RGF I ;;;ge‘ 0'28 4(1) g 0.02
A D 72 i - 410 0
=t _ 473 0
PETAED 1 18 6 333 12 0.34
-4 1 5 2 40.0 0.052 0.039
EY IRARXTFL ZIE 1 1 0 0.02
LG O 7o U i _ 450 120 26.7 0.52 0.13
en _ 474 128 27.0
B R (B - 595 ) 0.01 71 0
BliR & skt K - 2% A) 0.02 172 0
T4 Ta= Wt 0.2 40 0 0.003
S D 72\ fid K — 203 0
e _ 486 0
EoObAHIL 1 18 0
™ 1 5 0
. P - 1 1 0
Jr=buFgFr - 0 20 0 0.02
LG O 7o U i _ 410 8 2.0 0.21 0.069
=t _ 474 8 1.7
LovAZ L 5 18 0
TxrF A HLYEE O 72 U iR — 476 0 0.02
=t _ 494 0
LovAZ L 0.4 18 0
<A 0.4 5 0
J v bx— p 2 AE 0.4 1 0 0.02
JEE G 0D 72\ B K — 450 0
=t _ 474 0
B SR (B - 595 ) 0.5 71 0
Ao e A ekl (KA) 4 68 0
e L— k ?;gé\ﬁﬂ** U5 1§ 133 g 0.02
JHE {0 72 > fi _ 203 1 0.5 0.021 0.021
e _ 486 1 02
T B 20 40 0
Ty FusA RNy SO A B _ 446 0 0.02
=t — 486 0
il 1R £ i o 0.02 246 0
) e 0.02 40 0
R A0 72 ik - 203 0 002
0

it

489
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F4 REDEZRIIEORE BREAEBENEDONTVEIRS, HE)
64 5 BRI S T b D e

V- -3 = &) A ko
a7 Y L S VTN T EET
(mgkg) (%) (mg/kg) (mg/kg) (mgkg)
EH9L AL 2 17 0
~ A" 2 5 0
~JLA MY P 55 40 0 0.02
SR 0D 72\ i - 405 0
=t — 467 0
Eob AL 0.2 17 0
_— 0.1 5 0
NUF Ry e 0.1 40 1 2.5 0.082 0.082 0.02
JEHEAE D 72 AR B — 405 0
=t — 467 1 02
oA L 0.05 18 0
<A n 0.05 5 0
. Z I 0.05 1 0
wAA2 b %(jﬁﬁ_i 40 40 0 0.02
SR 0D 72\ i - 410 0
=t — 474 0
Eo5vAHZ L 0.05 18 0
<A n 0.05 5 0
ZAFE 0.05 1 0
Al—F e 1.5 40 0 0.02
Sk EAE D 72 A B — 410 0
=t — 474 0
Eob AL 2 18 0
~A 2 5 0
- - 2 1 0
~5FF %%3& 135 20 0 0.02
SEUE(E 0> 72 R _ 410 19 4.6 0.15 0.060
=t — 474 19 4.0
Eo5vAHZ L 0.1 18 0
~ A" 0.2 5 0
) 2 A 0.2 1 0
AFITH Y o 2 40 0 0.02
YR O 72\ S — 410 0
=t — 474 0
AR L Lo5v52 L > > 0 0.02
At — 3 0
FORARE (8- 596, wa) 005 141 0
B & R (45 ) 04 105 0
Uy (y-BHO)  fE 0.4 40 0 0.005
YR 0 72\ S — 203 0
=t — 489 0
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A SR
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fE O EWEEFOE

200 €£0°0 €600 To0 1 98y I—¥ad s 200 0 98% WA — K
200 0 98y ANLALARLTLL 2070 0 98y ATLKALLA
€000 0o L Y a4 fx 700 0 98% YWY L 200 0 98% I —1AaA¥a
200 0 98 Y AA¥ £00°0 0 € A—n g & L 200 0 98 ds4£L¥an
200 0 68F W= g & ¥ 200 000  9Y00 TI 9 98y M—LALELATL 00 LYOO  0SO0  ¥O0 T 98y AMN—LLETLA
00 LTO0 LT00  TO I 98t AAn LI ¥ L000 LSOO LSOO €vl 1 L AHALMAL AT L 200 0 98t dx4rca
200 0 68F LR R e 200 0 98% A cF L 200 0 68F ALngs
200 0 98 LM g g ¥ 200 0 98 LWNHELTL 200 0 98y MEXLAMBLE
L00°0 0 L TNCALL L 700 0 98% UE Q4T L 70°0 0 98y AMALTLAD g
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4) ZOMOHEWE
BELEEBED DN TWVDH AT I OIE), HEEEESENED LTV, g
CEHEENTRHEE o oD FEEME 3 I ONT, § 73 HOT=4 1 v 7% E) L
7.
B DOFERIE, LTD LB ThHhoT-.
i AT IV
BRI EOEBOET=4 U > 7 %5 LR, BAARAEE 14 820 7 8 (B
3R 50.0 %, HKRME 0.18 mg/kg) , Fkp 18 R 4 s (BRI 22.2 %, A KfE 0.13 mg/kg)
PO S, FEEEERE (2.5 mgkg) ZHE A EEHI RN 7.
i AHEAREZE R N OVH AR = R
WEAS R (TAT7 V77 TR, A—=X T TA8K) OF=FY »7%E%FE LIk
R, BETORENOMHBEERI R S, &KMEX, 7407707 775 860 mgkg, A—
27T AR 1,600 mglkg TH 72, FEHMEER IR I N7z,
HEwmARETDLEEND AL (2,000 mgkg) %82 DHEIX o7z,
i ERAZIv
0T =42 ) 7% I LR, 11 800 10 S5 BREE 909 %, KM
1,200 mg/kg) ST FmARMEL I 2 DB IERNo T,

®6 TOMDEETHENE=L2) U ITFDOHER

E=H Y UEO EEEEE B4 %D Bk };u:fﬂjéti%@ . R
P T AN St % = 2
PSE3D %) (mgkg) PO S0 S SRE JoE s %) ?fn ke (mgkg) (mgkg)
2= fa Atk 14 7 50.0 0.18 0.11
ATV 25 £ Ky 18 4 22.2 0.13 0.10 0.06
= 32 11 34.4
TINTFNT 7 7 7 100 860 530
e 3 A= T T A 8 8 100 1,600 340 10
2t 15 15 100 1,600 430
TIVT IV 7 7
GRS ai=E=ES A= T T A 8 10
it 15

AKX IV ok 11 10 90.9 1,200 340 3
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3.2 fARt~O B H K- A B OB ATERR
EANTRESNT-AaK 77 SROZFofMmofaMEmR-ARE 5 5, TCFFo I —L 27
M, 7z —I—1 15 HALAOKIIMLL X978 1 S5O0\ T, FAMEEE T, ELISA R LW

PCR a2 i L7/ R, FHRICABEIIRE ShRo72. 7e¥, ELISA RBRIZEB W TH
¥y 1 S0 4mkZAAEN B S7=h, PCR RERDITILEMWHE E DNA BN S/ d- 7z
ZEMBRAERNCARI EHE L. KRB 2 8, JREHESWER 24 AL OIK - HiRAG AR
BBIZOWTIE, ELISA 3Bk & Y PCR bR 4 e L 7o/ R, FHkic A EIIRE S o
7o, TNLDOE=F ) U THEOMRER T RLOEK G ITRLT.
K7 BYHE-ABEE=Z SV IEORE (ARSE)
B B ELISAG R PCR#ABR .
BE, BB ek A FILEWHORDNA
AOBE MH MHIE B Bl B BB R Mg T H
s ot (%) s mt (%) A Rt (%) R
faky 77 0 00 77 113 77 0 00 0
T =R 1 0 00 1 0 00 1 0 00 0
A 1 PRV i 2 0 00 2 0 00 2 0 00 0
- B P B A 1 0 00 1 0 00 1 0 00 0
oy 1 0 00 1 0 00 1 0 00 0
8 EWMHEL-ABBEODE=ZY)IJZOHRE (FXr -, BAEHE)
W B ELISAR 5t PCREUR N
R, BRE SR A B 9 5 B# i R DNA
BBE M ME REE ORH BRI BB WM Rtk R
S S8 (%) A B (%) A S (%) A
FHI—L 27 0 0.0 27 0 0.0 27 0 0.0 0
73— 15 0 0.0 15 0 0.0 15 0 5.3 0
Wi L xo57= A H 1 0 0.0 0 0.0 0 0.0 0
RN B ¥y 2 0 0.0 2 0 0.0 0
JERHE S B ¥ 24 0 0.0 24 0 0.0 0
R 1 0 0.0 1 0 0.0 0

[N CHYE SN2 T A E RO RO LR B S RRRE 5 R,
HAE RS R 118, LSS HES R 46 51,
AAIEE AEL G IR 67 &, AAZMARGER 11 8, AT HEGER 18, SRS
fAkl 23 5L, FHIRGEE 22 AR OBEE R AEFE 1 IS OWT, BAMEEEE, ELISA & U PCR
BEMLAER, FHEZABEIIBRE SN oz, £72, SR KA AEE S TIRAEE
11 SIZ2oWTC, PAMSIEE, ELISA 3Bk Y PCR Bk & Eii L 7= 55, Fhski-ABgidmt
SN holz. TNODOE=FY VITHEOERERIITR L.

A OFFIRGEE 28 51, FEHHEERE 1R, MR —L 1R, 7IV8 1 SROEARA 1
ST OWT, PRSI E, ELISA #ABR K& Y PCR RBRZ FhE L7-/EE, FHki-A g IR s
Nighnolz, TOF=F ) U TEORRER 10ITR LT,

(EFLI T RO LA EEE 6 A5,
e E RS SR 4 5, A
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x99 BYHR-ABEDE=ZZ Y JVHOKRE (ERREFAFRE)

PR B 8 ELISAR R PCR# Bk 4

N AN [ =
BRE, BRE sk A B FELE EEDNA X9 5 B4 i KDNA R HIE
B B Rt REE M Bk BB Rl s BB B R T
B s% (%) B s (%) B A% (%) B A% (%) B
A= el
EAL T AEERARALR A 5 0 0.0 0
FAMT AR RS 6 0 0.0 5 0 0.0 5 0 0.0 0
B AR SR 11 0 0.0 10 0 0.0 10 0 0.0 0
FAAEE SR 46 0 0.0 44 0 0.0 44 0 0.0 0
SERAEERARAEE 4 0 0.0 3 0 0.0 3 0 0.0 0
HAFIEE A e 67 0 0.0 58 0 0.0 58 0 0.0 0
PRI A F il & et 11 0 0.0 11 0 0.0 11 0 0.0 0
Tl A B I & et 1 0 0.0 1 0 0.0 1 0 0.0 0
ZESRE A A 23 0 0.0 18 0 0.0 18 0 0.0 0
ZOfORA Ak 2 0 0.0 2 0 0.0 21 0 0.0 0
bR W o A 1 0 0.0 1 0 0.0 1 0 0.0 0
Z OO BRI T R
(BB GTeb0)
IRA AR 11 0 0.0 11 0 0.0 10 0 0.0 2 0 0.0 0
£10 BYHBE-ABBEDE=ZFY) VI EDOHEE (WAGFHE)
PHR B ELISARA R PCRiA B @anE
B, BRE EHkAAE FILEN I KDNA KAo8diskpNa -
s A (%) sk A% (%) A A (%) A A% (%) R
R AR
Kot B E 1 0 0.0 1 0 0.0 1 0 0.0 0
g\ RAERIE 3 0 0.0 3 0 0.0 3 0 0.0 0
=3 2 0 0.0 2 0 0.0 2 0 0.0 0
a4 1 0 0.0 1 0 0.0 1 0 0.0 0
SUHR—I 1 0 0.0 1 0 0.0 1 0 0.0 0
Fow—7 1 0 0.0 1 0 0.0 1 0 0.0 0
TIUA 4 0 0.0 4 0 0.0 4 0 0.0 0
A 1 0 0.0 1 0 0.0 1 0 0.0 0
7 AU A AR [E 14 0 0.0 14 0 0.0 1 0 0.0 13 0 0.0 0
Ve R R
AZ)T 1 0 0.0 1 0 0.0 1 0 0.0 0
W — L
ol 1 0 0.0 1 0 0.0 1 0 0.0 0
TR
HFE 1 0 0.0 1 0 0.0 1 0 0.0 0
A A
7 A)H G E 1 0 0.0 1 0 0.0 1 0 0.0 0

3.3 NEPEARHY
fREEH & U CHIAT, Ul LW 2@ tEimAR (MeRBaE BRI R, [l i, IR G AR S)
76 KA OFREBHMEMIE 1 SICOWT, REMAMDOEH EZWE LIZER, NEERMY
DRSS EBZ D DR oTe. TOT=F ) U TEORRE2F 11ITRLTZ.

X1 TBEEFHYOE=F2IVITEDHER

=8 L TED ‘ et R P

Bk i 0.15%LLF 76 0.15 0.023
KeE B 0.02%LL T 1 0.006 0.006
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34 B LERT

fRBHEE 150 SR OERSEEL 156 SIZHOWT, E=X U o 7% 5 FEii LT-f5 5, B E
150 5055 2 SE BIEE 13 %) Thotz. B, BiFEERVRI 4 EEOBERIT, %
AILEI 0.7 %K 14 %ThoTe., KRNI AHD L, BWEMEEE 114 S5 1 S350 (BGMER
0.9 % (HTAEE 1.8 %, BIX4EE 1.8 %) ) Thoto. Fiz, WM 18 ik 1 S8
(BstE%E 5.6 % (RIFEFE 0 %, AIA4FEE 0 %) ) Tholz. —J, 22928 (AIFEE 0 %, Al
RAEE 0%) 1L, BCBR%EThoTm. FOE=Z Y UV EDREREZFE 121K LT,

JREERTIE, EANRES 142 A9 1 S22 BE (BGHEE 0.7 % (RIFEE 0.7 %, AixFE 1.5
%) ) Th-otz. £7z, EAdh 8 mh 1 SN (BHER 125 % (FIFEE 0 %, AiX4EE 0
%) ) Tholz. TOE=HX Y U THOFEREFR 13 1R LT,

BLIRAETEL 156 D5 B 4 SABME (BBMESR 2.6 %) THY, ik 10 FE (BFIEE 2.6 %) L
ROENKETH 72, 7ok, AHEEKXR O FEOBMERIT, THLE 07 %% T 0 %Th-
7-. FOFE=FY U TEOFRELFE 14T LT,

FER T L 2o T REHANT, K OEIRA R DB S 7o g Ak, & 1 FE
Thol-. TOFMELF 15 1R LE. ZALOMERIT, W biEE 5 FELUNITEE B4y
HESNTZFEHIDH Y, S Agona I FRK 21 FEICENETF ¥ I —/ 1 m5226, S. Havana (3R
22 FRPEICIENPESRY 1 26, S. Mbandaka [3°FRK 23 A EEICENEEMRR 1 50D K ONERL 22 4
FEICBLIR G EEE 1 i D, S, Rissen (XFpk 21 FFEEICIENEEMLR) 1 i 5, S. Schwarzengrund I
VR 20 FEFEICEWNE Y =P —I— L 1 A bERETRRE S ATV D.

77, WEMAEDREESR Vicks e, MEMrSSEESNT-INS 5 MomERIE, ENT
BAELEYLEXRTEFTHEORKEE LT bbb oS TRBY, K2 S. Schwarzengrund
X, BRERERNEE LTI 28E R 15 MiERIC A>TV 5. ok 25 4L 1T ELIR A f R O BR 1
KNEF L2 D, SBOBAZERTILERDD.
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=12 HILERSOEZARYUITEOHE (FAHEBEHOBEER)

T T EOXGRE AOBF R B R Btk (%)
EubyiEea TE S
by 63 1 1.6
FELI—L 19 0 0
7z —I— 13 0 0
JFBEHE G B 16 0 0
Ky 2 0 0
KL x 5 7=AH 1 0 0
AN EH 114 1 0.9
UL 31 VARG R
P NETR (i M/ 11 1 9.1
A e¥i bR 0 0
TEMT 0
a—2 )T I —)b 0
4N 7 18 1 5.6
ZHZHM
ST F 8 0 0
K 1 0 0
JBEHE 827> 3 0 0
a— T NNT T 4 — R 5 0 0
AN EH 17 0 0
Z DA
INET VT B R 1 0

& &t 150 2 1.3
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K13 HILERSDEZL VUV ITFORKRE (REERUVEMEMDOEER)

[ULZE=geaahes TE M 23 4E OO Z Dt Gt

B wy zo ST zowm TTMTY zom MEZIDSE S @)
E5S 1/60  0/51 0/8 0/7 0/ 4 0/ 12 1/142
(ER) (1.6%)  (0%) 0%)  (0%) (0 %) (0 %) (0.7 %)
i A
AR 0/1 /1 1/ 2 (50 %)
=a—V—=FUF 0/1 0/ 1 (0 %)
~L— 0/1 0/ 1 (0 %)
T 0/ 1 0/1 0/ 2 (0%)
TABF 0/1 0/ 1 (0 %)
AZVT 0/1 0/ 1 (0 %)
AN g 0/3 1/3 0/1 0/ 1 /8
(B PE=R) (0 %) (333 %) (0 %) (0 %) (12.5 %)
A &l /63  0/51 /11 0/7 0/5 0/ 12 0/1 2/150
(Bt =) (1.6%) (0%  9.1%) (0%) (0 %) (0 %) (0%) (1.3 %)

K14 HILERSODEZZ ) TFOHKR (BRSHEMOEER)

=2 Y 7 EOXERE AR it Btk (%)
5 I Bl A Rk 54 1 1.9
K B A Bl sk 40 1 2.5
A= B & f 53 2 3.8
BT A B EIR G AR 4 0 0
Z DA D IEA 5 0 0
& &t 156 4 2.6
x 15 BHEEMIroRESA-YILERSOMEBER
e B S 7 Rkt oA
RN by -Gk
S. Agona 1
S. Havana 1
S'. Mbandaka 2
S. Rissen 1
S. Schwarzengrund 1
& &l 1 1 4
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X oy

1) B OZ VDMK OVE O YT T 515 (BTN 28 4R1ETESE 35 %)

2)  HAEF R OERBHRIN O Ry A S ST 245 (IR 5147 A 24 BAHTEMARE S 35 75)

3) (RO EMEOFLEEEDH I EIZOWT)  (IFEF1 634 10 A 14 HATIT 63 & B £ 2050 =
MK PEAR ¥4 PE R R 38 )

4) MAEFOT A F =1 ) =2 O T) CERL 1447 3 5 BT 14 42555 2267 75 AR
TKEEAE A PE J) 5 PE T D RH R R )

5) BT 7L v ORHIZOWT)  CEpk 14 43 H 25 BAFT 13 455 7269 5 EHOKER £
PE Jr 8 P BRI R 8 %)

6) MR T R EEOHIEIC OV T CERR 20 4F 4 H 1 AT 19 182255 14729 5 R MOKPEE TH
- ZeREEMN)

7) AR A FHE B O E oW (BB S245 A 10 BT 52 & B & 793 S EAAE S
PE JR) K 18

8)  IEBIPOREOREIZOWT] CERL 1845 A 26 AT 18 HZ2E5 2322 5 R MOKPEE TH
o LR S IKFER 2 PR R )

9) NARFEENEN B A2 0 WA o AT BRIE 2013 4EAR, 2.1.1 AUBHR UG #£(2013).

10) RF0K, OBMIE, HIUE T, AR fEMFERE, 27, 233 (2002).

11) a8 e+ 26 OMHEBREDOBHFRCON T CFk 14 45 11 A 8 BfF T EMKES
EPER S E AR AR R A E (ARSI YY) FRER)

12)  [E95 B AR ~DO KT 5 B d sk iz A EORABGIEIZBET 204 K74 > OfilE
IZoOWT) CER 1346 A 1 BAHT 13 &5 1366 )

13)  ESZERGENFIEAT 9w A R HHAF i, http:/idsc.nih.go.jp/iasr/index-j.html.
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2 BWEAMYREBREFICOVNT (FpL25 FFE)
g2 iR R E 25 R
Results of Official Testing of Specified Feed Additives (in the Fiscal Year 2013)

BEdiny &, e OREMEORSE L O E Ok FEICBE T 2 k8 (2844 H 11 AiEES
35 5. LUR TEEFZaiE] Evo. ) 8 3 KB 1 HOBREICESEHENED bR INY
T, Rt OR MO K ONRE OUGEIZE T 2R TS (B 5147 A 16 BEGE 198 =)
F2ERE 2 BICED DN EEE A 2D . L RIEE SEHE 1 EOMEICLY, HER
Wi, WSZATBOE NEMOKEEN B L it v % — (LLF TFAMIC] &\ 9. ) MEE K O
BRI O RSy S F I T 2485 (B SL4E 7 H 24 BENRESHE 35 5) TEDDLHIEICLY
TOMEEZT, MEAKIERAMTENTZHOTRITFIZRGEL TR bR & Tn5.
o1, fRRVZERIEE T &RE | OB A I T e R R RS S (LUT DR Sk e 45 5
¥ Lo ) NEGEL, [FENEE 16 &5 1 HOERTRMM I b O R OENES 21 &8 1 HOX
A Z T T ANERE R EREREFE NRIE L, RAEE2HORRBfFENTZEDIZ>WTIE, 20
FR O TiL7zu.

Wk 25 AEFELZ FAMIC 12 L CRIEDHEEN H - TR ERMMIZONT, FRE2ED LD
DT, TOMEERET S, £72, T 25 FE OB E S RIE X H T X DR EUsIng o #l
EHEREIZOWTHIFETIMET 5. 2ok, BIEDO L 25, SEFRE SRS RIEEE OBEITR .

1 FEERINY) O E R EEER K V4%

YRR 25 AR EIZRRE D HFE D & o T EE M ORERMP OFEF R N4 EE R 1 ITR L.

HEBEIZ 9 EE OV (RIFE 8 ) , ToREEESE L, O L7 ilE F R & Bl
ZEIE L TWDH OO0 4 34E, @A L7 RE HEARSUIRA /A 2 G LT 00 1 34,
QAN ZIAL TNDIDON 4 HEETHHT-.

YRR 25 FRFEICHEER H o L BERMNYIL 9 FEE T, AL TISEMTHY (RIFE 11 &
B, 16 8411) , = O TR RIE A SO RA O il 2 W AMNIRFE L T

RS A SOZRIF o AEE L, Oy FIvr (WA ROWRa Y 25 (M
FAR) BE, @Q7reg~vA vy (BAD) RAXV R, @zanrrs I 4710 (8AD RNy
YHR=I, @V A Ay (BE) KOF Ty r (D) SKE, @7 TR T A AT+
A= (WA kOERCoF P oA (WERRE) Z7Am0) 7, @) ) ~A4 T b
U a (BEREER) SHEEOCT ALY T, BALEE, RiEERBES VETH-



136 fREHFIE S Vol. 39 (2014)
*1 REHBEERVREEE
(FERK 25 F£E)
. . s . ; B = =Xl
s = Ul ¥ *i =3 =]
EWN| B B ¥ #F & |HiBE54 BERMYOIES i ) B ) £ (e 1)/ &) & =
BRASHT(IXE— pd 0TS HA9) O |cTC F—100 100
. ERVUFN)Y L EXLYUTZ20 200
= LT % =]
K TOREBIRMARM BRI G cisiriumh | O [#U/=42012100 100
T lBRza—tyLavitait EETH H1)IAIUF R L O |#avyz100 100
Sy UEERASH X ISR ITFRTHR—)L O |75KR<A12280 80
Ov/ieER ekt HEETE  |REBIURFY THEET AF10%R 100
. _ HEa) ATV QYRFU10%GI R | 100
o 3| i A 5@ 8
B SHHPAMARR EHTS S EAAOL 5452275 po
#MFE TESTAIY O |¥—<vy92200 200
BA(-74))-B%X &1 ¥ F3iv O |EVT/32100 100
D% w Rl=P% 240275 275
BASHBZRAR AT BRI BRI ATV B AFUTHEF110%G 100
P I—FUeEHRASH by Y IRAVUF R L O |39 Z4v9—100FA 100
=2}
_ oo . . cr L= O |75V U100FA 100 420084 /g
B '3 . S ¥ NS S
SETARTw U RARI A BT O |7IUNUF5LU150FA 150 6,300 {1 /g
&t CEXS 10E£15 15848

X BMAEEICHETS,

2 FEERINY OFEER O E GRS
YRR 25 R EE O KR E RN OFEFER O E B REATFE, AR K OVFE B ML B 05 R &
B 23 FERE R OVERK 24 FEEDOFRER L L HICR 2R LEE. B, BT h~A vk, Rk 26 4
2 A 6 BAFT CHRIPEN R ORI O oy s % 2B 285 (BBF0 51 FBEMAESH 35 5) 2
IEE N, fERINY E L TORENRYEESNTND.
R 25 EEOREAKMAEEIT 197 1 (HF5 197 ) TAREBO L 0T, S HEIT 922
by, FEEMEEIX 108 b (Jiffi) Thoto. ENENOREIFEE X 104 %, 97 %, 99 %
TR0, TN L, BEKOEE MR & T DTSR Lz,
R E WY OFER O E S ERFICHD 2EIAIE, VU ~A T NI U AR 33 %
(AT 25 %) TIBZL, WNTHIEE= U AF 2824 % (RIFE 25 %) , 7730221 %
(RIAEEE 31 %) , TEZ~A U 11 % (RIFEE 8 %) , Mep v bF7 2 0n 5 % (it
6%) Licolz. Fio, RENMMBEERIHIHOLIFEGIE, VU /)~ F MV TANR2 %
(RIAEFE 22 %) THRHEL<, WOTHiE2 Y AF RN 20% (RIEE2%) , TET~A 20
19 % (RIAEEE 14 %) , 770 18 % (R 27 %) , R ST R 7005 % (RIFE 6 %)
AL
REAHEELOEE NIMBEELZAFEE KT, Z7arT v I7Ha4 270y, U U4
Aavy, 798 7AAT7HIVER—N, $V /<A F RNIDA TEITA U FEML,
—F, RV R Ty, MR RAF L, TRV MY ARSI WA L.
Fo, MHFEEREFEEN ST ) oA~T XA REORTAXFNL M) AFAT VEZT LB LT Y
LFAXTT RIHA 7 ) AIEBR R oT-. =TTy, BrTFadvA Ty F R T A
EOZHuay R R T AR 2EEND, N—U=T <A U3k 20 FEENS, =78
A RO T A~ A VAR NTAEEN S, Ba <o 03B 11 FEE D SR E EAE
WL, R 25 AR S ERE R o T
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B, TUIvATY, JUNTHEANR, BT aTvA T NI UARRT YR Y R b
U0 DMIREERI R 27208, RSIRLT2 L DIT, BERFrE R RE SR 1T X 5 3OS =K

N o7,
—_— = P = "
=2 BREERHEH GRHERVEENHHBEE FELHE)
(FRk 23 FE~FRE 25 F£E)
TR 23EE TH24EE TRH25EE
A | = A | 2= 1l a | = 1
5 3 wEEmhomE  |OF|awus (AR S0 | 88| ceas AR 2N R 00| cuus R 22N R
i i hEs h & i BEE i #H h BEs i
(#) kel (o) (keCHAE)] (6| () (ke)| (o] (ke(HMED] (W] (#) ke)| &) (e(HME)| )
B#RAUNYY 11| 49880 5 594 | 5| 10| 54780 6 6200 6| 8| 44920| 5 5241 5
IVFUIY - - - - - - - - - - - - - - -
. o |mEavRFY 55| 220000| 22| 22000 20| 60| 236200| 25| 23620 22| 56| 220320| 24| 22032| 20
RYRTRARF: -
N=S=FILYY - - - - - - - - - - - - - - -
JUNTHAR 2| 79760 8 3190 3| 2 8000| 1 30| of - - - - -
I it 88| 349640| 35| 31,174| 28| 72| 208980| 31| 30160| 28| 64| 265240| 29| 27273| 25
JRNTRSHAYY 2 8000| 1 80| 1| 3| 12000 1 1200 1] 4| 16000| 2 1600 1
FRIHFAD) DR PVAEFFLTIEZOMIL LR TR | 2 4000 0 1600 1] 1 2000 0 go| 1| - - - - .
I it 4 12000 1 2400 2| 4| 14000| 1 2000 2| 4| 16000| 2 1600 1
oBsAOYY 5| 19609| 2 5393 5| 4| 19700] 2 5418 5| 4| 20262| 2 5572 5
IIRF4RER |[ETHYAVY - - - - -1 - - - - - | - - - - -
I it 5| 19609| 2 5393 5| 4| 19700| 2 5418 5| 4| 20262| 2 5572 5
, 75T RTHR—I - - - - - 1 1250 0 100 of 1 2500 0 20| 0
RPN TR =
I it - - - - - 1 1250 0 100 of 1 2500 0 200| 0
ERVYUFMIYL 3 9260| 1 1852 2| 3| 10860| 2172 2| 2 7940 | 1 1588 1
P OVEEOV NI LIIN 64| 250612| 25| 25061| 22| 58| 235178| 25| 23518| 22| 76| 308122| 33| 30812| 29
e o [THAVEFRISL N
RYI-TIL %R O
HUFATYAIVF YL - - - - - - - - - - - - - - -
F5ov 23| 251875| 25| 25188 | 23| 27| 206275| 31| 20628| 27| 18| 197625| 21| 19763 | 18
I it 90| s511747| 51| 52101| 47| 88| 542313 57| 55317| 51| 96| 513687| 56| 52163| 48
TETTALY 28| 103975| 10| 20795| 19| 21| 77825| 8| 15565| 14| 28| 104200| 11| 20840| 19
By oy - - - - - | - - - - - - - - - -
Z0fth -
I70RAYY - - - - - - - - - - - - - - -
I it 28| 103975| 10| 20795| 19| 21| 77825| 8| 15565| 14| 28| 104200| 11| 20840| 19
# it 215| 996971 | 100| 111863 | 100| 190 | 954068 100| 108560 | 100| 197| 921889| 100| 107,648 | 100
Xt B E L (%) 111 108 108 88 96 97 104 97 99

3 REEUSINY) O K 8% Ko OVRDEHR 51 0 8 7 G s A 25055
FEEWRNMIT, BRZOREHTEDBENCLY, Rk E SEHRIC Xy S s, miE X, fik
WE DO NSy DI a BRI DA R OG- U 7o w0 S E A RRICHkR T2 60T, #%#E
X, PUAEWE OISy, BIEIZ W7o R o M OV IR R O % T B AR R 2 RO U T AR o
ERFKICHKRT 26D TH .
Wopl 25 AR O KR E BN O KGR K OB OB E SRR, AR AR N OVE R ) A
EERIITRLE.
FE R & BRI DFIG Z RE S EE TR T 2 &, SRR RIRD 73 % (FIEE 72 %) %
ooz, Fio, REIIMEHBHEETHE L TH, FARICEERAR2IED 73 % (FIFEE 71 %) %4

Oz,

)T BANR, fiEa ) AFROY Y )~ A F MY U AL, KRk & R o LS
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NENFNHFESNTWADN, FRk 25 FEI1L, g ) 2AF 3B EOL, 7aLs T4
A7V ROY Y <A F U D NTEENR D AR EFZRE N H - 7-.

K3 BREAKLGH, AHRRERVEENMREE BERIEK - FGRKRAD

(FRE 25 FE)
i EZ) #& -5 s #&
= 8 BEEMM O E B S| emma | TEOE O EE| spme | RENE
) ke) | kel | () k) | (ke(H1)
HEEN/N AT 8 44,920 5,241
IUSATY - - -
RYRTEARFR IUNTEAR - - - - - -
N=D=FIAY - - -
) X F 56 220,320 22,032 [ - - -
o FLELMRFITUEZI LAY Y AAFSTRIH A5 - - -
ThSHA9) R
I0LTRSY A0 4 16,000 1,600
- EFhTAT - - -
Pk =D 4 20,262 5,572
KRB yhTIEFR ISIRITFRIH) R—)L 1 2,500 200
YYIRAT TR L - - - 76 308,122 30,812
T TFaASRATUF NI L - - -
RUT—TFILR FITr 18 197,625 19,763
ERDFRI)DL 2 7,940 1,588
SYAIRFRDL - - -
TESTALY 28 104,200 20,840
ZDfth =] Se g% S - - -
(e 2 4% S - - -
& &t 62 248,522 29,192 | 135 673,367 78,456
Bl & (%) 31 27 27| 69 73 73

4 BREEINY ORER O B E AR ER S OHER

Wpk 16 AL B VRK 25 R E TOmE 10 FMIZ I 2 R @ BN o Ja 5 o 1 E A as S M
OERNMEBEEOHBZZNTIEK 1 LOE 2 2R L.

BREAKEESETIE, PR 16 EE S TR 20 4 £ Tl &2 M0 K LR HEENIC
Hol=ny, Rk 21 FEEIIE - EO R E RN N B kS e S RLEE R I L 2 /& ICBIT L
EORELWAOL, TRUBITIZIERENTHD. 1, ERAMBREEICOWVTY RO
THoT-.

BERNYOENORESKEEX, WTNOEELR I Z—TLRZR™RLEL, 20D
50 %A% E GO DEIATHBE L T D. Rk 25 FEIIRY 2—F VAN EED 56 % (RIFEE
57%) , RWTHRY T ZA RRP29% (RIFE 31 %) & hHic.

Fo, EENMMMBEETHLRBEICAY) 2—FT LV RZPRHE <, TR 16 FHED B VAL 20 4 F
TIERIED 50 %Lh Ea2 HO 258G THR L, VRl 21 FEDES 40 %L EE2 R LT, F
B 25 FREEIEAR Y =T L RZRRERD 48 % (FIFEE 51 %) , IRWTHRIURXTZ A RRDB 25 %
(RTAEJE 28 %) & H o7z,
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5 HWBIOREANIN O E A A& AR
Rk 25 FEED FAMIC AH K O Hlii b o 2 — PRI O R EWINY O E S AR, G5
BROERNEHREREEZR 4 IR
PRk 25 AEEOGRME, ARBEAOEENMEBRERIL, HPE 27 —EFRAPRKLEL, K
W 2 — N, KEENDIAL 27
AR, BRREBE R ORI BT, AL Ot 2 — N TIERMEE L D EmL,
fhF Y 2 — RN T L.
mE, HiRE 2 —ERNITFER 17 BEND, Gt —ERNITER 7T FEENDL, £EEE
A —RENITTRL 19 4L D BRE FEAE

K4 REGHRUBHUEBUERVEENMBREE (BRI

D7, R 25 FEE S EE T o Tz

(FERK 25 F£E)

& W EREH ERH = EEHMEBRES
() (kg) (kg( A7 1))

50 55 222,042 22948
5 (45) (179,288) (18,990)
AR ©) © ©)
N = - -
ks ) © )
alak © © ©
- 79 433,867 57353
(88) (533,800) (64,610)

_ 63 265,980 27347
&l (57) (240,980) (24,960)
5t 197 921,889 107,648
i (190) (954,068) (108,560)

() NORIERX, FR24FEZTYT.

6 BERARE SRS ROE I X D R BRI o IEE &%
Rk 26 4 3 HRBTE, a—F AP SHEIN T E =TS 08 T a7~ F R
TARR) T E2A R, RASHEB AR LI5S, YU ) ~A v F R DA, E
I RUTA, SR RFRITL, ZoTvATy, FBa U AF RN T H
A NITR DB ERE FEREEZTOFELS L L TRERINTND.
Rk 25 ARE O Bk E R BLE SE T I K DR E RN O RS SR K OV B R B A R
EFRBN 2Ny T 2T~ T b
VUL, JI~TEZAR, YT R M) ULARRT T~ A 200, ek E kg3

5 2Lz,

FIZRDBEERN B - T,

ks, Wk 25 FEICEFERINY E LT oM

rE

LRk 25 AR O B Gk E R RLE I X AR E I o LGSR 685 2 (RFRITEELL

95 %) ,

FEMEBHREIT 92 b (Uifli) (RFATEEL 103 %) TH-o7-.

SRk 25 EEORLEREILX, TR T RNV A, B o~ A MY va (FENR)
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FH¥a v RFPRNIDUA, oI~ AfTy, ST HEAR EEHR) , BT a9~ b
Vo AR ) ATy (FERkR) OIEICZ 0 -7,

Fo, EEOMMMBEEIL, TXV T MNIUA, IR RFRNITA, YU AT )
U DA (FENR) , =TTy, ST EAR L) , BT a4 MY
AR ORI U AF L (R DIEIC % - 7.

K5 EHRPFEAMFREXRBICLINEHETF

(Frk 25 F£E)
£85I BERINYDOIELE HEME | RENMAIE
(kg) (kg(F3 1))
IUSRAVY 63,120 5,050
U RTEANT RERT) R FU(FREER) 4,100 410
I NTRAR (FFHR) 57,720 2,309
N &t 124,940 7,768
YU IALFR) 7 LERER) 191,700 19,170
toTaASRALUF NI L 17,600 880
RII—TILER |ERVIUFN)OL 222,380 44,476
SHOVRFR) DL 128,480 19,272
N H 560,160 83,798
#® &t 685,100 91,566
xt Hl & E tb (%) 95 103

(BEERBEAHNFRERELVEESERY)

7 KEE I O i Sk s

Wk 25 AFEEEORFETINY O E SR & B R Ef B S RE T I L 2 REHE S A L
TR BLE SR E R R ER MR E & Z2E 6 IR LT,

Wk 25 FEORBIESEKEZEINCADL L, RV Z—TAR2BHEHEL<, 1,014 b (K
E 514 Ry, BEk 560 b)) ERED 67 %EHO, FEMNTIEYY AT N U A

(31 %) , EXTrF R UL (14 %) , WilEa) ZAF (14 %) DIETEZho7. £z,
WEENMREELZEINCHD &, RRICARY =—T %2 136 b (BRE : 52 b, Bk
84 ~h) LBRD 68 %E HOKRH L, FBERTIIYY  ~Av T VUL (25%) , EX
YT RITUA (23%) , g ) ATF 2 (11 %) DIETEZ -7z,

WIZ, Rk 16 FEFED SRR 25 4R £ TOiE 10 ISR T 2 FrE N O e B S 55 8
ORERNMBEEOER OB ZZNENX 3 KO 4 IR LTz,

R 19 R HE D & —E O R E U A B SR E B S RS I L 2 B ICBAT L, FRk 21
FEPDIIRIBIZBITL TV,

AR SRR BE, TRR 16 AFFED DAL 21 4R F TR A 0 I L7 S B & o 72
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N, AR 22 AEFEICHEEINL, FRUBITIZERIZVTHD. REBNMGHREES, VK 16 4FE N
DR 21 RS E TITERA MY ' L HIAEIIC S o 722y, Fpk 22 RIS L, Z1lh
BelX o3 0 IME RN & 5 .

FTo, FRL 25 FEICBWT, 2O 5 HARGREREEREEE I L2 ER 5 5FE 1T,
EHETIT 43 % (AR 43 %) , EENMBE R TIT 46 % (RIEE 45%) Th oz,

K6 RFEARMYOKREEFUES

(R 25 £F)

e e s K _ HREEE Hifi _
5 BRI RREERE™ B mmre | B
(kg) (%) (kg(J2 1)) (%)
BN RTDY 44,920 3 5,241 3
IVSRAVY 63,120 4 5,050 3
oo . B XF 224,420 14 22,442 11
RYRTZA(LZR PRy — — — —
JUNTRAE 57,720 4 2,309 1
N it 390,180 24 35,041 18
HOILTRSHAHYY 16,000 1 1,600 1
FeSHAa9) 0% [TUVEVNAFNTOEZ)AAN Y LT TR 190 - - - -
N it 16,000 1 1,600 1
U = 20,262 1 5,572 3
IYOFMRR  |[ETHRA Y Z Z N -
I\ B 20,262 1 5572 3

. R TSR THRTH)R—)L 2,500 0 200
RIYIFIER I\ £ 2,500 0 200 0
ERT USRI L 230,320 14 46,064 23
HUYIRAV VTR I L 499,822 31 49,982 25
AT T LT iﬂ??ffbuvA 128,480 8 19,272 10
N e S G P RPN 17,600 1 880 0
FIv 197,625 12 19,763 10
N B 1,073,847 67 135,961 68
TESTALY 104,200 6 20,840 10
Ea¥4y - - - -
ot ToOrRAYY - - - -
N it 104,200 6 20,840 10
#w &t 1,606,989 | 100 199,214 | 100

X1 REAHMBEBLERFEFANFRERBICIIMNENEBORE
X2 REAMBEBLERFEANFREREBICIOINENDRENMBEEBDRE
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8 Ay
Rk 25 A ORE BRI ORE &K OB G E R SRS E T I L 2SO RIL, ToL
BOTHD.
(1) BEWRMBHOKREIL, 9 EHEND, 9 MEORERMMICONT, 15 SHORGENH > 7=,
ZDORTH, HE MR ST A O -E 2 W IMIRFE L Tinvis
(2) FFEWMP O E ST 197 4 (FFE 197 ) , GREEIT 922 by, EEIMRE
BT 108 b (i) T, RIAEEICHAT, 5T L7ans, Bk OVFE & )il 5 838
Lo, 2B, AEKIETR1NoTZ.
(3) FEBRMY OBEGEBELZFEEINCHAD &, VI /)~ T M) ARRBEL, Hit
fea ) AF >, 7N OIETHN-.
(4) BMEIZEHK LIERERINYOEE MM E &R2EERNI AL L, U ) ~A v F R
AR HEL, fiEa ) ATy, TEIT~vA NI DIAETE V-,
(5) FrEWRMY OBEAEBEKL OEENMREEIZONT, B L FEHROEI A % i3
LL, MICHEEHRN RO 713 %% b 7.
(6) FrEWMP OREASHKIE, ARBEELOERENMBEEZENINCADL L, &2 THFE
VE—PiRbENo T
(7) ek EATEHERE T I L DB TR ORER EABENIICA DL L, TR T b
VLR REEEL, YV /A T I DA, 9y RPN U ARZOIETREZ.
(8) %rkir AR ERIEHF 1T L0 BIE SRR ERINY O F EMEHE &2 BRI A5 &,
EFERVTFT RNV ARREBEL, TR R RNIDLA, BV AT NI T ANRIO
JIE The 7z
(9) & RIMP) DR E GRS & B ERFEE RS G F 1T L 2 REHE L 2 65 Lol
ERELFEEIICADE, Y )~vAF RV UL, ERVVUOT NI DA, i) AT
YONEIZZE L, REZBNMBEETLRETH- 2.
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3 773 XU UEMAFTY FZOWNT
Assessment of Qualitative Immunoassay Kits for Screening Test of Aflatoxin
MR EE 22 AR A Rk 7 25— i

1 [FL®HIC

FURAEEIOEFR S LTHWLNR D E D B A LIE, FEHICET S TIEZ0RE M0 pE
BEZT, WERELTHMONDT 77 FF I AERENDZENDH D, MEtoEEEL ICER
WTIE, TFRBOAEWEORRERLYE) NICEDONTET 7T hXy B ORYEEE B 5B E
ot d o2 etk ois, TARE~OFEYWHERASGIEDO LD OIS A KT A ) D2
x, 777 bR UMBHRAENY Y MEZAWTEFERFER SO MEEHRICIY M END Z L BEE
Ihb.

ZOXIRRUD T, WMIATBIENBMOKEH B LNt 2 —Tik, ENTAFARETH-
777 MRy UoEMEHFT Y M (UUF, TRy b WS ) ORHAMEROREEAERT DB
DEBINL, FEFEETHDLEIBLAZLETRE I LA LINTLEIEY (a— 7T 7 4 — K,
A= ITNTUI =NV KPREI A LVARATT—XT LAV Y a7 ) ZREHCHY, &% v
FOBERANESEEZTHAE LT-DT, TOMELZRETS.

7¥, SEOPHERNL, Xy FOBLHEFMT D & TiEL, MEORIEEFTEN T v b
DIBFIZHTZD, TO—BERDHILEZEKLTELDOTHD.

2 A %
21 777 bxVUBBERAFY b
MRS TWD¥y haF&EL, ENTAFTE RV DK ONHHKLR () —F—%) 203l
TLHLOERE, UTO5f7HOFy h2RIRLL., HAENRE Ly FOMEIR T OLE
D Thoi.
¥ b A~BIEA T T UHELISA ¥ (BRIE) , ¥ b C~GiEA L/ 7 u~ bk (BEIE)
DIFFIZE S bOTH T,
¥ > M A AFLACARD B; (R-Biopharm Rhéne #1:)
%> M B AFLACARD Total (R-Biopharm Rhéne £f)
¥ b C AflaCHECK™ (Vicam #t)
¥ v b D AgraStrip™ Afla 10 (Romer Labs )
¥ ME AgraStrip™ Afla 20 (Romer Labs )
%> M F  QuickTox™ for Aflatoxin (Envirologix )
¥ > b G Reveal for Aflatoxin (Neogen £f)
22 TT7T MRV UDORBRE
Ty FAITITT7I7 XU B, Y PFFIITT7I7 X UBAUB,, ¥v B, C, D, EX
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T GIET7T7 FF¥Tv v By, By, G AUV G, D (LLF, THRT7TZ7I bR ] &), ) &K
HIXF Ry & LTS, AlNE, et Re LicZ L, TEEOAEYE ORFTHEYE)
DB RLETET 77 hXR 2 B OB EIEHES E LT-.

ks, HEOFEEMEORERRE) [CBIFHT7 77 by B OEHEMIT, 1LY T+4H,
FLA4H, FAMTEA, 9327 aa 7 —fiHORAE R 0.01 mgke, 4H (XY
THERAEOCHLRFERZER) , KA (A8 TBEAZERS) , BH T H5HEKT A 7 —hil
M) KOO T 6 OB G EED 0.02 mgkg TH 5.

2.3 R

TRTCOF Y PRBARNRELTWVDEEIBAZLOEN, EH2BAZ UNTEIEY (a—2 7
NT T4 —R, a—VINT I = NVEREIBLAILVAFTI—XT LAY Y aT)) Zxt
Gkt Lz, £8BHE, 1mm OS5 WA EiET 5 E ThfL7-.

T7T7 hFUATEREISNTW WL ET T 7R, 777 b vy B IZIERSR TV
3FEOLOIBLAZLEBERIGYELEIBAZLA (777 ¥ B OEREM : 4 pgke) , B (A :
15 pgkg) KO C (A :33 pghkeg) & L7z, 2B, 777 b3 v B OFEIT TR Y P
DEEIRE 7 o~ 77 7IEICL 0 R L.

24 777 MRV UBRER

T7T7 ¥y B (A2 bR URBAH, 2 pgmL 7 b= MY RK (FiHisE T3
) ) 2777 bRV UERERE LT,

777 MR VUEERIIA 7y bEHCCGHEHBEEZMEABSRICEINL, EF T A EHN
T A2 BRE Lo, gL 5 L 72
2.5 FRHREEHO R 2 B AEEORER

%X v N OfEHFEEHC R 2 S, LT D~HIR LI FIETHER L. $ v FOREBHA
ROFMAGE, BEFIREEXEAT Yy SORMEHAZFICHER L. ok, 2 EEOMBEEI T I
7%y M, A%/ —NLROLD%EHW-.

v hoOMEFE (1~35) FEORBRIE, FTHERILABNTEENME (1) , B (—) I
EBREMEE BB LIZ W () EHE L. KIS (£) 1EF > b OTRPEEFE ICHERL L TRt
(=) &L, HEHIAICLDHEERHERMBICBOTEMN TH o R E X v b OEFEHHE
FERE Lz, HICSHOMBHNHERERICB W TEMN ThHo MR EZ Xy NORKHERRE L.
K I~5OF v FOFEMETIE, EENHEERRECREHERROAZR LT, £, 6DF
> hOBHRHEEETIE, HEH 3 LITEDHEEDNHERR & 2068 & S U7 87D E
REOEAHERE R 2R LTz,

BB, £X%y MRS TOKRKEE (ngke) ZRHBER, SEHAKOMREIZL > TH
HARE & 72 DIRE X FRERE (ngkg) &RILLTZ.

1) FBHCxd 2 EAM

EOBLAZLKENE I BAZ UNTRIEMD T T v 7 ik 2 Ay CHl Lz aehsig (HE]

) L THFy b S HEFITL, &%y FOEFERIHEMEEN G, BNk 2 5@

MEA MRS LT,

2) BMERE KT D58 M

FHRARZ 10 pgkg AFET25% > N A~D X, 777 ¥ B OBEEE%E 10 pgkg

WCHEL, 7o, MRHEBREZ 20 pgkg LT ET 5% v b A~G X, BEREL 20 pe/kg IZAE
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L, sz %hE L7z,

£x% vy FOBMEREE (777 h%3 > B & LT 10 X 20pgkg) (Cxt L, ZOR1#% OREE
(777 F¥T B & LT EWI2 XX 16 kTN 24 pgkg) L72b ko1, 77 7R BHTT
77 bRy B EERAZRIN L CHR Lo RhAR (GREHE) 12 LT F > b S EERIT
L, &%y bOBRERE/MZICE T 2EERNHEHEREND, BIFERE IS 2580 % iR
L7,
3) BRIBHRL S BAZ LITHT A E8EM

FBRHIRAZ 10 pg/kg LT ET 5% v b A~DIE, BRIBLEEI>LAZLALKUBEHNTT
77 hXxvr B OBMEREZ 10 pg/kg AT L TR L -3UhEK (KEME) oxtL, %
7=, BHEREZ 20 ugkg LT ET 5%y b A~G 1%, BARBERESHLAZL B LU C #/H0
CRAMEIR B 20 pg/kg ICARE U T L 72 30RA R (RCIERIHY) It L& F v b SEEZRITL,
%Xy NOEFENHERREND, ARGRE S BAZ LICHT HEEMEL MR L.

7ok, ABHREEIZKT DA O EIL, v P A~B A 10 glZxfLT20 mL, ¥ k
C 2NBMEIRE 10 pg/kg TIE 5 g% LT 10 mL, 20 pg/kg TIX5 g2k L T20 mL & L7223,
¥ v b D~GFEF v b OB GEICHER L.
4) HHRHEES

2.5 2) BEREICHTHEEEZERLZE DDA Z LOMEIHERRICONT, HEH
3 ALK DHEENHERMRAFEMRL, HEEHMO BRI K2 HEZE, &%y NHOHE
B 7] 55 & filesE L 7.

3 # e
3.1 EHEAFXy NoREHTxT 2 AN

KT T 7REHIRI LT Ty FERITL, o EERHERREER 2 IRLE

LOBATLAEXMGE LIEGAITIE, WThoXx y b HrEICIIER 2o 7.

A= INT 74— REXMNGRELEGAICE, Sy M A KRB IEVY—MRARy NEALEE
P72, ¥y NFIIT AN IAVORORARARTH 5EDOHSNH 720, ¥y MA, BK
O F O3 AIPEICIZMER oz, Larl, ¥y FCRPGIEarbe— I 4 BEALRY,
Xv b E (D) ITHABHEBEN T AN T AV ETICEZELRWEORERENFED O, ¥ b C, E
(D) KOG O IXMER H - 7.

A= TN T U ENRELIESAICE, ¥y C KON FIETANIA U OREANREND,
¥y hGEaryba—AITAL KO TANIA LV ORERHENEOHERNRH -T2, Fv b A, B,
C, F X" G O HYEICIZME 75?72,&75:07‘:. L»L, ¥~ E (D) &, REHEEBST AT A
FCICHE LW RMESTRD S, @AMEICEREERS - 7.

Flo, LOBLAILTVATFT—RXT LAY a7 VEXNGE LESLEIZE, v b A FEE
HAAR Y hORARREAKE, v N FIITANIAVORANENVGEOHENH 720N, v b
A, B XO'F O@EAMICIIMEIZR >, ¥y F C RO GIEarbr—nI A4 RNEALRY,
v b E D FREHRENT AN TA U ETICREELROVEOHRENBED LN, v b C,
E(D)&% O G O HPEIZ XD & - 7-.

2B, ¥y b DEFy b E LHIEEFINE-THY, RHEAN TR D0 R T AR C &
EZ, ¥y PEODOEREZH - THIKr L7z,
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3.2 EHAF Y FOBRMEREICKT HEEE

BHRAREZ 10 pgkg LT ET5F v b A~D IZOWTC, 777 h¥F > B, OBMEREE 10
ng/kg IZHEEL, ZORIBOBREIZENTES Y hERITL THELNTZBEENHERHREZE 3 TR
L7o. F72, MHEBRZ 20 pgkg U FETHFX Y F A~GIZOWT, FEREL 20 pe/ke IZHEE
L, TORMBEOBREIZBNTET Yy hERITLTELN-EENHE/REELE 4 IR L.

KIDEBY, 777 h%2 2 B OBMEREZ 10 ngkg IZHEEL, EHbAZLEHRELE
BAE, ATl Yy b A~D OO bF% v b A OATHRINIERI GO, LrL, £
DIEND X > b TIE, FWREHEE 12 pgkg CBWTEME L HE S, HFICKT RN EL .

Fe, F40LBY, MERELZ 20 pgkg IZBEL, £H5bAZ LaRg s LELAICE, &
TLEEXY PA~GOHIBHX Yy A, DEXRE T, a—2 7 AT I —VEHRE LELEITIE,
¥v b FOLRTHHFSNGBENEONTZ. L L, TOIENOF v b TiE, #EHEE 16 ugkg
IZRB W TS 2 WO IXBUBHREE 24pg/kg ICB W TN S HIE S, BRI T 2/RBHE LTz,
33 EMAXy FOBRBLRL I BAZ LT 2EHEM

TT7T7 XU B OEENEREN 4, 15 K33 ugkg DEHRERES>BLAZ LA, BLKOC
L THEFXy hERITL, BoN-EENHEHEEZR S IORLE.

777 h¥T B OBREREL 10 pg/ke [IZHE L TR L2RAWSKICRILTIE, &28A2
L A (4 uglkg) TlE, T XTOFy hTHIRSINLIRRBGONTZ. £/, £9HAZL B (15
pgkg) TIE, ¥y b D OLTHIRINDMRBHEONTZE, TNHLNDF Y M TIET TR
EHIE S AL, BRI DR G DT,

F7o, BMEREEZ 20 pgkg ([T L TR LAZREHRRICHLTIE, 2852 L B (15
ng’kg) TIE, ¥ v b F THHEEHEINTZIENTIHRESNAERENGONE. T2, 98 AZ
L C (33 ugkg) TiE, #XTOFy b THRESNDBERENE LN,

34 EHAXY FOBRHEESE

FIRKRR4DLEHHAHZ LOMFEZEIHERFRICONT, HEEFB O BRIC L 2HE =S ikt
LTI, R6IHERE 34 DHEEHEHREZ R L.

HEH 3 L OHEEIHERRIZTT R T—HT DR L2720, Fv h DICBHNTHAITL
TRUBHREE 12 ugkg O X212, HIEBFICL - TR ERDHERE LRI LT, T,
HEZFIZE > THEICRY PEDOLNLZ bbb oTe.

¥, 6T, BEEbRMELEBHBI LIS WIEAEE (£) ERTLLER, X3 KD4 T,
b xFxy FORBEHHAFTICER L TRE (=) LHELTWD.

4 & 28

FENRL LFy MITART, EH90AZLEZEAMELELTEY, 56AZ LOBEMAMIC
RN EZEZ BT, LA, E98AZLUANDE S LA UMTRIEDM A @RI % E L
EBRATE, BATERVR Y MBboZ b, E90AZ LUANOREBZMEE LTHIGS
NOEREEDL DL, FRBHZE L%y F2RIRL, [hoEnavdoRT 77 sy
DRBRIEICHONT) NTRENTZRT 7T bR U5 AEER O LS I Z LS &, B, RIRN,
FEELME, EEEME, MRS, TRERELZEXO THERTOILEND D.

KXy POBEREMI TORBRHEIZBWTIBEAEZERNBTETHY, BiEs bEME s LWL
T WA () (TR (=) CHETD I ENHEREN L, HEER (£) OHTEEEME
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(=) X LABME (+) ICEET S22 2EK L TWEEEIIE, REHER/RENEL Z L

LEEIND., LeR- T, EERUTEORRICE, EHEICL->THETLIZELMELEZ LN
7.

777 MRV UEODCERITRABPICHET 22 83H 5701, 7V o ZIFEFICEET
H5. REHT TS HRAEERGESE) >, AT OREOBREICONT) MFICESE, ZTok
IS L TEDORr Yy hERETLHH TV 7 HETHRIL oL, EIZ 1 mm OS5 H 0% i
THETHHT DI LICR o THENZMRTHZENEETHD.

Fo, &%y MAHERTIRERIEIL, £10EBY, 5gnhb50gsFy MIXoTHEND
% 7%, Aflatoxin Handbook TIEF v b D~G D a{BHR I 2 Bl i B £ C HELE3° 50g L HLE L
T2 L1, &%y MZBWTH BT EHE) OWRIKY m~ b7 T 7 RS ICHERL L CRUBHR
MExZS50g s L, 777 bR U OREREZN ESEL2ZEbEELEZEI LN,

Xy NEHWDITY 2o TIE, BHMIIR, HUERM%E 2T 2 &8I, FURBUARIS DRE,
R AN DRy & DR ZZRS, WERR) e ERF RN, AFEEIC L D HERTE, SUBHAK O KM
FIZHEL, REHZIS U T, o pHI#AE, 70— 7 v IEOREE LML ELEEZ BN,

X v FOMERROHBEEIZI VT, RBEORBIZEIEEHET D2 (BB 8% Th,
Btk OB RIS S HE L, BEEHET S & (B AhnboxEMET I LS
b,

2B, ¥v hA DEOEICOWTIE, /WS Y% L EFRBRERLSE L SR

X M

1) FEMOKEER & ERREA : WO EWE ORELMEDHIEICSWT, BN 63 4 10 H 14 H
117 63 % B 55 2050 5

2) RMOKEELHE - ZEREEM  SEE~OFEWERAIEOTZDDOMIETA FF A4 D
HIFENZDOWT, FpL 20 48 3 A 10 AT 19 iM% 5 14006 %5

3) BMOKEEHE - @ SR EEORHEICOWT, FAk 20 44 3 1 AT 19
25 14729 &

4) EFELMHFHELLZEMERLZEREBN : PUEradPmoRY 77 FF v ORBRIEICD
WT, PR 23 4 8 16 B AT RCEDSE 0816 5 7 &

5) BEMAEGERR B SRR R ZEHOHE IS OWT, B 5245 A 10 AfTT 52 % B
5793 5

6) RMKEEHE - KRREKELEEHRE BN  feth o REOREICZOWT, FAk 18 4
5726 HAFT 18 145 2322 45

7) USDA Grain Inspection, Pacers & Stockyard Administration : Aflatoxin Handbook, 06/28/2013

8) Yoshiko Sugita-Konishi, Shingo Niimi and Kei-ichi Sugiyama : An inter-laboratory study to validate
quantitative and qualitative immunoassay kits for screening test of aflatoxin B1 in corn, Mycotoxins,
57, 75-80 (2007)
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HE

SERE BB weow)BE b ¥ BEM EH COT ROATEFH| g g agt
NBE reNY L e ol ey (HOX—rsT 501 07 | BOWans (msk Aoy e (20 7EE) (HSH) (FruesoaN) 5
ApeA—o4AE hBBE neBE o N do o E sz b.\|nvm~m3rm_ s S EA204/0 TS uixojely Jog [eanay
yen—oNiE e —OyiE = N (E+LNE-1—rK¥ th e v_:n ,,n_ls_\w. JJMW«,\MVMWWM
(LBE 2BE| o .
g= mpedyL iayr| HEOUHOBE| HTOBEMEHFE = XigojoJiAug
e BT credrs CHEEE| @AY LOE| (A—rgT ) | Bos-ot | oz erenmm| w8 1enskiecs | o BV S e RO
‘apeA—odnE|  iapea—odne| FPEVTENAE DNl gk )
(LBE VEBE| e
10BE LarEqYL iareyys| HEOCORE w0z 501 o ®y| (o0 a'e) (HSW) (Frsqe] Jowoy) ;
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®3 777X U0MAFTY FOEZEERFIMICLSEEREICT 5EEME
(775 %20 B1 ORBEREZ 10 yg/kg ICEEL=EHS)

x4

X ERAMICREENH =T ENDERLTLVLY
|:| RS RRLRASERA BN LB A

RAERRELI-HHOER
EHAFIED AT
U3 Stz -l Sz2Es_=
o (RERES) E565CL VI AT IA—R a— T LFUE—L &’;’E;tjif;;bz
7 EEL R (/o) 10 10 10 10
BALTHARRE (ug/ ke) 8 10 12 8 10 12 8 10 12 8 10 12
MEShBHE B + N N N I N R I N
A AFLACARD B1 BEERHIE |- ---- R R Rttt ettt ettt ettt ettt Attt Sttt ettt ettt
(R-Biopharm Rhéne #t) BIRHIE - + + - - - - - = - - -
8 AFLACARD Total BEHE |- ---—|-----|----—|-----|-----|---——|-mmmm|- == m = mm e e - o - -
(R-Biopharm Rhéne #t) RIEHIE - - = - - - - - - - - =
AflaCHECK™ BENHE |- ----|-----[----- U S [ P !
c
(Vicam#t) SRHE - - = x - - - *
AgraStrip™ Afla 10 BFEAHIE |-~ -~ |-- |-
P (Romer Labs#t) BRYE - - = X x *
+ o Bt - R

TI25 XD UEMERATY FOBERFMICEIBEREICHT HE5HME

(775 %22 B1 ORRERE% 20 ug/kg (228

ELEEHER)

X . M T A DRIELTLVEL
|:| S ARRLRGARRLBONIEE

REARELIAN
EMERFIrOET
3 izl Saam_—2
(ERER) E545CL AT IR LT AFUE— &’;’E;tjif;;b =
Fub
g B RIERE e/ 20 20 20 20
AL SRR (ug/ ke) 16 20 24 16 20 24 16 20 24 16 20 24
SR - - or + + - - or + + - - or + + - - or + +
A AFLACARD B1 Ll I I e I e e o Il e el I e I Bl Il e
(R-Biopharm Rhéne #t) BT - ¥ ¥ - , _ _ , _ , _ _
B AFLACARD Total LEERIR Y el Reetetiatiel Rtetetiutiell Rtietetitiel Rnfintietiutinl Rnfintintietind Rnfinfitiotind Rnfentinftind Rnffftind Ruftufuted iuefatuted Sufefafeie
(R-Biopharm Rhéne $t) BiguE - _ - - - - _ - - - _ _
AflaCHECK™ BEEMNHE|-----|-----|--—--- N e ettt ettt .
C
(Vicam#t) BREE - - - ® - - - x
o AgraStripTM Afla 10 BEANHE | ----- R % % %
(Romer Labs#t) BRHUE - + +
c AgraStripTM Afla 20 BEEANHE |- - - -+ |+++++|+++++ » » %
(Romer Labs#t) BERYE - + +
F QuickTox™ for Aflatoxin BBEAMHE |+ ++++|+++++|+++++ |-+ |+ 4+ [+ ++ [ B IR e [t R I
(Envirologix#t) BERYE + + + + + + - + + - - =
G Rev?:‘I for A;I;t)oxin EERHE |- - - - - aiatatatd Infululdes %  |lDoooolmmmmmfe---- »
cogen HAEHIE - - = - - =
+ o Bt - Bt
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x5 777XV UERATY FOBRFRES LA LICIIHNT HIEHEKE

AERMRELEZBRFRESBHIL

EMAFVFDE = S 5
(WEREER) £545LA £5452L8 £545L8 £545L0
o (AFB; : 4 ug/kg ) (AFB; : 15 pg/kg ) | (AFBy: 15 pg/kg ) | (AFB;: 33 pg/kg )
2

1B LI BB (ug/ ko) 10 10 20 2
BRI R e k) 4 15 15 8
BEShABE - * - .

A AFLAGARD B1 EESHE] - SRS T —
(R-Biopharm Rhéne #t) BiRHE - - - *

. AFLACARD Total EgEpHE| ----- | ----- | ----- L
(R-Biopharm Rhone #t) BR¥E - - — i

- JU—— EEHEE|  ----- | o ----- | ----- Ty
(Vicam#t) BiEYE - - - -

b AgraStrip™ Afla 10 EENHE] - e —
(Romer Labs#t) RI&REIE - + — i

. AgraStrip™ Afla 20 L e —
(Romer Labs#t) RIREIE _ i

F QuickTox™ for Aflatoxin BERHE ML —
(Envirologix#t) BRHE i i

a Reveal for Aflatoxin mEyaE | To-o- e
(Neogentt) RIEHIE = -

v - R

:l  BEShARRELELAREABONL S
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x6 777X UEMAXY FOBRYESE

RAERGELEAM - 58520
185 U=BRME R E (ue/ ke) 10 10 10 20 20 20
N EHAFVEORH ot
Fuk (MEE=EL) BALRMRE (ue/ke) 8 10 12 16 20 24
HMEFSh 2R - - or + + - - or + +
FybREE 1(2[3]|4|5|1]2]|3|4|5[1]|2]|3|4|5]1]|2|3[4]|5]|1]|2(3]|4]|5]|1|[2]|3]4]|5
HIEEA| - |- |- |- -]+ +|+]+|+]+]+]|+ o IS P (o [ P i e ) I e A
HIEE B FIE HEEB |- |- [ - |- |-+ +|[+]+| ||+ +]|+|=]+]|=]|+
AFLACARD B1 -
A HEEC|-[-|-|-[-|+[|+|[+]|+]|+|+]|+]|+]|+]|+ -|--+]-|- ]|+ ] -
(R-Biopharm Rhone #t)
EENHE" B I I S I o I I I A I I [ I IS I IR I I I IR (IS I A I I (O I I
e - + + - + +
EEA- |- --1--1--1--1-1-1-1-0-1-0-1-1=-1-1-01-1-1-1-1-]-1-]-
I B HIE #EEB |- [-[-|-|-|-|-|-|+[+[=|=|==[=]-|-|-[-1-|-|-|-1-|-|-|-|-1=|+
B ’AFLAGARD Total wmz Ol = || ===l =l= == 1=l =l=T=1=T= === === === === -1~
(R-Biopharm Rhone #t)
EERFIE" RN NS
B E” - - - - - o
EEA - - == e = =
. HIEE B FIE s |- |- |- - 1-|-1-|-1-1-1-1-1-1-1+~0-1-1-1-1-1-1-1-1-1-|-
AflaCHECK . NN NN
c (Vieam#t) FEH C +
BENHE" S e e
BipE? - - - - - =
El = N I I I I I N I S S e S I R I I (=N IS S I o A I I I R I I I I
HEERIHIE HEEB | ||| ||| ||| ||| || |||+ |+]| x|+ +]+][+]|+]|*
D AgraStripTMAﬂam HEE C I [ [ R I [ N IOV (VR (R IR IV R I I
(Romer Labs#t)
BERHE" ={=1=1=1-1=1=1=1=1=1=1=1=1=1=0=1=1-1=1=f++ =)+ +]+]+{+]|+]|~
Bk E” - - - - + +
HIEH A sl ||z x|z +][+]+
. H 7 E B HIE HEH B +|x|x e +] 4]+
AgraStrip™ Afla 20 o T
E (Romer Labs#t) F|EHE C X sl e+ ]+ +]+
BT NI R
e - + +
HFEE A P I I I A I R I I (S S I I B I
HEH B HE HEE B R R A R R R R R s
F QuickToxTMfor.Aﬂatoxin HEE C x el s el el sl s 5= 1+ 1=
(Envirologixtt)
BEEpE" B R R
BiHIE" + + +
HEE A HEE R E R R EE
FITEE B HIE HEEB +lx|x|x|x|x|x|[x|x + =[x
G Reveal for Aflatoxin HEE O x AEEEEEENEEEEEe
(Neogentt) LS
BEHE" Sl
BiE? - - -
+ o Bt - Bt + . BEEBREEELHIELIS(L

X EAEICRENH S EALEMBLTLVEL
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4 Nal(T)oUFL—2avRARRY FOA—RICLBEHTOREE TS
DLDAY ) —Z2 5% —FEH 24 E3 A0EEHRERELEZZ
(+F-B&RiE—

Verification of the Screening Test for Radioactive Caesium in Animal Feed
by a Nal(T1) Scintillation Spectrometer

WL AR A ST T

FRBNHRASHEEE R B OF 2=, ik 23 4 8 AICfEIH ottt v
LAOEEFRENZRE SN V. 20%, BRATOBEFMEL ST LOFIEUEMI TR 24 F 4 A0
LIEATEND P2 LICHIST B0, PR 24 4 3 A BT OB EFAENS RE S, izt
J OV R A BHZ & - CTix 100 Bg/kg, MHAEEHZ & > Tix 80 Bakg, F=AMEEHTH - TIiX 160
Bq/kg, ML H > Tid 40 Bake (R GEE CHEEHIKDEAEE 8 FI-—2X) ) L@
sh .

AR OREMEE Y T ADA I V== 7L LT, Na(Thy > FLb— g VAT b A —
R DFERFEAT 2720120, WARGEFECEEAHRAFEEO X 512, BiAXD LHEER
RWRBNRZ W &, BEFFENRN EFIZHELRTER B2, £2, Nal(Thv > F
L—3 g U ARY br A—Z ORI, WERHZ & < TUXRE T RIESE OdED fiAw 2 73,
BEMIIFAZ ) —=v 7k L TERIN D REE RO REZ BT 5 Z LT, —
7, HETRMEZ#HERT 272010, REOUERHRK O~ U XV EHZBFHTE S Nal(Th> v F
L=y a VAR R A—Z 2 RIRTLHZEbEELRD.

A El, FAMIC IZBWT, FYEEF/MMEICKHST 5720, [T OlREE v L A7) —=
V7 VEBEIC, R HEBEZET) xS Lz Nal(Thy » FL—3 g VAT b A—
ZINZR DAL T LADR Y V== 7k BRGE L2 D T, ZOWERBREOIOBE 2 RET 5.
F72, SEIOBEIEREFNIL, FED Nal(Thy v F L —va A7 b A—Z &R THEEL -
LOHY, FETH->TiE, AWDLo#ROMEREICHEL, MURFETTHEIRD XS S
nicwv. 7ok, ZORERRENL, SRR OBEEE v U AR E A E A MR LE o T
L2 ERTHAICEH, RHAETHLZLEFIEI>IETHRY

I AE#EFICDONT

IRt HeEEET5Z &.

1) WE FRRE
WP o7 A(PCs RO C) D AR ENEETFAMED 1/4 L2 5E, bbb, FROE
RN 25 Ba/kg, KA 20 Ba/kg, = A FEEHT 40 Ba/kg, M AEEHE 10 Bg/kg (H
phE R CHETEHIAKDEHE 8 HIX—2X) ) LUFThdZ &. WETFRMEOMRTIEL [/
P OBE S T AR ) —= o k) VICHEILT 5.



158 fREHFIE S Vol. 39 (2014)
2) HE (FIE)
W) 2RI 2 W TR BRI R ES N TS Z L.
3) A7V —=v T 1L~L
EEFRMED 12 L ET, 227V —=0 7 Ll B T HHIEMBD 99 %X R FRN & &
BEL SV THELNDME, T7hbb, FROEMHERHT 100 Bakg, BKHETE 80 Bakg, F&
A REREHT 160 Bg/kg, A AMGEHT 40 Bokg (R EE CHEAERHIAYEAE 8 FHl—
Z) ) UFThdZ L.

I #E(ZDNT
[ERDEE S D EE o 7 A OB FIEIC SN T DICHERT 5.

I BAEDCDBERIZTDONT

1) HEE, BERERIES YU —X 6 Nal(Th)> v FL—3a v A7 hr A — &gkl O
T 5.

2)  HE T ERAEIE, ERR O HARIC B 5720, T 288 O PERBIC R G - 72 1 E Re
ERETD.

3) fb bR EOEEMENEET, MBI 5% EL, MERF~OFRERELBLOT LR
VETHD.

4y Ny 77 vk (BG) fEITEMMICHEL, BGHEO EFIZLY, JE FRRMEICHEENHT
WRNWT & iR T D

5) REBEMOREZHEL, BENELLTWRWI L 2HET 5.

6) A7 UV —=U7ikL LTHET2HEICE, MERBIMEE THLN, A7V —=vT 1L~
L EDOREMEZSHRER E T H5HEI1C1E, 3 BILLEMEZ#EVRL, TOREHEEZHWS. Of
HC, Fr~=vu P8 RRESRICLA2RELZERL, WEFAMEBEL TR L ZHER
T5.

7) oM, BIEFECET DM, T 5 BIE#ER O REEIEICHE D .
£72, Nal (TI) > FLb— a2 A7 bhuA—% %O CTHIE LR %2 B3
HI2Iic (FER) | Pl bBBEICEShT.

V EXIIREE

1) APLERE T AR L WEZ FEM T 2 WEIE, RAEFRZDIET 272012, Bl LRk
.

2) MIUASENLOREFERZIET 272012, FHMEIZBENSHRIZLTEBL 2 L.

3) APLEE R OMIEIC Y720, (EEFTRERS &SR OGRBIIED 7= 91T, REHEIC FE 4 I
DRERZDEOBRIEHEZHE LD Z L. ATLBICH W BE - b REThH S, £/, E
¥ELMBBICERZ D ENEE L.

4) BHE~OFERE T 57012, REZFEOMERGT, 7y 7ETRBIEI D, A

TF L AREFEICE AT D2 L. Fo, WERSRNOLDOIHREPBEEINDHEITIE, B EEE
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5)

A-2

NN E D ICRENNE T v 7THETE D 2, HHZICR TR THERT 2.
BG HE~D B a2 i/ NRE T 272012, WEDKED o 1218 OREHTH LTI O FRICBE) S
5.

BAIEFHZRBIIZDONT
HIE S

HEES © EMF211 T o~ AT 1 b A —Z iR E R EH A7 A ver.2 (EMF ¥ ¥ /X
> )
Bitigs i34 F ¢ X3 A4 F Nal(Thv > F L—H —
R - HEREh o — L B (B X 50 mm 7, EEHRNEY 3 mm)
WERS : RV ““““(350 mL, 900 mL)}, U8~ U 3 U &ZR(1 L)
FEHIERER - 15 40
BG fEHIE R - 2 W] (B 0.5 g/em’ PLEDOREHI 3 L TIEAT, 0.5 g/em® K o akkH
L CIEA SIS S ANV eiREETHRIE Lz, )

BIEZ A 72508

FHEGEFEHIBERST 2, T OMOBIE EFEHITE KM 2 —E B2 Thit ik
BUULAREZRE L. WE F—F v — N7 7 ZAEREMFEE) 1T 1~2 mm (TEM L.
B HIE 1T mm D55 WE@EY 25 E ThiEL, FE7EGEEHTIE Rl 2 — & B0 2 T
YU LAREZME L. ST ELUKROQNMNTIE, FFGREBHTE AR 2 —E&NA T
S > D LR 2 L.



160 fREHFZEHE Vol. 39 (2014)

B HIEREH
B-1 HHIERZITIST 2 HE T RO EE RS 5

&1 BAEBRRFITHEITLHRETRIE

EEHRED HIE TIRfE(Ba/kg)c)

A 1/4 %EEa) kS SOEUE-L
(Bakg) (glcm®) 350mL 900mL (1L)
4 Ff S AAE 25 0.63 39.2 17.0 7.8
B ERRAEE 20 0.70 35.4 16.8 6.9
& FfiD & AA % 40 0.73 34.0 14.7 6.0
A ARSER 10 0.50 49.5 23.6 9.6
P 25 0.37 66.7 32.2 13.2
Faho 113 b) 0.22 113 54.2 22.2
ATE - 0.34 72.8 31.9 12.6
KADEMNT - 0.47 52.5 24.8 10.0

a) HERBICEED RO EE(g) BIEA O R (ecm’)

b) DO ODKIN10% L LIEHEDOTDL b OEEFAEIL, KA &L 8EAN—ATHEAET D
VR H DT80, 450 Bakg EFHHET DL ZENTE D, Lo T, HEHFRMED 1/41%, #2113
Bakg L7225 (Z0fElL, MEFOKRSEAEEICEIVEEHT D) .

c) HIE FIREBqke) (k=3)

kX SR I 8 {k sz { t, } }
ko = AT 1+ X n, x t,

il

t X BREE

toty © EHZ OV BG O FHELRER s
ny : BG OFHCE cps

RO T LAORA T Y —=2 7 E LT Nal(Thv > FL— a3 VAT fba A
— XKD FEEREE LT-AER, 350 mL A U Fez2ERSICHWTZIEA L, JE TR
ITETORECHEFRMED 1/4 2z, A7V —=v7ELLTCoEAERHELNEZSZON
7. L»L, 1 L ~URVEBREPUERFCHNZHAICE, WE FREETECoORETEE
FRMED 1/4 2 FEY, A7V —=v73EE LCHEBIZAEETH-7-. £/, 900 mL KR Y%
A MERS & L CTHWEEAITIE, & T IRE T A B S R QMR C /& A E O
/4 Bz, A7V —=v 7 LTCOEMAITELWEE X b, b UAORECILE
EFRED 1/4 %2 TRy, A7V —=27EE L CGEaHIEETH- -
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B-2 A7 U—=2 7L ~ULDIREEREF

#£2 Nal(MHSUFL—30RARS FOA—RIZEBATEBEDHHD 99 %IEHEXK
O 900 mL RV Bz ERFFITHWT=5HE

Nal 32 {& b)
99 %X ¢c)

TR{ELGe L+RREELCe

Ge HIEfE a) FHE FERE AEENEE  BEEORE

v TR{E LRIE %)d) %)e)
(Ba/kg) (Ba/kg) (Ba/kg) (%) (%)
(Ba/kg)  (Balkg)
AR AR 38.5 47.8 5.3 34 61 89 159
R ARS e 30.8 39.4 4.6 28 51 90 166
28 F A & 4 71.5 88.7 5.1 76 102 106 142
SaERAEN 17.0 17.8 4.3 7 29 40 169
e 45.8 58.1 6.3 42 74 92 162
i el=y 213 219 14.8 181 257 85 120
\ 41.4 46.3 7.8 26 66 64 160
STE
22.6 27.7 6.4 11 44 51 194
. 46.1 61.0 5.5 47 75 102 163
> \B \Y
! 21.1 31.3 5.8 17 46 79 218

O 1L~ U RV EREHERSRHNTZEGS

Nal 38 % fig b)
99 % X[ )

THR{ELGe ER{ELGe

Ge flEfE a) THIE FERE AEENEE AEBENEE

EoE 2] TRRIE LRRIE %)d %)e
(Ba/kg) (Ba/kg) (Ba/kg) (Bake) (Baka) (%)d) (%)e)

Emmaas 385 40.1 1.9 35 45 92 117
P 30.8 395 1.9 35 44 113 144
ERREAEE 715 78.2 40 68 88 95 124
%o AERA Y 17.0 18.7 16 15 23 86 134
W 45.8 54.0 33 6 62 100 136
o 213 224 8.6 202 246 95 115

R 41.4 50.1 3.7 41 59 98 144
ATE 22.6 28.2 3.7 19 38 83 166
T 46.1 51.8 4.5 40 63 88 137
! 21.1 26.4 3.7 17 36 81 170

a) b~ =17 L(Ge)¥-E AR A (CANBERRA # GC2020, HIERS ; 1L~V VU &, H
ERER 5 30 70f) I X 2HEME (n=10)

b) Na(Th¥ > FlL— g AT br A =22 X 5HEM (n=20)

¢) mti0nXs TRLIESDOTHRBE 19, fERRE 1%0 tEAR)IE 2.539 (m 2EHME, s FF1E
W2, kJEH)

d) TRIEZ Ge &Mk HERIC K 2 HEMEIZ TER L T 100 Z #h) 7ofi
e) EFRIEZ Ge Y- E AR RIS & 2 HIEEIC TR L T 100 Z 87 72 fE
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Nal(TDY v FL—a vy A7 b A —ZICEHHEMBD 99 %EBEXHE O FIRME & Ge &

BRI L 2 HEME OFEIS (FRMEEIS) 2 50 %L EOgA, BEAARMEL EoRE %24
BT HAEMEOMRIT 1 %A T &S, £72, EREE Ge HE B HEIC L D HEEOEE
(EIRAEEIA) 23200 %L FOSE, EEFAMELL T ORE 2 ARG & T 2 BBEMEORERIT 1 %
UTFERD., ZOZ D, FERAAEIGD 50 %Lk, 72>, EREHIE 2 200 %L FOHA I
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