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TH4-5FE ELATENFMAERMBES (RMDOLZEMAHEENTEERE)
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R PEREREEORBRIER IR T 2 REOMBRI T 125
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LEEN TV D, ABETIE, BEEORMZ NI T 25 M 2GRN, FEORMICEEN
% & A5 H RE 7 A (S D WD TR BE 2> D G B 7 I E 1R S5 2 TS 92 & 3RS i R o R i)
ERUOBAEORFEE B L L, BLTOBE 21T 72,

BRRE 1| BB AL OISR 2 BEEAR G o Rt
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T A OB, BEEE R OWEE O BAEEE 2572 LT,
WeSE L 7o iRV g v s | B — & alBRiE & HiH SR R —Ch o729 fiHZhRICER K3 5 587
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HO—FRBIEL (EEY) | X IGCMS I2X %




BEEO—FRBRE (BED) | ENARENT
W5, 2D O—FREBIEIIAE U A X
%, S=H T2 EEZAOTHRT 5 H5ETHY,
B LS 28 B HOTR N T2D, ARMERR oy D BB A 7
Fiz< <, MEEE~OAHE LDV, 20—
77, EECHIEOBEHEN L <, BERM L E
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WEFFOBMAITHY . ENANTILRSEHS
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RIZE 2 DHBROFRL & AR EIREORR
B OB EMEOIRE 2155 Z L2 HIIC, &
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FrLyyy, Taryal—xH0nTREDY
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SINTAE DB J OFRI R & 3 ATl OB DU
THRMGEE L7z, M T, BE LB ORE
TR OBIBR IOV T HRRE L7,

[2] BAKEDIZI T 5B 2 BFAR G E DR
R EBREMFRE DR RAEOKREE

SKEY FOFRA, OB, FORFE. K
DAL BROREN . BOFAW, Hd, OV, H 7%
FROENT) ZRGUT, BHEmAC X 23068
BEAMeNT LTz,
RGP0 K 2 3RS D SRS D D
PIHI R A REET D720 RIRICEIEZRINL
ORISR B OGRS s CRUBHR I A 1T - T
[FIUY =R % b U7,

AR 2 SR RBRIE DR RBE O L - FuE b
B OB BRI [T 7o it

AR C IR RIS R A IS I\ T B
D3R OB — A R BRE O RSB EIC DWW T, i
ELaXD L &b, L L FEoB#bE
Bt L7z,

1 EE, EwE—AFRBRE TLOMS I2X 52
WEO—-FRBE T (BED) | ORRMBIELLK
B L. féiifEfl - ik U7z, @ —F Bk O h

HAETH LR O —E% Z D % £ ODS
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WIET 2 Ik Z et Lz,
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HEO—FRBRIE (BFEY) | ORRBWELZ %GR
L. fliifEft - iadifb U7z, —@ R REEIX B 8
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PR 3 A pTEEDOA L FA LR H
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1VHERITF BRI TO I Y 7 5 Lz
AF 2 TTLDREET— DT LE2HNT, &
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LN SO Gly-A. MPPA, Glu-A % A
IRFE & % LC-MS/MS 1E % B - iFT 21T - 72,
2 4 HIE N-(tert-Butyldimethylsilyl)-N-methyl-
trifluoroacetamid (MTBSTFA) (Z & 4 fi{# CiliE
72 EAERE B L 24TV KELH O Gly, Gly-A &
O, Glu, Glu-A, MPPA ® LC-MS/MS % f\ /-
5 G —EHTEORFE AT o7z, iz, BAK
AR~ O 2 R LT,
3EHITIEFINAZEI XL L LT, LC-
MS/MS Z Wiz xA=aF /) 4 KREE 17 ik
BT B BRI L, FERE~ O
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DERDHEBLRO BT,
RGP0 K 2 3RS D SRS DD
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ZORMO—D1F, BB SR E TOM
IZAET 2 BIEEORD ZBE L CRHMET 5729
THDH, L L, AFFEEOFERND, BBk D
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DA A — R BRE O RS RERIEIC OV T, i
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FODSI=HT L (50mg) MOPSA I =Hh7
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M L7272 TidZe <0 B - BRI O &5
BrZim 2 a2 MaHRT 2 2 LR T&ET,

WA —FakBRiE TGC/MS 12 X 5 sk —FF
AERE (RPEY) ) OFRREBIEZ W R L, fiifEl -
W b L7, T 282 T 5729,
FE RIS 2 i 2 @ — A alBRiE o 120
WZL7, MR EZZ0EE Cs =7 LIZA
#L, 7EF=PVUALK (9:1) THEHTSHZ
& T ARIRIEAHERR Sy A R ETH 2 E N TE T,
Fo. —BEDCis B0mg) =T LNHD
WHNRIZHAL T b Y 7 AR AR A%, B H
?D Cig (50 mg) J=HhT ATHHIT L Z LT,
ARy H R ET A Z N TE T2,
W BT 52 ERFfeL rotz, EBHIT,
PSA I =07 LR AETT O 2 & T, MMk
IR0 Cis =7 LTRSS Z R TER
Mol OFERETDHZENTE, KDL
BRENZVEMICBNTHL Y 7774 b I—R
YIZAT ALK OBHIIAE TH o T, IR
1%, GC-MS/MS #E DEFEITIG U, Fofk s
KOBREREETT 2HEORMTIZEEL
7o —EOIERERET B Bh AT E & T
IToTlz, LAEICK D | BeERERDN RIR I ELHME L
72120 TR < RBRICB T DR - RO
MEZHRT 52 LN TET,

WE—FakERYE TLC/MS 12 X 5 B 1 30
HO—FRBIE T (BKEY) | OREMEMEZ K
B L. @EN MR R GHEE L LTz, Ky
Prifidimsen —F R BRiEICHE - TR L 7= Hhitig
., HEIRTLEEEZ AT Cs 2 =87 & (8
AR 50mg) T2 BPERE L MRy 2 R
L7c#. LC-MS/MS THIET 5 HiETHD, 4
AL BRI, AR ROV ERLE VLT, 521k
B 7% REGUCHMIEFE 0.01 ppm T2 Y PEREAT %
IT o T2AE SR 8 BILL LD LAY T2 Y MR 77 A
K7 A > OBEEATZ LT,

BRIE Uiz oodrikid, dm@kn— A stk & &
fERFR—TH v, FIHZRISER T 2 5 ED
ZEHIIA Uiz B ELMEO S HIE I H
WHZENTEDLHETHD, MA T, AR

BAEIX A ENRTLBREEE CTITH 2N TE D720,
FRAS S E OB E S I KA AZE=ENE TICL
<, MEOBBHFFCX A HIEEEZLN
7~

AEE 3 AE L SITEEOA L T A bR H
15 L2 BB B OREST

1B IEFERIEAITO TSR T A L
NI TTLDREET— DT LE2HNT, &
ERPOERB 7 VAR —h, JARTF—F B
Lo SO Gly-A. MPPA, Glu-A % A
IRFE &% LC-MS/MS £ % BAFE - T 21T > 72,
BA%E L7- FiElic T, 77U A% — k& Gly-A % 25
pgkg, 7V r— k& MPPA & Glu-A % 5
pgrkg WO L 72 M 2508 A FH O C 2 Y T &
ITo iR, BAFRIENNE (86-106%) & RGEE
(<10%) ZmR L7z, B LAY v FOEER
Hux, 7'V AR — kT 5 pgkg, Gly-A T 2ug/kg.
VAR R— K, MPPA, Glu-A I% 1 pgkg &7
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FE MU PR CIX AT B 23 FE AR < 72
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2 —< bv FDJEIZKEL 2D | EBDOR/N
WIEMREIC LD Bp D Z LR S Tz, £z,
BYEALOREICE D 53, FRIE & o E DL
X AOHBEFREZ R L, BIREND VT E
EENKEL 72D Z LR Sz, AT,
WTHOEMIZEBNT S, BWERRE ORI
HELT THRE 1 mm OFFIZATR L7-EEoiE
W AR L T FEEARE L., [EiERE 90%
ULk 0o sni-eto B4 L
MBI T2,

[2] BAKEDCRIT 2 EE 2 RERRR T O
R L WiEMPEEOR REOKREE

VN L7/ RS JNANIRT T it vy S N R S i
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X0 HEEPRL T 25l < 2R DA AN R BT,

L, 2 RTEOEOMBETIL, B
ECREAR 21T > TH R F OBEA A
FERDLPEBRO b,

RGP & 2 BB B D SRR AE DD
PIHI R A REET D720 RIRICEIEZ RN L,
ORISR B OGRS s CRUBHR L A 1T - T
AR % el LTz, & OfER, 4 M OME O T Hik
T, WIRBHEC X 0B 2175 & W)
B OfEFR R DM OFEL Ry & ORISR X
V., —HOREECKERBONECT, —F
T, WA L 5B 21T Z LTk
D, BEEIZLoTE, 20D ZMEIT
DL ENRENT, T2 L. WSRO I T
XD & o B C X W EE M B IF(ET D
e, MEPMLETHD,

—fRIT . HTIE DRV A BINENGRER I X
D FHIT S BRI, RIS A IR 30 MOl E
R CHI M EZ BAA T 2 FIER AW B LD,
ZORMO—D1F, BB SR E ToM
IZAET 2 BIEEORD ZBE L T 5729
ThHD, Ll AFZEOFERN S, HEHED
FABHTIRANL 30 73 fE L7258 £ 0 & 50k
TR AT 2 REFEOWD DI BREL 2D
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PGRBRIC I W T BAFRBEICEN G O E LT
b, EBEOREICE O TITERIEE £ 8/N G
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BRRE 2 ORRBRIE DR B E O B4k - TuE b
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P B8 B IR A R AT (B WO O AR 2N WA
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T, =77 L0 FHEH| SO A &% 0/
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A TIIRE RSO 9 FILL LT HEME A L,
Bl X o I BIEO o @ — & ik X
DHEHATE BREIENZ N LRSI,

2 BT TGC/MS 1T K 5 3% o — Rk
(E2FEW) | DIERIFIEO R AL BTS2 LIk
v - R A TR A R LT, XK,
RE, Ty AIZHONAZEI Il x, b
T F VU VR OR ERHWT, 15SL{LEWY & %t
SUTHINEREE 0.01 ppm T2 Y MRHmRER 217 -
TofiR. K TIIMETREED 87%., OO
i Tl 93% LA ETREMRHH T A FT A ik
PR, B R O E O BAEE &5 7= L7z,

3MEHIE TLOMS IC X 2B A RS SE D —
FRBRIE 1 (BKEY) | OFER7 k% fiE L,
£ O FHERL Sy DR E RO @ TTE~SK R LT,
B, AR, AERER R ML A VT L 52 1k
B % REGUHMIEFE 0.01 ppm T2 Y PEREAT %
IT o T2AE R 8 FILL EO LA I N T Y PHERY
A R A OB, BEE R OREO B E
B LT,

Sz L7empmisidnah | @k — A akBris
AR FE—Th D72, HHZhRICER
FTHOWHEDZERITAE U, B E~ORE
HIEBICHWD ZERTEDHIETHD, Fiz,
WA — A RBRIE & R O 2 BN
BEDME A2 RIEICHIRCTE . S HICAEMKIC
Lo T, TS EORBEICERNTH1EH D
EEPE L. BRAERER O &G & T O ZhFE b
HFETEHHIETH D,

PR 3 HIE L STEEOA T A bR H
15 L2 BB B DR

BED D OB LR R D 72D OB 5 O
EEBRFLEOEERIE N OHEED T2 | K
RUEEDND LC-MS/MS 3T £ TEA v 74 1k
LEAE LA R Lz,

1HERZ, FEMMEEITOTICEEL 7 L8
A Ao BT LDREE— I T LEHANT,
BEPOKRE 7Y R — b, FRT3r— b,
BILOENLORBY N-TEF LT U AP — R

_9_

(Gly-A), 3-AFNHKAT 4 =ar a4 Vi
(MPPA), N-7&F N7 NETF— b (Glu-A)
FRINERT DRIKZ a~ N T 72T A
BESHrE (LC-MS/MS) ZBi%s Lz, BiFs L7z
FEIZT, 7 VAP — K& Gly-A % 25 pg/kg,
TRV F— k& MPPA & Glu-A % 5 ugkg s
U 72 5808 2 O T Y MR A2 1T - 74
. BAFRRICE (86-106%) &FEE (<10%) %
Rz, B LAYy FOEBERRE, 7V
ARY— F TS5 pgkg, Gly-A T2ugkg, 7Ly
Z%— k., MPPA, Glu-A IT 1 pgkg & 7257z,

2 FRIZEME T — Y v U TO N-(tert-
Butyldimethylsilyl)-N-methyltrifluoroacetamide
(MTBSTFA) |2 K % i Tl 2255 84 b 217
W, KEHFOZ Y FRYP—hK, ZARTH— b,
Gly-A, MPPA, Glu-A % [FIFRfiE &9 %5 LC-MS/MS
ZPFE Lo, JEYEE L~ 02 GV 217 -
ToRER, BRI 97-108%., FHTHEEE X 2-5%.
FENFHHEE 4-9% L0 HA RT74 > DHKE
il ([FIER 70-120%, DFTREEE 10%A00 ., =W
BB 15%A0m) &0z Lz,

3FERIE, ZOohAZE XIS E LT, LC-
MS/MS ZHW\Wix A =aF /) A FREK 18 K
S —F N D LR L, TR~
R T, 3B O 3K MRL £ 72 13—t
FEMEAE(0.01 ppm)IZ72 D K 5 WIN L 7= Bn[alx
REBROFER, EEEDRE SN TV D EIKIZD
VTR, Wi s BAFZREIRME & ERREDS 5
o, BIE OMTRE, SNHEIUEE & IR
EEICINE 2 BAF 2/ /3G b, Rz
BIE > NAZE D 9 BEHTEM Lot z21T-72 &
A AIFIuTY R P I)TTT, Tr=
NI REZDORE 2 By, AVARFH T
Jauda=), raFr=vry, ISV 7
1 RO SRS D34S FEYEE N O I B TR &
e,

E. RERARER
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Torii, A., Seki, Y., Arimoto, C., Hojo, N., [ijima,
K., Nakamura, K., Ito, R., Yamakawa, H.,
Akiyama, H., Development of a simple and
reliable LC-MS/MS method to simultaneously

detect walnut and almond as specified in food

allergen labelling regulations in processed foods.

Current Research in Food Science, 2023; 6,
100444.

Sasano R., Ito R., Kusumoto M., Sekizawa J.,
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FREHSE M D FR AR O~ [ 5 C RO
LCHEEE L b~ FEHWERE~. AR
AT B 119 BIPIRGEEZ (2023 48
10 H 12 A)
Hiroshi Akiyama . Yoshinari Suzuki .
Tomoaki Tsutsumi: International Conference on
Food Safety and 38th KoSFos Annual Meeting.
(2023 4511 A 30 A)
HH () §E2  REREREICR T D
PR & R — AL O E R A L, BUR
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(1] BEMEXRL LI OB EER ST
RITE 2 2 B0 & WEEFMEE RS
anf4FEE: v b
1. ERRBROME

A ARG e m B <, b~k (&
i EEXRY) Zfigcfh L7z, 202341 H 4
B L1 BICF A-1 O T EIRRIA] 300 L/10
a fAY &% 2 EREMEE Lz, Hf&sfi 1 BRI
¥ 8kg (160 g/MH) iR (LEEXEEL) %I
FELT-, £7=. 1 A 4 HOEEEAMATTKH 2.5 kg
OFEE (LR XERL) U L7z,

2. GHTRtSmE

BN OISy (/T 770, =7
FF, FTafF = TARTT IR, T
a7y, JzrErfdrA—K, ~ULA b
UY)

3. IITIREME

V)T 7T O NERER (99.8% ; B T A L AT
i) | <7 F A RN (98.33% ; Dr.
Ehrenstorfer §) . & 7 a5 — LfEAEL (98.6% ;
BLET7 AV AROEMER) | T AU I MR
Wil (99.2% ; BT A L AFYEHEEE) 7 n
7o VU NEYES (99.4% ;BT A L AFDERIEE
), (E)-7=rEnfi A — MERES, (98.41% ;
Dr. Ehrenstorfer f) . ~/L A b U U FEHES, (99.73% ;
Dr. Ehrenstorfer )

4. HE

T h=hUL, hLmy AX ) —)L : PR
KHEBA (B AR

AKX ) —/L: LCMS Hl (BAH L5

FEER T v E=0 A Rk (BIBL7EY)

7K : PURELAB Flex System  (Veolia Water Solutions
& Technologies) THEHL L 727K
GCBNH #§ X =% 7 2 : ENVI-CARB/LC-
NH,, 500 mg/500 mg/6 mL (7 ~7 /v KU v F
)

5. K@
TxY—
7 A )

o R 7 —7 Blixer 5-Plus (=7 « — A -

REDFA P —: PT3100D ( KINEMATICA
AG #)
B T FU-80C (7 A DER T3
)
k7 v~ s 727 - BHE&5HER (LC-MS/MS) :
Nexera X2 System  (EERL/ERTHRL) |
Triple Quad 4500 (AB Sciex )
T — 4L . Analyst (AB Sciex #4)
6. HIESEMHF
EERA 7 a~ 7T 7 0 FA2
B RSHTEE # A-3
MS /RT A=K —: £ A4

7. REEIR O
7.1 REEFIRDOIERK

)T T, v TTA TT Al — b
TN_UTPTIR, ZzrEarFdF o A— B
AL AN DR ERE 10.0mg  GRLEEAH IE
) ZZNENS0mMLEART T AITFERF L,
T R=FUALTERLT 200 mg/L DOFEAERK
AL, 7707 = OONTHEREYE 10.0
mg (FIEMHIEM) % S50mL BA AT T A2k
L. 7& N TES LT 200mg/L OFEAERHE %
TR 7=,
7.2 B FRERRB L ORERDOVER
W)Y ITIT RTTFH, TT At =),
INRPTIR, 777200 BT
e A—h (AR

7.1 T THERK U 72 B AR MR 2 S5 OIRA L.
7 b=k ULTEREMICARL T0.2mg/LIEA
TEAETRIR AR L, SHICAX ) — L THRL T
0.08 mg/L IR HEHERRIR A VERK LTz, Z DIRGHEUE
Wik a A% ) —n /7K (50:50,  viv) IR Ty
AL T, 0.00012, 0.0004, 0.0008, 0.002, 0.004 5
LY 0.008 mg/L DIRAEHERKZFR L, LC-
MS/MS THIE U7z, Az, ftahic v — 2 m
2z & o> THRMEREER LT,
2) AN (R w7 AER)

7.1 T THERL L 72 SRR 2 5 OIRE L.
7 =N U ATEBEMICHARL T 2 mg/L BH
TEAERIR 2 R U7, Z OIRAIEREIRIE 2 A &



—/b,/ 7K (50:50, v/v) IR CAR L T.0.0024,
0.008, 0.016, 0.04, 0.08 35 L1 0.16 mg/L DIRE
ERAEAREZR L2, Zh b ORAEREERK 25
uL EAEE DT T v 7 i B ORBREIR 475 L & %
EIES LT, 0.00012, 0.0004, 0.0008, 0.002,
0.004 35 X 71X 0.008 mg/L D~ kU v 7 ZEEIEHE
Wik 2 il U7z, B ogiiss & 722 0 SRR
AL CHIET 255G, FERICARLTE
D77 BB ORBEREMNT~ ) v 7
AIRAIEHERGE AR L7z, ZhbD~ Y v 7
AIRATEREA & LC-MS/MS CHIlE L | #Rlhi 2 J2
FE. M e — 7 mfEE & o TRERETER LT,
8. HTHRAE

JEAETHBE BRI O TLC/MS (C & 5 BEIRED—FF
AREBRIEL  (RPERD) | ICHEILL TSR L7, 728,
M ik ZBR & | OB IEOE ERF OB S
DI 72 E—H O FETHE Lz,

8.1 fhH]

BIEAbEEE (1,00, 2.00, 5.00, 10.0 33 X 18 20.0
g EZMATTAIZINVEY, TEE=HY
JL50mL Z 0z, AT DA P—T 1 5B
U7z, fhib 2 AREA B0 7o LR = C%s | A
WLz, AREDRELZ =AT7 7 AR L, T
ER=RU L 20mL 20X, BERETTA P —
T 1 oMt Le, REV T AP —DT v 7
F&7% b=k U/ 10mL THEH L. HiH®BIZE
bz, HitizREEEICRS AL, AEEEb
HT7E =MV LTI100mL IZER LT,

8.2. GCBNH, FEE I =1 7 LR

TR 1, 2, 4, 10 B LV 20mL (K FFELE &
HICEHEF02g FIYE) ZoBL7%. 4 ImL £
THUERME L7z (g B 1 mL 13BR<),
INBEKETE = IV b=y (3:)
JEE 10 mL T ORMLEE L 7= GCB/NH, f&E X =
AT LA LIz, T, 7t h=FU A/ k
Jxy (3:1) JRIR20mL % =4 T LMZAR L
7oo RTOAMKE I LT, BIERM L T
BITEBRLIE F ORI AL LT,

83. EE

ATHEOFEE W Z A X 7 —v /7K (50:50, vIv)
JRIK 5 mL CfE GEERAEE) L, ZORIK
%Z LC-MS/MS IZVEA L TV — 7 [HifEz R, ik
#r & A TRUBER D& 3 M et G R 3 D 7R BE IR i
ZEM U7z, BREREFEAN & 722 2 58 1 XFIREK T
SO U, ek, FEBEREPARE . M
¥ L OBBRIAIR XD RS T IR L7z,

9. ZHTIE D Z Y ML

7Rt BB 2 F N 72 & 4 BT et 2 R 3K o0 E R
SR YR 0.01 mg/kg, 0.5 mg/kg 3 L OVHratEr
DO HRE 2B 25 1 mgkg IRINFREHZ L 5
R OB RS R (BRI 5 T | 7¢
B ONT IR it O SERINFEE 3 L OVIE LB X E0RY
DOREREFIC Y | BT D08 ED RS E% Tk
BT,

10. ¥ EMBEEREIC L 2 BERMEFEROW[ES
&%

TN H w7 E 105°CICRRE L= IE IR R N
TR, TV — X —NT=ERIZRE L
THEEZWELL, ERZMELET VI T
{2 1.00, 2.00, 5.00, 10.0, 20.0 g£10% D7} FF
L7z, Zhb%E 105°CICRRE L7 E IRk N
T 6 R, 7V — 4 —NT=HRRIZEL
THEHEZIE L, E&OREICITHEE R % 6H
AL, MEEUT4MfrE CORERELZRIE L, ¥
Wt OB E & A FEGUBIEE TR L T, ERY
EEEERMN L,

11. BB IRREORRET
11.1. B LR D bk

W~ b (FERE: BRI, SRR )
) 2.5 kg O~Z EFRE LT 4 5EI LT,
IFH—T05, 1. 2 BL04 pEBENL L,
BHVEALHE T, B8 2 > v — LB L.,
ZOREEBIZE LT,

11.2. Y'EAVFFARL FH R & oD LLig

1.1 O b~ B XOBIBEOTIRMS F~ b
(PEME : FERRIL, dnfll : EEN) ZhEThH 2kg
DA~Z ZBRE UM%, 59— CERFH%EL
U CHLKE 9 D3 5% 2 BB AL SR+ 43 70 30k
CHL el ZFRS L7, MU RSUE 25 1 kg



T0 2 DIIpEIL, FNEFROERE LKL,
FNHZEBE 1 mm £7201% 2 mm ORI

AL, ~THZHWTEI LT 258 Tl S,

BRI OEELRE LT, 2B, ~TIXEmNE
OPNE DL L, ~TLBRFONNEIZ LV [H
BB BICE A2 L@ s 2 K 512
IR Lz, F72, kAL V@i o & &
IZ X DimiE= AR LT,
WIRYEEFA COEIEBE (%)
_ il
OB
11.3. BBRER O BB FIE O B

11.3.1. HEAEUE O

B8] 455 it 5 AR ES L 7 AL PR (X Bk X OV ER
Kkl = N2 2kg DA~F [ LI,
X —THEIML T, BEEDSHSICHE LI
Te o PRk 3 K ONHLI W alkl 22 2 1 2 AU Rl Y
L7z,

11.3.2. ~7 MLEL

ATTE CAff U 7 S X O S Feakobh ds L O
SLER X O MU REEL 2K 500 g (XD B EHE
ZEiEk L7, 2o & HBE 1 mm OFBAIC
B L, 595 MEE L gicBEmERERS L O
i EORIEEREAZNTE Lz, HVT, ~T &fH
L7k (N2HEZBM)  CTHEREZEcm
S, WY E R X O Lok E A HlE
L7z, B EoREEEIL, HEE B A ORR
DOFANCHE L-HERLZHET 52 & TR
Wic, Fio, 112 T E RO FIE TR L i@iE
W E R coBmBEIIMZ T, kAL VEREE
HEAHf TR AR Lz,
FEEE A COmER (%)

SpMAMER — AR E
_ (FUBE :ﬁﬂﬁg% Zfi{ﬁﬁg) % 100
BT R

11.3.3. Jit/KBE4ALBR

11.3.1 T CHHR L 7= MALFR X O stk &
OHLEM R 2 50 500 g 130 B | EEZFLE
L72,500mL Ok Az iRG L%, BB E 1 mm
OB E AW L, 55 e L%
OFREERELWE L7z, fi\ T, KEOREAIZA

x 100

LAABR—A  (N£ 12 mm) ZHEREL, Jiif 4~5
L/min (ZFA% U 7= KB K T EO R 2 U5 L.
fifi - S 7o, ZORR. PR 1 RS,
FRICAE LieRa K2R &E ST 2% O k
OFEIEE &2 JE L, 8 E Sl C o imiEg
ZRHLE,
12. S04 FRE O FREX
12.1 BEFRRER L URBEHEOR
BVEAVIEAIC 2L B —h —(C L 72X D
WO R 36 K OV il B 2 2 v oo Hh g 2
5. 1.00, 2.00, 5.00, 10.0 3 LT 20.0g DA%
%6 RFFE L, TNOOBIEREA ST L, S
52, RRERICHT 298 XD 1.00, 2.00, 5.00,
10.0 35 X 18 20.0 g£10%DIRIA A4 6 sUFFE L, [
W ERFEE2NE Lz, BEFERUL, BRI &I
E— I —RNORE 2 L IR L72#%ICE M LT,
B — A —NOWEERE 2 1 RERFRE L7214,
FE, FREBLOTENS 20.0 g OREZEE 2
SPOMEL., 205 ORI 250 L=, [[
R co g, FEBLOTENS 20.0 g£10%D
BREZ AT 2 ST O L., EEYEARENE
L7z, ok, ETOMEREIRRHZIE, EimPE 8
mm OFBAE Ny MR L, FE% OFFRURIC
I RE R CEEEZEM L2 VI S ITEE LR
5 RUBHR IR A FEhi L 7,
12.2 B L BER DOIEEBY & LR AR D i

K <HRFN U 7o LB X O B0k el ok 36 L OHLK
kRO @D 5 20.0 g DRI A 45 2 SFFIR L
O EE (10000xg, 10 47, 20°C) L7z, A
BT X0 kB & BB AR L, WE Sy o
PR PE & o3HT LT,
12.3 EF2 Rtk OFRYE L iRy O Lk

11.3.2 HONTAEZ L0 | E R OHEFER
BHG 2 kg % fili BRI LmiBmic Bl Lz, 4Bl
L7cmalBlin G, 2024 20.0 g DR E 4 6 5
FRER L. SREERES 2 0t LT,

b 5F 5 EE -
1. SHTEREME

Eo5hA% 5



)T T T U RERENL 1 99.8% (BT A Vv AT

A1)

A I a7 FERER :99.5% (8 L7 A4 v 50
PR UE S SV aw)

~ 7V RERENL 0 97.2% (B 7 A v ARG
A ft)

BA TV REREYE : 99.5% (8 7 A /v ATk
B Y SV S

T T = ) U AnRn iEAEN, o 98.19% (Dr.
Ehrenstorfer)

(B)-7 = Em ¥y A— MEAES : 98.41% (Dr.
Ehrenstorfer)

AL A Y AEHESRL ¢ 99.73% (Dr. Ehrenstorfer)

2. HEAREH

EWM4 - 1IEH5NAZ D

SIMTERAL « 223 RERTEZE . CTRKUE
BHELZRELIZLOD)

3. RO

3.1 RER L UHKS
TER=bU bvmi AZ v R
HEABR (BRI bR th)

A K ) —)b : LCMS H (B #A bR A1)
HEiR T 2= A Rk (BRI LRl th)
7K : PURELAB Chorus System (ELGA LabWater,
UK) TR L 72K

GCB/NH, f&Jg X =7 7 A : ENVI-CARB/LC-NH,,
500 mg/500 mg/6 mL (¥ 7' ~7 /L RU v F Ty
rERIZAL)

¥ Y — . mRZ7 —7 Blixer 5-Plus (Fi & 4E—
T e b TA)

RE VS A P — : PT3100D (KINEMATICA AG,
Switzerland)

B Ve : FU-80C (7 A U =R} TRk 1)
Wik a~ 777 - BEsmHrEr (LC-MS/MS) :
Nexera X2 System (PR35S EHRERT), Triple
Quad 4500 (AB Sciex, USA)

T A AL Analyst (AB Sciex)

3.2. Bl K USRE DBRIESRMF

3.2.1. MERIAZ n= N5 7 OBESRME

717 I ACQUITY UPLC BEH C18 (Waters Co..

USA), W21 mm, & 100 mm, KifE 1.7 pm

TABIENR - S mmol/L WEfE 7 > & =7 A5 mmol/L ¥

7 VBT LGHEAK ) —Ib (VIV), 90:10 —

5.0min — 5:95 (4 min &)

W& : 0.3 mL/min

717 LIREE : 40°C

EAE :5uL

PREFIER . /7770 :26min, A 2470
Y K:3.6-37min, ¥7F 4> :55-5.6min, ¥
A7/ :60min, 7V 7 = /7 AH L 6.5 min,
Tz ERFUA—b:66—-67Tmin, ~LA KU
v 71 BEXOY7.3 min

3.2.2. BEOWEIOBRIESRM

AFAMblE . v hr AT L— A A ki

(ESI), IEE—FK

A AV AT V—HEE :
A A AGIREE ¢ 650°C
aYTarHA: N
A F UL . MRME

MS /RT A—4&—: FKB-1

3.3. RERK DR

3.3.1 EAEFIRDIERR
UI)TTTUAIFIaTY R v TT A
ATV ), TNVTx /)7 Aay, 7o En
FUA—FBLOUL A MY DO HTEREYE
10.0 mg G IEAH) %2424 50 mL & A A7
TFAIIKHEREL, T = I ALTERELT

200 mg/L DOAEAEJFR 2 R L 7=,

3.3.2 RERFAIRERRKE L OREROIER

1) AIFInFY R FFF, FATY
JUBIVTzrurRY A— b (BRERER)
3.3.1 TR L2 BRI 2 F e DI G
L. 7t F=FUVTEBEMICHRL T 0.2 mg/L
IRAEERR AR L, S BICAY 7 — /L THR
LT 0.08 mg/L IRGIEHERIRZER L7z, T DIk

BIEWERIE 2 A Z 7 —IV /K (50:50,  viv) TRk
THF L T, 0.00012, 0.0004, 0.0008, 0.002, 0.004
B L0 0.008 mg/L DIRAIEERKZME L7z, 2
S ORAIEAER R % LC-MS/MS IZIEA LT, 7

5500 V



—HPEEEH N CA I X7 u Y K, w7 F
Fo HATV I BIR Tz ERE T A— |
DY —7 WA E L, MR, fthic e —
7 % L o THRIBmEMAER LT,
V)T ITIFTUTINT ) A BILOL
ARV (b)Y v I ZARER)

33.1 TR LB IFEHERIK 2 F & DIREG
L .7t =k UL TEBEAICAIR L T 2 mg/L &
AIEERR 2R LT, 2 ORBIEERIK 2 A X

J =V, 7K (50:50, viv) IR CATIR LT, 0.0024,

0.008, 0.016, 0.0.04, 0.08 33K T* 0.16 mg/L DIk
BEEERAZFM L2, Zh b ORAEERIR
25 uL L ATE O EIRIEYINEE O BRI 475 uL
ZENEIERA LT, 0.00012, 0.0004, 0.0008,
0.002, 0.004 33 X 1X0.008 mg/L D~ b VU v 7 ZiR
BRI 2 TR LT, MEsR OIS & 72 0 3R
BRI 2 AR L CHIET 5581, FERICAIR L
TEBEOT T v Rt ORBIERE AT~ K
Vw7 ARAEEEREKR AR L=, Zhbo~< b
U v 7 ARASIERERIR % LC-MS/MS I[Z{EA L T,
T—HNEREE AR NCY ) T T TV T =
I AR BIONLA RN OY— 7 HiEE
HIE L, BEEHICHREE, fthic e — 2 mfia &L > T
B R AR LT,
3.4. oHTHRlE
SINTERMEI, AT B @R O TLC/MS 128D
JEIEED—FBRIEL (RPEW) ) (ZHEIL L C30E L
Too 7od, HHHFEZRE | BROBIEOE &RF
DRSO EF 7o & — O T ERITLE Lz,
3.4.1 i

BIEALREL (1.00, 2.00, 5.00, 10.0 33 L 08 20.0 g)
=77 2A2|2Fn»heE, 7=V
50mL 2z, BEIFAF—T 1 oFERhH
L7z, ¥ & A A SO 72l LR TS| A
L7, AR EDKIEZ —AT7 7 A2lTRL, Tk
F=RFUA20mL ZMMZ, HERETSTAHF—T
1 BRI L2, REDFA P =D v 7 b
7% b=hrVU/L10mL TG L, B ED
Wi, i EFERICERS AL, AiRE Gt
T7E =KV /LTI100mL IZER LT,

3.4.2. GCBNH fEfg I = 7 » 58

RE0.2 g MY E L 72D L5 Mtk D—E (1~
20mL) Z47ELL 7o, #9 1 mL £ CRUERME L7-
(P Sy B 1 mL 13BR<), 23R E 7T & R
=hrU/ b 31, viv) {B#K 10mL TT
DRI L 72 GCB/NH, FE I =1 7 AIZHART L
Tt T . 7' r=FU L/ vy (31, vV)
IRIE20mL & S = T DA LTz, £TOATM
WA I LTt WUERNE L CRBITERKILE T
TR ZBEE LT,
343. EE

ATEDFRE W % A 27—V /7K (50:50,  v/v)
IRIK 5mL CisfE (BERAH) L, Z0RKE
LC-MS/MS I[ZIEA L TE— 7 HfE &k, i
Z I TRUBHR D& 3 BTt R SE D IR R IR B %
B U7, R Epass & 72 255 X FIRIR C S
BIZAR L7z, 723, ERBETAIRE . fhHK
¥ L ORISR I LB R AT RS LTz,
3.5. SIHTIED R MR

BT B R R D E B RR U M IR AL 0.01 mg/kg,
0.5 mg/kg 3 X OV HTalkl o e i H iR B 20 8 2
L 15mgkg (V /T 77, AIX a7 R,
v TFF, TNT =) 7 AarBLRULA R
U2y £720% 50 mglkg (XA 77 ) BINEE
(2 K2R ORI R (BN 5 8 T ),
72 B QNS TR G O SERINER B O B ERERIZ L 0 |
BT 2 0WEO R4 iR L=, (£ B-2)
4. EHEERORE

TV H T E 105°CICRRE L - IE IR RN
T 1 BRI, T3 — 2 —NT=HRIRIZKEL
CTHEEFWELL, ERZWMELZT VI T
oWl Bt 2 B L2, 24D % 105°CITRE L
7o TEIR RN TR 7 REf Rzt 2, T v —
—NTHRIRICE L CTERZRIE Lz, HEOHE
IR E R AER L, NMIORLLT 4 i E ToE
BAWE Lz, W% ORI RERE L2 FRGRE EE
TERL T, EEMEEEREZHEE LT,
5. REHYEILRBRO R
5.1. FiR TOXE R D g



TEBAE > LAE 9K 1 kg & 2~3 em [ZHIE) L
CEEOIF—T05, 1, 28X 04 5/
BIEAb LTe, BB ELRER T, Bt o —H% v
—LIZE L, ZOREZHE LT,

5.2. RAEHRERRELOFRRY

HIRAE D LA 9§ 1 kg & 2~3 cm [ZHIL) L
7ot WIS U CBlikE Lz, 59—
FER BT A7 A A 500g GUE0.5 f58) ML
Ry L —fRIZ L, 3 L721E D LA 5 BRI
ZRAE LTz, WINLTE RIA4 74 ZA&E, BEl T
VEBEBITHRTE LI, e\ T EBIR K Z A4 7 A A
100 g 72 ¥V —TH 10 EL LTI X9
—REETH LT, NI4T A RAEIRE LT HHE
EONAEIRBOMYEEL TH LTI X —
[ZAIL, BB Lz, &Y ok E 2 54
—IZ AT, S BIT 4 5B LTz, BHEHmE
DEBAZ 2L BE—H—IZB L, BRCER LR
WRECTHEEIZ AL, 1| BT TRIA T A A%
AL, 2B, 2V —0ARmMIIWEW %
Hx, BB ORAERS IO —I—ixFH L
EboEFEH L, £/, B LEZIE>NAZE D
RE (KT A 74 AWMAD. BEALRTR ORE
KNI 47 A ZAFHEZ OB ORE % 2 €l
E L7z,
53. WEAFMARRFEOEBHEZOREIBX
URIBFIED LBk
5.3.1. BWERBOFR

THREIE O NAZE ORI 1 kg & 2~3 em [ZHIG) L
7ot FRO I —THE L T, HKARER
WS 5 [HmAE] B X OS2
IIREETH B [frael] 22 e gl Lz,
F 72, 5.2 H & FERD FIET [HEEmAE %3
w7,
5.3.2. fREREHR L OGRS et

5.3.1 TR U 72 o halorh & 7 1 2ok fn e
k250 g Z BB E I mm ERiCAMT L, £ 5 M
FrERICH FORIEERAWE L, f T, ~
T AVER F 7o XK LR (AR A E
L7c, ~T0x, vV ar8o~Z TOEIZ
£ 0 Rk i S, R 10 Ay S L7,

\

R(.,
m R

KPR, KIEDREMIZ T AR — A (WER 12
mm) Z e L. Pt 4~5 L/min (2% L7 KGE
KT oA L, Miammse, 20
BR. VR 1 0, RIS E LeRar ek
Oy BRE LB O EOMBEREAHE Lz, @
W —TITET D E TR 2 I L, R
BRI 10 o & Lz, A RLBERTR T OIS E &
MHLUTORICEVERFELZE I L, B, &
FEBRIT TN T 2 A DOIEEH THEI LT,

!

Wl (%) = GBHAMER — AKER) /R
BHATTE S x 100

5.3.3. tmReaet

5.3.1 HTHM U7l 250 g # HBA X 1
mm £7203 2 mm FHICART L, 532 HE RBRDTT
BT T AR & 7o 1K Pe i AL B 2 S0 L Cm
WERLRERH L, ok, EEBRITELTL 240D
VR CEME L7z,
6. BRRFHT V5 23471 AR OFREL
6.1 HTEE O EER X URBIEE DO

78] 155 it 5 CAR S U 7o AL ER K ERE O MU Rt
WO R 36 K OV A i sl Bt & B B LB 1%
WZENZEN 2L BE—h—IZFRE L, ko
JED 5. 1.00, 2.00, 5.00, 10.0 3L 1*20.0 g D4y
Hratkl a4 6 SFREL L, 2405 O IR & /3 i7
L7z, obrekehd, BT Lo e —h —NoiE
X IR L7t ICEIE LT, MiiatEls L O
P REREHZ DWW T E LR 2 1 IR EE L
et bBhE, PEBXOTEND 20.0 g DT
Bl 2 M IR L, b ORIKREZ 5
Mritze £72. RS CTOLEE, BT E
DD 20.0 g10% D TRk A &g 2 AT OFEEL
L. 4 HOFEHENEY G AR 2 HE LT,
7B, TS KO ERUEH L Se s 1 A8 8 mm
DEPAE Ry M TRELL., #ER ORI
J& &R L7\ KD ICHEE Ly b oybralkl &
B LT, diE i fastElE, T LIz A =T
IV W TREEL L 72,
6.2 FH Ly BER OILERY & LR AHR O ik



& <IRFD U 72 AL X o MU Pl s X OVoRy
PR B O RN D TR 20.0 g A4 2 SRR
L. #0508 (10000xg, 10 53, 20°C) L7z, fEA
EIC X0 R & RIS E L, W R O
i L ORIERE 20 L7z,

6.3 iRtk DERME & iR D ik

ALER X D MU PR 1 kg 2 H B X 1 mm i1
A L, ~TERIZ XV i EoFRE & miEmic oy
M U7z, WRlER G ZE 4 20.0 g D Hralet
246 I L., RERE A ST LT,

c TM6FEHE: Tmyal—
1. ESHBROPE

HERARUEHT I AR T 2 R FETIc T,

Ty al— (fhfE: A SP) ZFEMIEEE L,
AR IERE] 7 R D NS E ORI, &R
RWAMROFREER C-1 (R T, KEIHERA
132024 45 10 A 27 A&V 11 A 4 AHIZ 300 L/10 a
MY EEZ 7oyl —22 BRAEMN Lz, K&
WA 1 B0 11 H 5 BIZK 6 kg (279 g/fiE)) DR
Bl (GLERXEURL ZUNHEL . MBI Ch DIk
SRR IE T IS RS CECMIC BT Lz, b,
11 H 6 BIZEEABAETICHE L2 2.5kg D
B (BEALERIXEURE) A HE L, Sy AT AR At
L7z, 72k, ARBRatehx, BRE 7 ~ LR
(CHERL U 70 Ml 5 v C R BRSBOf S 7o
WEARETH 5,
2. ITIREEME
)T 7T BN,
FFERE A A CRBRT)
A IF Y NEEL .
Froeftispk s tE (ORI
~ TV URERER . 96.4%, B L7 A L AFEHIEE
RS CRBRUF)
BAT V) ANEHEYE
SRR A ORI
TNT =)y An fEUREY,

99.8%. B+ 7 A L AT

99.1%, & L7 A /L A

99.5%. & -7 A )V Fn

97.90% . Dr.
Ehrenstorfer (Germany)
TR TT I RS
FOERERRA S ORI

99.6%. &7 A LA

RV AN U fE Y
Ehrenstorfer(Germany)

3. HERRUR

e . 7y al—
SIMTERAL - A65E EZBREL7ZB D)

4. BRI HE

4. 1 RER UL

TER=hUL, MV AZ ) —)b: PR
FERBT PR PR, )

A& —: LC/MS H (Bs bR 1t)
FEle 7 & =0 L Rtk (B LR t)
7K : PURELAB Chorus System

(ELGA LabWater, UK) TR L7-/K

GCB/NH, ffifg X =717 A : ENVI-CARB/LC-NH,,
500 mg/500 mg/6 mL(Y 7~ T )L KU v F Ty
A=, B D)

I ¥ % — : @7 —7 Blixer 5-Plus
RSt T - = b - T A HAEHD)
ARETF A Y — : PT3100D (KINEMATICA AG,

99.73% . Dr.

Switzerland)

25 L © FU-80C

(7 AV ER TR, F D)
k7 v~ v 777 - HayHrEt (LC-MS/MS) :
Nexera X2 System (B2 S EHERUERT . FUERIT),
Triple Quad 4500 (AB Sciex, USA)
T — ZHLPREEE ¢ Analyst (AB Sciex)
4.2 B3R USRE OBIERM:
4.2.1. BERIE 7 v~ 875 7 OEELME:

%7 . ACQUITY UPLC BEH C18 (Waters Co.,
USA), W21 mm, £ 100 mm, Fif% 1.7 pm
VABERE : S mmol/L HEfE T > & =17 2 /5 mmol/L ¥
7 o E=ULEHRALX ) —/ (Vv), 90:10 —
5.0min — 5:95 (4 min f~FF)
P : 0.3 mL/min

BT LR - 40°C

EAE: SuL
4.2.2. BEOHTE OBRIESRME

AF ML 27 br AT L— A F ALk
(ESI)



EE—R: V)77 vTF3FF, AIFY
7Y R, FATV ), TNT )T AT,
LAY

BE—R: TARUOT IR

A F VAT VL—FEE: EET—FK 5500V,
BE— K —4500 V

A F AR : 650°C

aUTla AN,

A A U BE - MRM 5

MS /RXT A —H —%FK C2IIRT,

4.3. EEEKR O

4.3.1 HFEEERIRDIERL

)T AIFsa T R wTTFA
ATV, TNT )ALy TRy
7 KRR Y OSHHEEEYE 10.0 mg
(WLEEAEIEME) 22 S0mL BA AT T A2
L. 7 b= bF U ALTERLT200mg/L D
FEAE R 2 R L 72,

4.3.2 BREMRAEERR R OB ERDOVERL
1) AIFIuFY R wTFF ATV
) URRTIARC VT IR (BERER)

43.1 TR L2 B ERIK 2 F & DIRG
L. 7k F=hrULTEBEIICHRL T 0.2 mg/L
IRAEEMERIR AR L. S HICA X ) — )L THR
LT 0.08 mg/L IRGIEHERIK 2R LTz, DR
BHEAETRI 2 A X ) —IV /K (50:50,  viv) TR
TAFR L T, 0.00012, 0.0004, 0.0008, 0.002, 0.004
JZ O 0.008 mg/L OIRAHEHEFR IR A L LTz,
5 DIREIEAEVRIR % LC-MS/MS ([ZHEAL T, 77—
ZABEEEEZH WA I X7 a7 R, ~F7FF
EATV )R RTARTDT I RO —7
R HE L, AR bl v — 2 i %
& o THREM A VERR LTz,

) VI)TTFGUTNT =) T AR VROV R

k
Uy (v b v 2RER)

43.1 HTHERRL L 7o B AR ME UK &2 F R DR G
L .7t F=F UL TEBEAICAIR LT 2 mg/L &
BRI 2 R LTz, 2 OIRAIERERILE A &

J =V, IK (50:50, viv) IR CATIR LT, 0.0024,

0.008, 0.016, 0.0.04, 0.08 & T* 0.16 mg/L DIRAE
EARERRZRAML L2, 26 ORAEERK
25 pL EATE O BIRIERINEUR O FRBRVA K 475 uL
ZENEIIRA LT, 0.00012, 0.0004, 0.0008,
0.002, 0.004 &7 0.008 mg/L D~ kU v 7 ARE
IEMEIRIR 2 TR U 7o, MREsR O#iFESN & 72 0 3Bk
WRZE AR L CRIET 2561, FERICARL7-
153 O BRI RN O R BR A 2 VW T~ b
Vw7 ARAIEERKERE LT, ZhbD~ b
U v 7 ZARATEEERR % LC-MS/MS (2 EA L T,
F—HPPEEE AN CY ) T T T ., T T =
)7 ARV A N O — 7 mifEE
L, BREIICREE, fitihc v — 7 mfE & - TK
B2 R L7,
4.4. HTEAE

SIMTHEA R, BT EE @O [TLCMS 1285
RS D —FREBRIEL REEW) ) (HEIL L T I3k L
Too 2%, I HELAIRE | KROBIEOE &RF
DOREIRGNE DB F 0 ¥ — O J7 kTR LTz,
4.4.1 i

BYEALECEE (1,00, 2.00, 5.00, 10.0 % 1*20.0 g)
EATZAE N ED, TERN=FU L
50mL 0Nz, BRETTA P —"T 1 B
L7z, filithn 2 A#% Boo 7= M LR Rl 5 | A
L7z AR EOEREZ=M7 7 XAaIZRL, Tk
F=RUA20mL 2%, HERESSAHF—T
1 BRI L7, RED AP =D v 7 b
7% h=hrUL10mL THE L., s b
Hic, fiZFERICRGIAE L, AiRE G
T7Eh=KrVLTI00mLIZER LT,

4.4.2. GCBNH: FEE I =X 7 L FEHL

REF0.2 g fHME L 2D KO MO —EB (1~
20mL) Z47ELL 72, #9 1 mL £ CRUERME L7-
(P S Bee 1 mL 13BR<), 23K E T & R
=hrU/S b 31, viv) BiE 10mL T
DRI L 72 GCB/NH: FE I =7 7 AIZHART L
oot NT 72 =M/ Mz (31, viv)
IRIE20mL & X = T DA LIz, £TOATM
W2 iy U 72, BRI L Tl 1 X E RS T
T AR E LT,



443. E&

RIE OB % A % 7 —v /7K (50:50,  vIv)
IRIR SmL CUWfE (BEEAE) L, TORKRE
LC-MS/MS IZIEA L T — 7 mfga KD, M
Z W TREH ORI R RIEDOFRE IR E %
B U7e, MRS & 722 2 5 A 1L RIRIKR T X
DICAMR LTz, Zods, FERBERAIRE . K
e OGREBRES R | T TR PIT L PR LT,

4.5. SHTEOZ L R

BT GRE O T BEFR SR 0.01 mg/kg,

0.5 mg/kg M O Hrak Bk D fie ik IR EE 2 8 2. 5
Smgkg (¥ /T 77, AIFInTY R ~T
FA, INT ) Ay TARVUT IR
KOV A N ) £700F 15mgkg (XA 727
2 WNEREHT X 5 Bl O B RS (KRN
JE 5 HUCHNE), 72 B NS TR Ah o SRR
TERERICE D | BRI 20 EOZ L2 s L
72
5. AEHYEIRRE O PR
5.1. FIRTOYE KRR D i

MM 7 ey a2l —# 1kg 28 LX)V 5
7z, BEIIAY 3x3 om (ISHIBD L, ZRITHES 4 73F)
L7zt K2em B L7z, b % I %P —IC
BL., ®IREMHETO05, 1, 2 KOV 4 pF¥WEL
7oo BYERE T, BBo—H E vy — iy
WL, zoREEZBE LT,

5.2. BRASEHREEIO TR

R 7 2y 2 ) —) 1 kg & 5.1 A [FERD 7
ECH LIS TR L2tk WEEICIRE L
TH LI, SF¥YF—TCREIPIK R Z 471 2500 g
GRBFO.5 5 ) 2L X2 —Riz L, L
7e7vyal) = EHIIMZRA Lz, iSIL7e R
TATAZREE, BT 9EBZBICRE LT, Hi
WT, BEBIR NI A7 A4 A% 100g 2 I FH—7T
10 BHEL LTI —RSEETWH LI, R
TATARAERA LIZBHRE 77y 2 ) —i ko
K&z T L I3 —Ic A, BRMEElk
L7z, 550 OELZ I —IC A, EHI124%
FIE L LT, SR ORE 2 2L B ——
2B L, SERITEH L2V IR MBI AT,

1 BT CRIA T A ABHE L, 2B, IF
Y— DI IR & 5 x| BB 0%
BROREe—I—Z T L b0eH Lz, £,
BHE L7277 vyl —ik (K74 74 AWM
AN, BEALRTE OB, R T A4 7 A A FHIEH O
BEOWRE %2 Z 1 EAE LT,
53. HEAFFHMMARBREOBREORE B

X IRIBFHE D
5.3.1. WEFEB O

RO 71y 3y —# 1 kg % 5.1 HERED )
ETEEEIITTHEI L7z, BiRO I X3 —
THHEAL LT, MR B ETT 5D T
AREH] R OEE DM ZIRIETH D [tk
BH #Z2h il U=, £70, 52 HE RO
BT Tosmmatel] 238 Lz,
5.3.2. Tk REaREL R O BRE fy el st

5.3.1 TR U 72 o ihalrh & 7o 1 2ok Ky i
B 250 g 2 ABAE 1 mm ERICART L. K5 5[
FE%ICE EoORIEEEZHE L, ST, ~
T ALER F o X K LB 1 (AR R A
L7z, ~Z0x, v ao~Z ToMEIC
& 0 B2 B S, AU T 10 Ay SR L 7-, R
RYEFALER I, AGEDORE I 3 AR — A (NER 12
mm) ZHEE L, JiiE 4~5 L/min (ZFH%E L 72 KGE
KT oA L, Mammsg, 20
B, VeV 1 RS, ERICAE LR ik
Sy ERRE LB of Lo REREEZME L, @
WEEN—TITET D E TR 2 I L, R
eflid 10 o & U7e, A RLEaife T o E &
PHLUTORICHE R EZ M Lz, 7ok, &
FEBRIT TN T 2 A OIEEH THEI LT,

Wi (%)= ABAmER — REER)
ARHATE R x 100

5.3.3. MRS

5.3.1 HTHHM U7l 250 ¢ # HBA X 1
mm F7201% 2 mm EilZAR L, 532 ERERO S
15T T WU F 7o 130 AR P AL 3 % FE i L C



WERELFEH L, ok, FERITThEN 24D
VEZEH CHEM LT,
6. BRRFHT B 24T B DFREL
6.1 DHTRELDFREDEE

[P 5 it 5% C AT U 72 LR X SR O MU ek
PO PRRRE M OVHURS W3 ¥ e 3k & B AR B 741
ZHEN2L B — A —ICFE LT-, £KilkEodE
225, 1.00, 2.00, 5.00, 10.0 2 T*20.0 g DHTk
FHa 45 6 SUFFER L T30 5 D SRR 2 /3T LT,
SHEREHT, BRI LI —h—NoRE% k<
R UIZRICEAE LT, 2ok, 2ToOREHI AR
—7 &R HWTHIRL ., RSB RE IR
FH LI LD &AL,
6.2 FELDBER OB & L AR O bk

& <HRFD U 72 AL BR X o FUy el sk S ONBoRy e
ABFOHE D B | SHTRUE 20.0 g & 45 2 RUFRE L,
wLSrEE (10000xg, 10 57, 20°C) L7z,
7. EALEI DFRBBIRE O bk

IS b e Tkt U7 AP XARE 1.2 kg % 5.1 18
ERBRD FIETEEXIOTTHEIL, 2hEh
DL Z & OEBEZRTE Lz, FEALITEICIF
P—"T 4 BB LTtk SWERE O E
DD, 20.0 g OOHTEREE S 6 AFEEL, ThD
D EIEIRE % 5387 LTz,

[2] BKEMIZI T 2 HEE) e bR EOR
R L WiEMPEE OB AEOKREE

a (FR4EE) KOb (55 FE)

1. B

Lo, FOREN. FORFE. KOFHA, K
ORI, BOFHA, Hp, 2V, I REXOCST
& e,

2. WEIA

AR AT A (R >99.5vol%) M ONEIRZEE K
(FIEE>99.99%) IXEAMEEENDIEA LT, T
AT A AE, AR AR X (A R A
WZRIAT A ZAEIEE (T A AT 44— AT
28 AL, MR L7,

3. 3&E

¥yWR% 1% Robot Coupe BLIXER-3D (=7 -
LT A% [AlEEL 3000 rpm, AARA R 3.7L)
Z M iz, 723, Robot Coupe BLIXER-3D (Zff
BLTWLTIAF v VHODERT L—r3—=T
— 2 Assy OV ROV, fOEEHE T 5
EWHET AR DT0, HH LT,
FUBHREE ORIE X, FET V¥ VIR SK-
810PT (#e kit Ean BAERT L) (TR & 3
S810PT-30 Z##&ft L CREM L7z,
4. REIFRRY

FRIRHI 500 g 259 2.5em A » b L, HiEE
ek (A KOS E (B~D) OF L TR
AR L7,
A. EIREBRE

71w b LIZRHRH) 500 g 2 28, iz A,
120 RO EEM: LT,
B. HfEMRE (REER - BRHR)

DAT Vv VAL — I —TIRIREFRZH 2 L A,
A b UTeRRHK) 500 g 202 72,

@O DWARZEFE A 500mL FRE L 72 o725, 'K
EREIOIH2LINZ, A4 oBEBHI LT,
DRI ZEFF 100 mL & BRIz AdL, K 5 B
HEHE L, A mH LT,

@Q) T B LT BRSO K T & B RFE 12 A
A, 10 BRI RE LT,

OF% » OWERE Mgz, 5121108
MR L7,
C. WfE#E (RIATAR - FHFER)

O v b LIERIER 500 g X OMIARERD 1.1 %
BORIATA A (K550 & TFmise (77
ATy 78 A, BEWE EEETID. 3
DETM LTIz, ¥, TORHRIIANLLERIL. T
BIZHANWD RIA T A AR 8E A%, &
Kamzx, 20 IRV EEDO RTA4 T A4 2 %M
R Tz FTo, PEHIZ, K30 BOEIC 5 FDHRRE,
Reamatlky ., I<EA L

QMHFEIT T AT A % 100 g (w31 M)
EAIL, RS FORER L, Mg A mAEI L,
B THELNE R T AT A ARGHRE ORI Y&
I AL, 10 PRI LT,



@Y D KT AT A ARARE I 2,
S HIZ 110 B LT,

D. HEHE (RIA4T7A4 R - TEEREHFR)
OBy b LIERIEK 500g 27 U —H—_ v 72
ATz, ZEmEE (30°C) T—BiFFE L,
fE L7,

QMHEIZ R AT A 2 100 g CyFEREA 1)
NI, K5 BOEEER L, M A A LT,

B T & AL BRSO 1 B & R I A
o, 10 BORIERE L 72,

@F% D OUFEREL R OMIKEED 0.5 58D K7
ATAA (250 g) &Mz, 110 LT,

c Sfe6HEE

1. 38

EON (A=A N Z VU TEE) | O (EFE)
FOMRORFR (EPE) 1314 % —F v h&ENLT
HEA LT,
2. ARERURIK

(1) AHRERIE N OGRS

7 b= RV, ~FH TR LR O R
WRBRH, K. AX )=V EOTE® =YL
(LC-MS/MS HIER) X H bR Le/MS H
RV, BKEIEET RY U ATE LT A L AR
SR O R RG] . HERR I E L7 A LA
FCHISEROREE ST, FRITE L7 A v 25
AR DRk A V2,

(2) [EHEI="7 AL

B =TT KF, A7 2Ty Vi 7
7V (0ODS) X =77 2 Smart-SPE C18-50 (FEH
#| & 50 mg) K U Smart-SPE C18-30 (FEtAI&E: 30
mg) (\WFRET A AT A = 28 &N
776

3. HE

JEMETE 1T Robot Coupe  BLIXER-3D (=7 -
ThTAR) ZHVE, REVFA Y —1
Polytron PT 10-35 GT (Kinematica #4) % fu 7z,
& D HEIX SR2DW (¥ A 7 » 7 #) | 1m0y Bfer
137 v 7R DR STOOFR (AR M FR) %
A U7z, B R EE IR R R B #)

ATLEREEE ST-L400 (7 A AT 4 A = A H)
LT,

LC-MS/MS % Nexera X3 (EHERERTERD LY
Triple Quad 7500 (Sciex ) %M L7=, 7 — & fiF
MriX Sciex OS (Sciex ) #HWTiT- 7=,

4. WESMH

(1) MS &tk
A FAk¥E ESI (+) ROVESI (=) 5 A A&
7L — @ JE 200 V ; B — X — i E
450°C(300°C) ; #—F > H A Ny, 35psi; 7
TAP—=TA RIAL =T —, & —RIT
A RIZA =7 —, 80psi; 2UTaHA Ny,
7

(2) LC %t
717 A Inertsustain AQ-C18 (INE 2.1 mm, £ &
100 mm, K7 1.9 um, ¥ —x /LA = 2 M) ;
717 KIREE 40°C ;  TEA®E 2 ul;  BEMHE
0.1%gis ¥ (AR KV0.1% ¥ - 7 h="F
YN (Bi]) ;  ¥i# 0.3 mL/min ;
=M 04 (A:B=98:2) —154r (A:B
=30:70) —15.01 % (A:B=5:95) —20% (A:
B=5:95 —20.01%r (A:B=98:2)

5. BB OFR

(1) bt

I, E— A aERiE TLC/MS 12 X 2B H
RSO —FREBRIEL (FBKEW) | 1Z0E-> TR
TOX AT T,

AEF10.0g 2 n-~F VT =k UL 50
mL, n-~F %2 50mL K OFEE 1 mL 2012, £
1 SRR ED A XL, AT U oA
20 g ZMAZTEBICK 1 RIARET T A X LTz,
353 3. 000 [BIHAC 5 43 [l DAy L 724, n-~F
HUEEHBT, T =N VEER T, R
WZ7E =KV 50mL Z % T 1 A RRE
VAR, bRREFERRICGELSEEL., T
= NINLVBEERY, o7 =R AELED
., 7 b= MU AZMATIEMIZ 100mL (il
) & Uiz, iz /1 7V A, BB
FAEE I Y b LT,

(2) BEFTELLERE 2 ok

70 psi ;

77



FERUT AR 2 TAREREBRIE D RSB E O 1
fE{L - B e L O E BRI m T 7o mET) TR L
7~ BENETLEEE 2 W2 FE T T o 7, (272
L. 2B D Cis =07 AT FEAIE 30 mg D
HOEHWE,)

Cis (50mg) T=HT7LDTFIZCis B0mg) =
=H TR ) ANEHRATEEL, T2 R=FY
NlmL Carsqgva=r7 L, ki, /X
A BAK02mL ZIFEALZRRBL, T M=FU L
K O:1) ImLTCarvysrqara=>vr Lk, 20O
WAED T MR 2 mL 2B LI, 2D & &,
J ANV BHAK04AmML ZFEAL, —BEEDOI=F7
ANHOWHKREHRN L T _BEEDOI =T A
WA LTz, J AhBK 02 mL ZFEA LR
b, 7Er=RFUAK (9:1) 0.5mL ZiEAL,
—BEHOI =T LANLOENKREARNL T
BEROI=hZLIZAMmL, WL, Bohiz
R Z 0.1 vol%¥HA T 4 mL IZER L., ilBAE
KE Lz, BERTSELNIEEIEL 10 AR
L CTHIEEITo 72,

6. BIEFE DU BB R O EINRA~DEED
TRt

FORAL O I O O FFHi O & TR ek
BE 2 VT, IR O TR i & R oo [a] I 2R~
DB LT O X DI Lz, MabxtfRiz®
C-6 l\ZRLT=65bAme Lz,

FDOFHAL O & OO RFIE O &R 500 g
% 2 rHEIRBREC LV B LT, Bohi
AEH10.0g 2R VERD G H) . FEYERTE | pg/mL
Z1lmLiiNL7z, ZHE2=ETO0, 15, 30 KO
60 7y fiE %, [5. ARBRIESIK DR (296> THHT
EAToTl-, Emld~ b v 7 AREfiEIc L v T
277,

7. FREHEE D REINE~DZEOKF

FIRAEHT I T 2 EIERIT, Te. RIEEDRIN
B IERFE O ENRA~D R ORET TR LT
Jik B R 30 43 DGR A& V=,

BHAERBHZ BT B EIERITKR D K 2 1TRD T, 4
DAL 4O Rl QWK O TGO &K 500 g (7
100g % 5 fil) ARz AdL, K74 74 2300

g #MA THEBHIZ 10 PRHK L, Zhic, &6
\CRTAT A A 300 g A2 TEBIZ 10 BREH
LTz, Z0%, SHIZRKTATA A 150 g =N
X CHEBLBIZ 100 PmHLTz, (RZA4T7 A4 ZAD
AEHE I EIIMIAEREDOR 1.5 58 (K750 g).
PEREENI A5 2 0f) f3 B Av7cilEl 2 PP 545
(250mL %) IZ AL, EX D TREBTHIREIC
ANT—BEFE L, 7474 AE5RbEET,
AREF100g 2RV ERY Q). FEMERKR | ng/mL
Z 1 mL IR U7, 2 A i < 30 4ol ik iE i
(5. BREER OB 129> Tt EiTo 72, &
B~ MY v 7 ZABERIEIC L VT 72,
8. PBIFARLFIEIC & B EINERA~DEEDO KR
(1) BRARSEIIEE
IR D AR I TR A IEfELIZ 500 g (K9 100 g & 5
) I2705 X OITED ATz, MIRICIERAGEE
PRI (0.05 mg/mL) % 1 mL 2 Of Cefapirin £ 4
ik (0.1 mg/mL) 0.5mL Zi{NtE, RT7A4 74 A
300 g MMz CHEBIZ 10 EBmA L, 2,
SHICRTIATAA300g #MATHEHLBIZ 10 7
Mt L7, ZD%, SHICRTIATA A 150g %
Mz TEBHIZ 100 BEHBIELZ, (RIA4 74 R
OEFHE A EIIRAEEORN 15 HEEEI750g) .
PEREEN IS5 2 0f) f3 H7cilElZ2 PP 545
(250mL %) |2 AL, EZ D TREBTHIREIC
AN —BEE L, RIA4T7A4 A&25bsE, &
EF10.0g RV ERY (51E) ., [5. FEREIR OFH R
(> T & AT o7, 7ok, BRI~ M) v 7
ARERIEIC L VITo T,
(2) HIREREE
IR D AR I TR A IEfELIZ 500 g (K9 100 g & 5
EFEEE) 12722 K D ICED ATz, BRIRICIRAHE
KPR (0.05 mg/mL) % 1 mL & U Cefapirin £
ik (0.1 mg/mL) 0.5mL Z i, 2 57 & iR EE
WHEIZ R VB LT, o 4u-akEl 10.0g 2 &
DEED (SfE). 15, RBEKOFR (S>> ThH
WHraiTole, 2k, BEFZRME, fhitbais
Mz % ETORRIT30 7 ThoTz, 7o, ERIZ
~ b w7 ARREBREIZ L VTS T,



C. MIEBRROELR

[1] BEDEXGR L LB OB E R oHHE
RIZE 2 2HEOTE & WA REZEORRE
a 50 4 FEE

1. EGARBROPE

1 NI CHRERR RS STz b= MT 6 Rl R A
(OIFTR e 7 F8) % 2 BRI L2k, 1
HELICERI L, (Rl & U7z, OB IR B
2 LTEMEELZX A-1 1T, HEEEO Y
fEfRE B 160 g TH Y . FRFHUR O EEEIEITIZ
e T EaEt Ch o 72,
2. SHTIE DY M
2.1 REARDERRIE

BT X G R IR D M PR R IRE L AR R L 72 iR
EOR D ELBRIEI, FHBMREL 0.99 U L& BAFTh -
72
2.2 BRI

T HR it O R INEUEF RS K OV AL (X B0RH T 36
J 2B TR SR O AT RE R, & TERRR
K ThHotz, 7~ 87T b EOESHSE
FEORFHRFHNICE ERFAE L ED 30% %2 D
EE—7XGRO N oTe, LoT, Uik
Mk OBPPEIZHEITER O b ive o Tz,
2.3 B

[N R OB G R A 32 A-5 1R T, b4

IR A 0.01 mg/kg WM L 7= 3URHC ORI 1T,

87~102% T v . £ OHHTHHXHEREFRAE (RSDr)
1L 5%LL T CTh o7z, 0.5 mgkg IINEUEFTO
EIHRIL, 88~104%TdH Y . RSDr (% 8%LL FTH
S72, 1 mg/kg FMFENCOIFH AR, 97~
105%Td Y, RSDr i3 4%LL T Th o7, LLED K
2T, BETOTNREIZIB N T EDHTI G RIE
HBEOHPHNORER TH - 72,
3. REYERRE O AR
3.1. BB LR o i

X —OBEERBIO b~ N EE KR
B A2 127, BERREA R RDIon, [@E
Bl (RN, BEBIOWT) Sc/iesd
EaRERR LT, 4 oFIE M L72RB Tl K&
RETFEM R A ST o IS EAL S R

(ke Tha LWLz, 7=, AT
B DR B AR TE 5 0.5 yRBEL Lz
A AEEIRURE G aEE) & L7z,

3.2. BB (LA A RBR AT O Lk

BB 2 mm &2 2Rt o @il =R 1%
89 B LU N%ThH Y MKREEMEELeL < DY)
BB iz mm L2 (1 A-3), —JF. BB
X 1 mm i COMEIBZRIL 77 BLV80%TH Y |
BYEAL DA+ 72 BT G A diE L e o 7o, L
T2ido T, BB OEEWA, oMz BE L
ENTWDFHET 5 7-012i%, 2B H[E " 2 T
RENDHBE | mm oM ANEY TH L B
bbb,

3.3. EFEEFIEO L

AT AR KON K B BRI OFR T & [X] A4,
B I RE L2 38 1 2 B EALEVEHS X OV | o Rk
WEEZX A-5 BLOK A-6 1ZRT, /o, ~TM
PRI L OV AKPEE LBRIREIZ 380T 2 AR & 1 mm #fi
OiEEFE L A7 ITRT,

~NTHHEOFS EH 5O ETYH, A E T
fifids & OGP BT I & 2R o2, ¥
EALOREICEDL LT 2% U T Thotz, L7
ST, fii BIZF - TR O E R L O 28 L
TREOEREED LA BEBEEOFMIZAHNTH
RERFAERNIDN & MR L, DIBTIE, iR
IR G o T, FRIE A TR L 72w
A LT,

T LR @=L, HREE T 63%. 1K
IR T 95% & e o 7o, it K BV UERIRE 0D S it
FiL, ERRERIAE S R DIV L, MR
BT 5 4. Mo RUEEC 4 S oW T LE
—E LR olm, FNH O E TOMmRERES X
OHB B O @@ RIT, ThEh 69%B LW
99% T o iz, AELFIEIZE D b3k istE
J UM R B 1 B iR L AR E & 72 0 |
FC A L7 EHT BB & 1 mm i & 90%LL
WIS ZENAEETh o, Fo. WHE
DIRREIZ BRI & F AR GEVF AL BE T lI~ 7 L8 X
D HIERENEL RoTs, ThUL, ~T BT
Z @R T X 72 o oM BICAT RS U2 O LR



BN AL LT 7e 7 2 | /K PE L ¢
FEWRE S Z L ICERT S EEALND (K
A-5-C. D BLUX A-6),
4. REFEREDRE

B2 EEROREI I L 72RO & R IO
N YA e Al i S SO itk id v S AN STANEN
T T 7T 2T 0.200~0.209 F XN 0.187~0.194
mg/kg, ~ 7 F AT 0.159~0.169 F L0 0.091~
0.130mg/kg, 77 25> —/LT0.178~0.213 B &
100.145~0.199 mg/kg, 727 2 KT0.152
~0.167 B XL 00 0.152~0.174 mg/kg, 7717 =
> T 0.288~0.331 L1 0.271~0.322 mg/kg, 7
= EBRF Y A— KT 0.052~0.067 33 LT 0.051
~0.058 mg/kg, ~/L A kU 2T 0.146~0.203 B X
V0.137~0.157 mg/kg TH - 7=, kfatelis X
OB s B 1T 2 3t 3 2 3B e & &
DA REIEDOIHTE  (n=6) % Mann-Whitney ® U
MBI L 0T 2 & | SRR 20 g TIEE 7R
DREEM & B2 D R 2 B Th o 7203,
PR B O IZEWZ0HuIEMm L, 2 g FRE
RECIL 6 JRIK L e o7 (R A-6), AEMERUE 1 g
TS T 2 EIIT 3 BI L ro oy, B
MEREZVELT HI1EE, HECOREENHHE
IZHZ D2 ENFERICHKRT 22 L 0Rm®aEh
77

[l — WA R COREDTOLRIEOKE L
AUV, AT ORFRE KT 5720, &
IO W% 2 D F ERAMITIIEEECTH S Y,
Fo. AEEOD R, SITEOEED XL
FBEORTZHELL ZEMmbhTns 4 9, 22
T, AEHREE O R A WTRI G T 5 72012,
WO R URH s K OSB3 1T 23k 20 ¢
FRERIRE D SRR BE LT3 5 & R 3K L OV R K
TOVEIFARRE Z K A8 1T T, TA_TVT
I FZEBRE, F— OB REIZI T % 4 HE%E
TEFE I, CHRERE O 7 A akE L 0 HRW
HmE R LTz, B2, ~7 T4 BLOT 7 =2
V=TI ZOEAPBEETHY, v~ T F AT
TR 1.8 %, T 7 2 — L TIdiK 1.2 50
ZEMAEUTe, FEROMI R XL 0 & ek

THOMNTEAME < 72 DT, 2R OMXREIC
BT HMER S LTz, Mokl K UL ek
BHZ BT 2% BEO ST EDOZLE) (RSDH) %
K AYIZRT, /T 7T VBLRTAR DT
I RERRE, REBRENFE—THIHEAIT.
Bralel & BBt CEoMBR R EL R
LB RN, DFEY . WER A7
A BB CREENMREMAL TR Y . BT 5
FBHIALIC K o T EIC A # 23 E U 2 faba i
ENET D LR S, ZofmiE, Eb]
DRI T O HHEE B ORI N T b iR
INTND (¥A-10), —F5 T, EBEEOR R
TIIBRAEOIE DRI X DT EZEE~D
WREII R ChH o7z, £ T, TNEHDRIE
DRI B B 2o W el 5 72 28 B Al 2 52 4
D721, A REFEOFE) 20 g FEIURF O 73 Hr B Tl
ELHxHREOSETCOEEZH L (X
A-11), FRXHRE OB, M fatkl s X UM
(AW ST S YW S PR LS g )
EEHERT DM DR S AL, Z OFEEE IR
RELO T DR L 0 b K& < Ipo iz, Wk
O Z, M#aEcix 2 g LR, Mk
BECIZ 10g BLFIZ L72BRIZ, 20Tkt g R To
FRSCHER BE O ZZ B LB 2N L7,

B 20 g FREURFO L E Y 5 A E THIE L
TR DB IR 5 FREHE A X A-12 12
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THY., RSDrix 5% CThHo7z, hED LIz, &
TOFNMPEEICB N T EDONT RIS ER G HE
OHFHHNOFER TH -T2, 2B, v~ FU v 7 2%
RN —12~=—R%BDOONTT )T TT v T



T2 ) 7 A ROV A Y A ONWTE, w

N w7 AREMRERA LT (& C4 3,

3. B ELIRRE O AT
3.1. BB R O E(LIRE Otk

HiRToOIF I —BBFHIO7 2y 3] —
BEALREEZ X C2 10T, BN EL 72
DITPEOETED SN 72 0 . HEHERL 282 < Al
E LD AT DO )RR O ¥ EAL
THHHNC/AR DT W L 2B LT, 2 b8
SRR D, 0.5 rHBEL LB 4 B AL THY
DN R R EED D R TE D PH IR
& LTz, E7z. 4 SEL Lk 2 K& 722
TS AL DS, BiRET OO 43T & IR EE O
WREICHE SN TWD LT L. ZhE [
kBt & L7z,

WRE U727 0y 2 ) —ilEl o i L
Je OMREIFIZ 331 D RAEA X C-3 12RT, KT A
T A AT TR —HE b Lz TS p et
EH 1%, FIERIED X Y —T 4 HRIBE L L2
ok fearl & FRERIC K & B R Ao T, &
BER A7 RE E CHEL SN D Z L 2R L
7o Fio. PUBRREDIZ. SHEALATOMY] L 7z His
KEET—112°CTh o1z, DB, RIATA X
O LV IREF OFH R AT FIRIEE TH 5
—50°CE TR F L., I FH—ToOHEEORE
BELEDLLT—50°CTH -7, WHENTO R
TAT A AFHEHTIT—181°CETERLIZ,
BALtE OFEHT —50°C &+ I IRIR IR 7= T
B, XuZ—RETH-T=Z2 D, KIA4T
A ADWMEBITHEY ThoTo B LND,
3.2. WEAGHMARRE O B E ROEBFE
DL

A~ T VER R OIS K GE I AL BRI X 2 i 8 1 RF 0D
BT %X C-4, ~T7 PR OR/K Gev LB 14 1 ks
56 EREOIREER X C-5, BHEALEUE D~
Z AR N O e AL BRI 3517 2 BB X 1 mm £
7213 2 mm EF OB R A K C-6, gD 24
OIYEEF M OWBROZELK C-71TR7,

BE L7 ey a2 —iEo~ T ER% I
BT 2@ (FEEMOBBEOE) 13,

MU FERERD 1 mm i C 7% (4%). 2 mm fi C 36%
(8%). RN | mm & C 41% (10%), HifE
e 1 mm i T 19% (6%) Th o7z, ik
Ve LB Z 351 2 @R ((EEF M i@
D7) 1T, MR E 2 mm i, SO fE 1
mm i FAE AR 2 1 mm AT L5 A
Pt 8 R < 2R BITREVEEIN L, SRy ]
TOFHEIEEIL, TILEH 81% (0%). 89% (1%).
94% (0%) & 727, —J7. AR 1 mm
BRI CIL, Pl REi] 8 0[] & CHfi~ DO BB A
HELVLEBEEENRKE S holooni@il®E
FREOMEER LT, Ziud, S B I E
MR EEEE Y LIRIEETHAKIZ X D% %
M L7z 2 & T KA ISR EE S Uil a3
ILT=RERTH 5, Z OBIGIITHHAEO 2 mm
i OV 1 DB CTHAET TV DD, Phir
M 2 2y M LARE Cldfn L osEh R 2 @i L, %)
BRI L TWD, ZoZ b, fio B
2 mm & REWGAERED I E L S
NTWAEERICIEEOBEFEE D ITA I VW
Bz oD, EO%, Pk 9 sy AR Tl ERITIE
DEZR L, BB TESRER] 10 22 TONH
BIEFEIL 5% 2%) & o7z,

A~ T ALER & K LB 0D £ i i A A b
95 & HUREUED 2 mm i K OV ok}
P OV R 1| mm BRIZ 1) 2 FHimiE R
(X TR LD b AT EHRE] C O K PEv AL
BT A5%LL B L 7o tz, ThUE, o~ T B
Z @R T X Ze o T B O B S~ L 7ok
IRFRTEAS, AT CIRvEW IR S 2 Lo
K42 EEZ2607 (3 C-5), LarL, Mkt
BED 1 mm i AR BF C O @i TEIZ K 2 i
RO 2% LT THY | kYL X Y
b AT TE L o To, AMRRERS IR 2O f
D ABAZEBMONGE L, OB OBETED (I
X0 KBS LR (2 5\ T b BRI FR L 00 a8
NFESNTOWDAREMERE 2 SNz, £72.24
OVEEZ T TOMBROAET, ~T L TIL 4~
10%Tod 5 DIZKx LT, ARG T 0~2%
EINEDoTz (K C-T7), LizhoT, —EJIED



Tk Z W BECTIIEER I L » TEBAEL
W2 WZ ERRIB I T,

UL EDFERIN G | ~T R L0 b K Beig L
DTN, A, EHilZFE D20 1 mm AT O PG 72
Pt EfEIBIB ST Z ENAEETH Y, B
HIEEEM COFBMEREmNZ LD, BELR
BEO @Rl HikE L CGRYI THDH EEZD
iz, £ LT, WAKEELUETO 1 mm il 1T
2 SRR SR I R T 89%., ARG IR}
TYU%THD I LMD WM EL S il
IZERE © DCTRENDEHE 1mm fHizH
90% 81 FHE Td o 7=,

4. FHTRBIEREDZ

oD EE (1~20g) THOHBEEFRE L7
D SEIRDOFHJRIE K C-5 R, FHREIL,
R ok e QNS s BT 2
777 2TC 1.70~1.77, 1.94~2.03 KU 1.80~
1.88 mg/kg, A I X7 7Y RT1.72~1.86, 1.96
~2.03 TN 1.85~1.94 mgkg, ~ T F 4> T 0.48
~0.51, 0.76~0.80 21} 0.70~0.74 mg/kg, ¥ A 7T
Y )T 647~688, 690~7.63 &N 6.61~
7.12 mg/kg, 7V 7 = ) 7 A v T 0.42~0.45.0.45
~0.53 KO 0.42~0.50 mg/kg, 7LV T IR
T 1.78~1.84, 1.98~2.09 } X} 1.66~1.74 mg/kg,
AL A Y T 1.50~1.56, 1.53~1.82 } N 1.40
~1.73 mgkg Th -7,

[ — AR CORMEM T OKEEORE L
AUV, BATE T OEFERE KT 5720, &
JEBEDGHTEZ Z DO F EREFITIIRETH S ),
Fro. kRO DRI, OEOEED X
LROBEDIRTEZHS ZENMLATND 4 9,
Z 2T, TR IR O SR A RO LS REAT 9
D122, SRR C O 20 g FREURF OO X2
(2R 2 A R KON 7 Fill 3 AR C D SR AE ot i
AKX C-8 1T,

BRI IT D IR LI, kel > R
it B R > MU PR O IE TR < 72 2 {17 &2
LTz, B, Mkl BT 2~ 7 F 4T
L PO R R OB IR L 0 BEE TR <
Role, T F A OMTHREDN, MR

BOWTELS 2 5miE, b~ MEOFT LYY
AUEIEY & LSBT bR STV, &5
(2, 7 FEELIE AR TR L 72 BRI AR &
{8 31 23R & R IO BURE > SRS B Wl > HL
BB ONE TR < 72 DM 2 LTz,
FUREEEE, PO Pl e OV sl s
T D IRIED T EDZESE) (RSDE) X C-9IC
<9, RSD X, FDOREITH 10%LLFTHY
BVEAC OFEEE K OFR RS G- 2 5 528 T A B i
Thole, £ IC, WENZ2 BN % FEMid 5
0T, FEIEOMIK 20 g FREURF OS5 E THl
1E U7 AR B O 2 3K T OfR ) RSD fill & %
L7z (X C-10), #AEE) RSD EIE, ffy sl <
BRSO < MU R DRI R & < 72 D18
M2~ L, SO sl & OGRS At C LT PR B 23 )
R BDIFEREL T,

5. IOSTRER DI & BB IR D B

5y B U 7o MU s B OV skt & 2 e
wLAyHE L0, ThB & BRI SrEE L Ao
Toio b, WS IS IS T D R E O 5 B HT IR
EhiCTEx oo, ZHE TOGRICHR L
~ MROER T Lo YU DOKRGERRIT, TNEh
94.0%M N 924% THHDICKH L TTry 3l —
Tl 86.2% & {EKW 9, LT, 7mryal—0Df
MR RoR MED i < BV BEAL o RR Tl
SN T 2K ER D720 LB K
HRMREE T T B2 BND,
6. EBALBI DR R IR EE D L

BN T O IR | F N E DL O B
R U CHEICHRE L, BEEEORTMITO
NS, 7ryal—o L ERIZE T 55500
~OEENAEEFHLEZ (K C-11), HEED
HENHIT43:57 THY  fEEPTIIZED LD HHE
ANRELV BT NS oTo, —FH T, R
DAL, HITBVT 98~100% & 72 0 | EIKD
FHEICEDLLTIFEAEREICHML TN, 7
2y U —XENAIR T, BOENEETE S IR
THU ., B S BRI EIE LIS L
KIIME Lot B2 bND, ZOMEL
0. ERECRENERET 58O~ O



HEIGD, OTEOE B LA HEEZD
N5,

[2] BKREWITI T 5@ 238 AR5 B O#R
R EBREMFRE DR RAEORKREE
a 50 4 £

AN 3 EEA T BRI [RPEREEND
DRFFOFEMEOHEG & EBRFEEL AT D
T O DIZE] O HEBE TRRAENL DA H AR
i 0¥ E Y AOT Ly E I AE ISR A Rl g U
HEORMEH TIRREZ AV T 3 BEO S
LiikzEsR - B B). RIATA A Tl
FHH(C) KRR T AT A A« Pk 2 (D) ]
OEEFNEZ L U, SR ORIk L 2 IR
5 (A) Ll Uz, AR T, RFEEZ AW THE
LT FIENSEY (oW, FoRE. Fo
e, BROFHAL KOG K OO A) (1 H
TEDLIPRFEIT o7, 7B, FEOB BT
BHEESUE A, T 200, AR, 8
HREL, R, R EEIC L TRESERD
DD, AR TIIRFED HIEE LT HBRIC
HAWTELTORETITO 28 & LT,
etk . EREKEORECHASINLTVS
Robot Coupe BLIXER-3D ([a]#£%5% 3000 rpm)
JEERAERM] - 120 B/

k& 500g

BMiADORKEE: H25cm A

1. BEORHEIC X 2RBFRME OB
D EREHEE AR EE (B)

SEY (FOmA. FoRE. FORFIER, Ko
. BROENT K OSEDORBA) 500 g & 2.5 cm £
IZHh v F L, IREREZINZ TS, ol
(BRI E R T RETIL3~4L Tho T
DIZH L, BEDTITA~SLIBETH -2, W
NORBIREREFRITR L T4 oMkET 52 &
2k 0, PLERE CREAICHRE L, WAEHZET
WG L7 R I sD TR & 72 B 720, IRIRE R
DOIETFAE T T 120 BRI L CHERITRD b
minolz, LnL, By OFBRER B 1 X-55~-
38°CE 720 K3 (F U 4 —-69°C) LEHARTROR

Btz (AT, BEVZRIKESR CHET 2
EREFLUEARTHL 25700, MFRFIZED TR
L. Wit OREHEE RS oo b DB XD
niz,

@) FI7A4 T4 A% EER#E (C ROD)
NI A7 A X% AWl (C XU D)
X, WY RTIA 7 A ADFAET T 54
ETHDLH, AL RTA4 7 A AT 54
L, DT 50, BEHFICRIAT A ARREL
2. RUERREES ER U BURLSEMR T 2 R
MWD, —I7. BRI RF A 7 A R % K
ALTESHE. BRI R T A T A A& HESED
DI 2S5 Z Lz, N ERE Bl L
WK 2 LTk, B OBEEMEDIR T 2
<o REOHAIF, RTIATA AT (C)
TIIRAEED 11~12 158, FIA 74X« Tl
HEE R (D) TIiE 0.5~0.6 EENET B 2D
iz, 2T, RIA4 74 A2 TwmHA (C) TiX
AED 11 fF&, R4 T A4 A « Pl 7=
(D) TIE 0.5 fEED RTA T A AZHWTHE
WMaEmRE UT=, 728, RI7A T A4 A THI5(C),
NI A4 74 X« PlfdfE 72 (D) OWF sy
THMANZ KT A 74 A 100 g Z o A
TK 10 BREE L, s mAIT oL &L
oo TORER, RTA4TA4 AT HEX (C) Tl
WTILORMBERS, BT 22 LN TE T,
— 7. WU CHE LIoRIRIZIER i< 22 5 7
D, FIA 7 A A Pl N (D) Tk
HEETH Y | FRE L OB O TN TIIEEH I A
DEEEPEIL L, BT 22 N TE R ol
R4 T A4 X« Plisas 72 (D) THT 5546
T DRIADO K E &% 2.5 cm AT 5
TR D EER BN, F AT ITREFHRE O
JEZR LTz, RETIIOTRORM HFI-78°CTH
ST, BEWTIIREL Y B TR & ME
MR B3, BEWO ST ORI B Lo W0
bDOEBEZ LN, TNHLORRNG, HFEYT
X RTAT AR THSGA (C) 1FRIEED 1.2 %
., RIA47 A4 A PlfisaE 5= (D) 1% 0.6 58
DRIATAAZHNDLZONRENEEZ BT,



¥, WIRBWE CHREM EYENT D L 24~
40°C £ 72 DT80, BT X o THfif LRodu sk as:
oy HT T 2 BRITORAE el TRUBFR T 2 o 2
B2 i,
2. HIRBERME & O

S EY) % IR R U 72 SRk R OV 14
iRt U7 5RBHI TR bR & < L BRI % L
9D ONRRETH-7- (K A-21), £Z T, &
BT RUE A O TR E 24T o 72 1% . 1 mm O
SHNVEBEL, 550 EOEKAE L L-, fit
W IEEF10.0g 127 R 50mL (1 [7]) 200z T,
REVFA X (100 £HERE S (559RH) 12
K0T 7, EORER, FIREBREE LD b R
ik, BE O LD bRE DA O G R
B DO FIE DR 03N E L 72 B EAA A S
7o (K A-22), BRERIPHER L TIIRE 2221330
O oo T,

b & 5 FEE

BN 4 FLERENT U T B PEW OFREBR R T 1E 0K
Y (b, 2N I RERVCE) ([T
DI EATH Z L L L, 2B, EtoWE M
EEREAENE TN 2, 3 2k, HOTRIK,
Bl PR, MR RS I Lo TRE S
DT Lh D, ARBFGECTIIRESS EY O J5 1k % fife
ST HBICHWEULTORBTITO 2 2 & LT,
MRt . BREERREOREBECHHINL TV
Robot Coupe BLIXER-3D ([E]#5%% 3000 rpm)
HEEREER 0 120 B
ki . 500g
1. BTG E OB

Hid, 2V, IREKROETE 2em HIZH v b
L. &7 CRBIER U, 0 4 SR L7
BEM O JTiE L FIRRIC, IRIRETE - RS AT
WHFIE L TRIKEFREZ 4L, RIATA AT
WHAKRRTA T AR PlEFE S XTI R
AT A AZZNENRIEED 1.2 fFELD 0.6 fF
JEHWZ, ZOEER, HP LRI RTIINT D
FHETHMER L M2 EiE 5 2 LN TE
7o —Hi. D REROE T TIEWT R ORI

ETH, EERIZHAORRMERE L, BT 5 2

EIMTE o To, THUE, RS LMK H &
W ORER - KR ORIZERE S Z L1k H
NEMECTE R RoT Z EMFER EE X BT,
FIT, BRIKOKREEZZEZ 1lem AL LTHRERK
DS T 2L Z A, WTFNROFETY
FOEHEIMEIET B Z &, T2 LT
X2, MEEERN LIEKRSHEOMHWIZONTD,
RIAT AR« PR A TIIMEORE S %
25em A ETDHEMMNRRETH-TZ, ZNHD
FERNG . BKED T 2551, 1em ALL
Ty FLTOOHERHT H2ORLINWESE
b,

% B-6 (SRR E % OREHEE 278 LTz, )
REESE - WS N CIE-51~-35°C L I o 7o, Rk
(X, PRI IR ZE S8 TR & BR0RE L7212, IR
ERDOIFE T T 120 BT 2 H1ETH 203,
AR ZE 3R CTORE Lo iRiatimd TIRIR & e 5 7
O, B OMARIIEED bR o T, L LA
WD, REZRIKESR - iR AT LT h 6
LA TREHRENRORRm 2o Tz, WRIKERT
WHET D & KEWOTTNRFEL LR THL 725
T2, KRR B RAE U BREt: OFUEHEEE A
L polb DB BN,

RIZATA R TR HFATIENThORM -8
~T5°CL 720 RTAT A ADOHIERE L 1FIF—
B, RIATA A - Pldfs ATl H 72 E
R ZFIE-T0°CLLTF £ 7o 7oy, BIRDOKE &% 2
cm A L L7EH P L NZ N TIETZENEI-36°C LT
-46°C &L 7e o7z, 2 em A DORRRZ IR E CHliit 9
% EIFIHL 720 | Lom AORKE D ©HFHEE
BN LT W EEZ bR, B, &
IREERFE T B L2356, PUBHEE X 24~33°C
Llpololzh, BUT L > THfR LT WV RS %
ST D BRI AL TR T 2 o &
WeEE X LT,

2. BB B TOBMPRILO B

B DR DR 7% X B-18 12 LTz,
HORE B AE CIER L 723 BHI W o & i 8
vA—=RIZARD WETHD LD IR AT, L



L. AlfRd 2% &, Bk TIPS T
WREVWESLEEZELRD LN (X B-18), 2D
7o, AR OREIE T H 2 L L LT,

B KOz ITREHA R G EM TR E En
RO LT, 1 emx] cm PLED K& 2k 1 136
RTERD ST, —H, IREROCITTIE, W
THOFETHHEEN TRV Temx] em LA E
D FEE TR DAV, FARBEHE D J7 HIHAE By
B0 B REBRENRR ST,

W OFRE S EENE <L 1 emx] em L ED
Fe o LIsh % el 95 O1xR#EchH -7, £ 2T,
B OB E W T B EA 1T o 724, BB
T 1lmmDOSELNEZHEL, 550 EOFRIE % g
T5HZ &L L, filtiEael 10.0g 127 & R 50
mL Z2 THREDTA X (1 5f) F-3EE 5
(5 ) T2ZLICLViToTl, 7eds, Ml
EIWFhd 1EE L, ZORR, HPXD %
OTIHIEE S L0 bREV T A XD K
D% ORI DR 703N S < T DEI SR D
iz (K B-19), F£7z, x NCTIEFIREBREL Y
WA O T SRV ORI 23/ & < 72 DA
DRz, —Ji, SO TIHHE (REY A
AR E D) PR ENE (R IR ERERE 1)
XD RERETRD LN DT, HREKDY
ST AR LRI, IR E SR D 1
cmxlem PLEDOREWEN R Sz, Fo, Hifk
e LB 2 R A X L2 2 A R
U b O HICRENKEE > TREERN R TF
1B L., BENNEECTH -7z, FIRERM: L ZiE T
XL RSN OEEMEIET 5 2 & el RE
DA RXEATH ZENTE RN, KE I3
< Tebiphol, WiREBHLZRET, AET)
A R OBSIZRERAME IR LR D> 7o DIE, HfG
e L= L 0 bEARE WD, RY fov
DHITKEEV I o Tnledb EEZ BN, Th
BOFERMND, ) R EROSFITEmfE, &
REBEDOWT LS, WEILA R+ LER BN
720 RBPRL T DK & ZITHH BRI EOIE S
DXWCKRELS BT LIAREERD D, 2D,
HRBERE, HHEAEEO WIS MR 2 R

KTHHICEY, WEEZSHIZH ESEDHE
WD LBEZ LN,

c w6 EE
1. BIRZEDOTINERBERF ORI R~ DRE
HAIRBLEIC J 0 PR L 72308k TR RS R
EOBREWADT D EMatT 5720, FOMA,
4= D [FHE K O O [l 0 i 1R BE Rk | R SR
RN, IR THE L, HUERERIC K 5 EIsR
DR R R LT, NI O iE R 0, 15,
30, 60 73 & L7z, BiatRbaITER C-6 1R L
7= 65 b & Liz, WIholba® b aiikic
WIN L7358 OEILERIT 80% LA ETH D | HEHRILL
BEOBETORKITIZEALERVLEDEEZ S
NI fERE R C-6 KUK C-13~K C-151Z777,
FEE R 30 43 TRIERD 70% A0 & 72> oAb
WiE. FOBRATIE 4{LEY. FORTIRTIE 121k
. KO TIX 14{bEWTH Y . WT o
BT 10% K & 72> T ALBEWT 16 (LB TH
STz, Z?®9H B, Carbaryl, Fenobucarb, Propoxur
& O¥ Sulfanitran 1%, 4FOFHETIE 30 75 1% DRIL
BN T5%LL ETH > 72Dk L, KOs Tldv
TIY 50% A & 72> 7=, —J5. Sulfaquinoxaline
%, KORFIR Tl 79% DRI EREZ R LT2A, 0
g ClE 47% LARMEIC e o 72, 2B DFRERN G,
A &R O R T UEREHh D BE R R0 2 DA D 5y
DEFEWVIZE D | BIREOSEGEO LT SRR
LD EDNRBENT, WTNOORMT 30 /5%
DEILEEDN 70% A & e o7 16 (LEMD S B,
HERR 0 43 & 30 o EINEIZHEE
( Benjamini-Hochberg 75 (Z & % FDR ( False
Discovery Rate) #i1Ef% D q fE<0.01) 2358 B4l
TALEME. FOFFAETIE R -T2, FO T
T8 ILEM KO CTIX 14 bETh o7,
Z S DAL G WL HUE R ] RIS R DB R
DM OB & DS FEIZ L VD LTc b
DEEBEZ BN, —J. FHATFO Cefapirin <
Neospiramycin %, HEREH 0 53 & 30 43 D[RR
ICHBENRD DN AL AT IRINE %



(RN Tz, it BET OBRENE LS
i,
2. FREHRE OEIE~DE

ABHEE 2B RIZE 2 5B M 572
D, EIREMIC L0 R LR (FRBUED &
OGS RIEC L 0 GRS U 72308 (BURERUEE 12
HEZIRIML ., TN ENER £ 7213-30°CT 30 47
hER% ., fhiEEZ B L. 507z EINEE
Wi Uiz, ZFOFRORERZ X C-16 (234, Hik
AEFTEIN R 70 % K & 72 > 72L& Wi
Cefapirin, Neospiramycin, Spiramycin }& O Tylosin
THOTZH, WIS R ORI & OfF
7275 (q<0.01) IFRDOLNRNoT, DD,
IS DAEEWITEE 2R IC LT H EIED
ETE2MElTo2 LIIR#EETHD EBEZ BN,

FORFIROFERZE] C-17 1Z~7, HiRaUEFC
BN 70% K & o7 lbGm D 9 b,
Ethopabate .

Josamycin . Leucomycin A5 |

Neospiramycin . Sulfaquinoxaline
Tetrachlorvinphos % O Tylosin (%, W 94L 6 Gk
BroEIR & FE 2% (q<0.01) 2R 5,
BHARIRIZ T 5 Z &2 K 0 B M B L7z, L
U7 B | FIRGUE CRIERDS 70% A & 72 -
rikamo s b,
isocinchomeronate,
Y Tylosin (FHAEEHT I T H LD 70% A
L EEo7eZ &b, —HOEY TRk
ZARRIZ L TY, BCROET 2 5842 i34
HZEITTERNZ BRI,
RONFORE R 2K C-18 1ZR-d, POl
[FRRIC , HE VB CRIER DY T0% A0 & 72 - 724k
/NN IR

Azamethiphos, Cefapirin, Fenobucarb, Josamycin,

Spiramycin

Cefapirin ., Di-n-propyl

Neospiramycin, Spiramycin &

2-Acetylamino-5-nitrothiazole .
Leucomycin A5 . Neospiramycin .
Spiramycin, Sulfanitran,  Tetrachlorvinphos A& T}
Tylosin I&, W7 & BURE B D[RR & F B 7R 2
(@<0.01) BRD B, B ZKIEIZ TS Z ki
FOENERM E L, LaLans, FiRse
TEILED 70% K & 2> TG D 5 5
Cefapirin

Propoxur .

Di-n-propyl isocinchomeronate .

Leucomycin A5, Neospiramycin, Spiramycin & TF
Tylosin JZEHGHSEREHI W T [EIUEEDY 70 % AT
\ZE EF o2 enb, FOREE FERIC, —#
DOALEY TITRE A2 KIRIC L TH, BEIEROEKT
ZOERICITIHI TE N EARIB S T,
PLEDRERN G R OOV Tlid—
HOBREEZRE WEHEEZ TIF5 2 812k,
FE RIS S BRSO ZIl TE D 2 &
DRSNT, LIedo T, WAL X 5306
B AT 20X, RUBER L o RIS DI & ]
TEHAREMEN B LRI ST,
3. BRI IEIC & B EIR R~ DR 5

BRAE R T & 2 BURHR B oD 2 3K 55 o b 1
HIZh R 2 MRET 572, REFRRATOMRIK (K&
OWRDTR) R 2 RNt itk E 7o
TFIREVEIC LD REFR L, 155z
AU LT, MEhgeamit. 2. FEHEE O
[EULRA~DOFEE] T, FFETIIHROIFRIZ BT
FIRRECEEIE (>70%) &R LA D
s 11 EE® (Group 1) K ONWWT DR GHIC
BNTH BAFREIEE (>70%) 33 biibs
MOHFNH 1065 (Group 2) Z#EEE L7- (&
C-7 XU C-8), 72, WIREVEDOLEIL,
RICIRIEE 2 ININtE . A EEZ AT 2 £ T
RE2Y 30 0 & 72 X 92 Lz, FORFIRORE R
w[X C-19 kU C-7. KORFIEDORE R % X C-20
K OFE C-81Z/R L7, Group 2 DEFHEEIZHONT
(X, EIREEEE R QNS I E O W3 CRUEHR
RIAIT > TH >70%DEMEAE Hiv, FEHRR
HORERBDITR SN2 >T2, —J, Group
1 ORIEETIT, FIREBRHE CREFAR AT &
FEIUNEEDY T0% LA T & 720 1T & A EDRIEEIZE
WC 12, FBHEE O EIEE A~ | CHIRE
WM L7556 E i U CRINENME T L (3
C-9), ZTHIUTRIEEZFBFARANITINM L2 &
T, B ORERCRE S & B LT <D
IRENEIT L2720 B 2 Btz BRI RRE
THEFAR L7285 5. Group 1 O— D 3K
TIEHRE BN L7285 A & e TR R
KL (& C-10), #lxX, FOAFBIZE T S



Azamethiphos, Ethopabate [ O Tetrachlorvinphos,
KD @ Azamethiphos [z T} Propoxur Tl
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HRONTZZ &b, R BN s R
IZ5- 2 D580 %, BECHEEICL - TR L
DR ST, BWEILDRE 2= TR0 WEEIC
DNTIE, RELOR 22 BB b, FEIRED
NG U A7 B 2 E AR ST, riE
DOEMI, ALY y<Tnyal)—< k= b
DIFIZKREL 720 | YO K/NIIEWFEIC L0 H
mHZ LR (K C-12), 7. WHA
OREIZEDL LT, IR & T EOEEITAD
FHBIBISR 2R L, FRIREN D22 E EAB S K X
KRB T ENMER STz, MAT, WTFhO/EY
2B W T BN E AL L 723 B DK 90%7 B
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& A-1. RIRBH| O WA S

RFIZ (Fdn4)

B R
ERHS S () ey

“a (%) fER

TS L HER KR v /777 (DIN) 20 2000

~ 7V A ~Z7F 4> (MAL) 50 2000

TV —=urrarIn 7 7 aJ) ' —)L (TEB) 20 2000
7 x = 7 AERLKFIF TN VT 2 K (FLB) 20 2000
7 e — Rom—2x7a 77 7 7na 7Y (BUP) 20 1000
77— Ro—27a7 7L Zxzrera¥xA—k (FEN) 4 1000
7T 4 A A ~L A R U (PEL) 20 2000

F A2 WERH (FEREI7 v~ b7 F7)

RN ACQUITY UPLC BEH C18 (Waters )
WEE 2.1 mm, & 100 mm, Kk 1.7 pm

Bt 5 mmol/L FEFET & =7 LIRIE,S mmol/L FiRT &= LEH A X
J — VB (viv). 90:10 — 5.0min — 5:95 (4 min %)

it B 0.3 mL/min

BT LR 40°C

AR 10 uL

PREFIRER] )T 7T K25min, ¥ T7F A £ 5.5 min,

FT7aF Y —b K59 min, 7RV T 2R ;5.7 min,
T 72V 8 64min, 7z EERIFA— T K 6.7 min,
AL RA MYV 71 BEON7.3 min

#& A3 FERM (HESED

A A Atk

L7 bR L—AF1kE (ESD

ET—F: VITTI NTFAY TTaAF S,
T7u T2V, Tz dxA— b,
NIV A R
AE— R TNRVT IR
A A AT =+ IEE—F 5500V, &F—F: —4500 V
A F AR EE 650°C
all)Vag U HA N,
A A s MRM 74




F A4, MSRT A —H—

P DP CE CXP TV A—Y—AF Taxs A
V) V) V) ~ (m/z) ~ (m/z)
CI)TTT 51 17 10 203.1 129.1
~T7FF 44 17 6 331.0 127.1
TTaf =) 41 39 6 308.1 70.1
A=A =R 46 21 6 306.2 116.2
A = i S 96 23 6 422.2 366.0
LA NY 51 27 8 407.9 183.1
TNRPT IR —90 —46 —1 680.9 254.1

Fz A5 RUMHOERER

AR (%) [ RSDr (%) ]

IR ER IR 0.01 mg/kg N 0.5 mg/kg ¥ 1 mg/kg VAN
CIFTG 87 [3] 103 [2] 100 [2]
~FF I 102 [4] 98 [8] 105 [2]
57— 93 [5] 100 [1] 103 [2]
TARL DT IR 94 [2] 104 [3] 105 [4]
TIRT = 94 [1] 98 [2] 103 [2]
JerrELA— R 95 [3] 100 [3] 102 [2]
AULA R Y 89 [5] 88 [6] 97 [2]

n=>5

R A-6. ZRUEHFEE TOMBMPEREHS L UM #EREL D53 AT EIZ %45 Mann-Whitney
D U RRERE R

PRI (g)

20 10 5 2 1

CI)TITT O x x x x

<~ TTF x x x x x
TTaty— O O x X O
TNRVT IR O O x O O
AV =R S O O x x x
TJxrErFA—Fh x x O x O
NI A R O O O x O
No. of x 2 3 5 6 3

< HEAEDHY (p<0.05), O: AEAERL
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B-17. #aE 2 BB & 1 mm ORBRE @B S TR O LR LU
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RSD (%)




FB-1MS /XT A —H —

ST DP CE CXP 7V H—H— VAT /8

V) V) V)  AF (mk) A (m))
CIFTT 51 17 10 203.1 129.1
43X 7Ty R 61 21 6 256.0 209.0
~SFAr 44 17 6 331.0 127.1
ATV ) 45 31 2 305.0 169.0
TNT =) AR 101 27 6 489.1 158.1
T ERFUA— |k 96 23 6 4222 366.0
SLARY v 51 27 8 407.9 183.1

* B2 EER X UREE DL

WIS (mg/kg) PRI (%)

DT IEERZE (%)

0.01 LLF 60~120 30
0.01 #~0.1 LLF 70~120 20
0.1 #~1.0 LL'F 70~110 15
1.0 8 70~110 10
& B-3. ZYMEORERER
I SEEENEE (%) [ RSDr (%) ]
(mg/kg) DIN IMI MAL DIA FLU FEN PER
0.012 104 [4] 97 [6] 97 [6] 97 [8] 91 [5] 84 [5] 88 [4]
0.5% 110 [3] 105[3]  105[3] 96 [4] 95 [4] 99 [2] 89 [5]
0.5° 99 [3] 102[3] 101 [4] 90 [5] 100[2]  105[3] 94 [3]
159 102 [3] 99 [3] 108 [2] — 88 [1] 109 [1] 92 [7]
50@ — - — 102 1] — — —
n=>5
@ TR G ORI R & 5
I UBEIPNE ik il S R C
KB4. v Y v I 2R
<~ hU 7 AR (%)
DIN IMI MAL DIA FLU FEN PER
—32 -3 —1 -3 —19 -5 —23




# B-5. ifkER
7 B-5-1. ekl

SRR (mg/kg) [ SD (mg/kg) |

B
20g 10g 5g 2g lg
DIN 5.55 [0.178] 5.58 [0.081] 5.53 [0.075] 5.62 [0.030] 5.59 [0.168]
IMI 3.79 [0.067] 3.82 [0.067] 3.81 [0.052] 3.76 [0.080] 3.76  [0.134]
MAL 1.83 [0.077] 1.82 [0.066] 1.81 [0.092] 1.81 [0.128] 1.77 [0.090]
DIA 14.8 [0.693] 14.6 [0.278] 14.6 [0.382] 14.3 [0.374] 143 [0.846]
FLU 244 [0.110] 2.37 [0.037] 2.26 [0.097] 2.28 [0.084] 2.16 [0.177]
FEN 3.10 [0.072] 3.06 [0.049] 3.01 [0.097] 3.05 [0.067] 3.04 [0.108]
PER 492 [0.388] 4.60 [0.240] 4.38 [0.365] 4.45 [0.383] 3.97 [0.608]
n=6
# B-5-2. tmaE
s TR (mg/kg) [ SD (mg/kg) ]
20g 10g 5g 2g lg
DIN 6.00 [0.070] 6.01 [0.081] 6.20 [0.067] 6.40 [0.283] 6.13 [0.064]
IMI 393 [0.066] 3.97 [0.037] 4.08 [0.095] 4.23 [0.175] 4.03 [0.075]
MAL  2.06 [0.047] 2.11 [0.095] 2.17 [0.035] 221 [0.105] 2.13 [0.049]
DIA 152 [0.581] 152 [0.714] 15.6 [0.237] 15.8 [0.472] 15.5 [0.479]
FLU  2.63 [0.035] 2.62 [0.066] 2.55 [0.063] 2.63 [0.120] 2.49 [0.070]
FEN  3.18 [0.060] 3.20 [0.056] 3.20 [0.075] 3.24 [0.155] 3.06 [0.099]
PER 498 [0.244] 525 [0.185] 4.80 [0.205] 5.30 [0.221] 4.99 [0.309]
n=6
# B-5-3. WAEMPEE
TR (mg/kg) [ SD (mg/kg) ]
20g 10g S5g 2g g
DIN 578 [0.127] 5.80 [0.056] 6.05 [0.119] 6.13 [0.057] 6.20 [0.088]
IMI 3.82 [0.076] 3.88 [0.045] 4.01 [0.108] 4.02 [0.106] 4.03 [0.057]
MAL 233 [0.061] 2.26 [0.071] 2.47 [0.101] 2.40 [0.109] 2.52 [0.105]
DIA 14.8 [0.411] 149 [0.450] 154 [0.327] 15.6 [0.341] 154 [0.577]
FLU  2.61 [0.064] 2.66 [0.070] 2.70 [0.058] 2.66 [0.037] 2.61 [0.078]
FEN  3.13 [0.069] 3.07 [0.081] 3.18 [0.077] 3.14 [0.108] 3.09 [0.058]
PER 5.00 [0.300] 4.97 [0301] 495 [0.506] 5.04 [0.343] 4.81 [0.357]
n=6



* C-1. BIERBHOBAMEMH

BENL (PHA) ARG 4 () ﬁjﬁmj\ ?f)j

& (%) &R

TR U HERLK R v /777 (DIN) 20 2000

7 K~ Y¥—7ua7 7V AIF7ua7Y KIMI) 20 2000

~ 7V A ~ 7 F 4 (MAL) 50 1000

ZAT Y A ZA TV (DIA) 40 700

71 A — RELA Z)NV7x /)7 A (FLU) 10 4000

7 == 7 AERLKFNF T N_ YT 2 K (FLB) 20 2000

75 4 F o AH ~YL A kU (PER) 20 2000

F C2. MSNRTA—H—

P DP CE CXP 7Y F—H— Tak sk

V) V) V) A A (m/z) A F 2 (mk)
CITITT 51 17 10 203.1 129.1
A IF 7Sy R 61 21 6 256.0 209.0
~T7FA 44 17 6 331.0 127.1
BATV ) 45 31 2 305.0 169.0
PRI E /= N 101 27 6 489.1 158.1
LA KD v 51 27 8 407.9 183.1
TR T IR —90 —46 —1 680.9 254.1




X.C-11 EHEE (EBOEX)

X.C-1.2 EHEE (LX)



# C3. ZUMOMERER

NIIN -5 B (%) [ RSDr (%) ]
(mg/kg) DIN IMI MAL DIA FLU FLB PER
0.01 99 [2] 89 [2] 109 [5] 106 [6] 106 [4] 93 [5] 106 [2]
0.5 96 [1] 99 [3] 94 [5] 90 [4] 95 [2] 104 [4] 87 [1]
5 98 [2] 105 [5] 105 [5] — 102 [10] 109 [7] 84 [5]
15 - — — 109 [5] — — —
K C4. <MYy 2R
~ MUy 7 2R (%)
DIN IMI MAL DIA FLU FLB PER
—33 —13 —4 —1 —27 +2 —12




M C-2. IFV—R@EERIOT ey 3 —HERE (FiREE)



LIRRE (& : PRBUESERE, & : MRoKEF)

By =

R C-3. WS ORI

C-4. ~TH () ROF/KEEFLE (F) I X 25 BRBROKT



C-5. 70K OHIKTEFLER IR 1T 56 LFB R
A HBHRABONTAE, B HHFARRE OFKTRLE, C : AR O~ T LHE,
D : I RERNB O TR L AAER, E : BOERERI O~ T AH, F @ SERRBOWMATRELE (£
ERTHE, £ IkRERE)
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K C-51 HPfER CHHREE)
. IR (mg/kg) [ SD (mg/kg) |
fre g
20g 10g 5g 2g lg
DIN 1.70  [0.050] 1.76  [0.061] 1.77 [0.030] 1.74 [0.028] 1.76  [0.074]
IMI 1.72  [0.063] 1.81  [0.055] 1.86 [0.073] 1.79 [0.022] 1.77 [0.071]
MAL 0.51 [0.029] 0.49 [0.033] 0.49 [0.032] 0.48 [0.027] 0.49 [0.012]
DIA 6.70  [0.388] 6.70  [0.345] 6.88 [0.323] 6.61 [0.384] 6.47 [0.174]
FLU 0.45  [0.025] 0.42 [0.011] 0.44 [0.036] 0.44 [0.014] 0.43  [0.038]
FLB 1.81 [0.058] 1.84 [0.081] 1.78 [0.070] 1.82 [0.095] 1.83  [0.119]
PER 1.52  [0.040] 1.52  [0.098] 1.56 [0.051] 1.55 [0.072] 1.50  [0.032]
n=6
R C-52. R (Bokwseh)
s IR (mg/kg) [ SD (mg/kg) |
=38
20g 10g S5g 2g 1g
DIN 1.96 [0.038] 1.94 [0.016] 1.98 [0.061] 2.01  [0.024] 2.03  [0.078]
IMI 1.96 [0.080] 1.99  [0.035] 2.03  [0.053] 2.03  [0.064] 2.03  [0.047]
MAL 0.76  [0.026] 0.79  [0.033] 0.80 [0.036] 0.78  [0.038] 0.78  [0.033]
DIA 734 [0.253] 7.63  [0.163] 736 [0.300] 730 [0.255] 6.90 [0.540]
FLU 0.53  [0.012] 0.48 [0.026] 0.47 [0.031] 0.47 [0.023] 0.45  [0.033]
FLB 2.06 [0.064] 1.98 [0.067] 2.09 [0.102] 2.07 [0.085] 2.07 [0.086]
PER 1.82  [0.010] 1.63  [0.081] 1.61 [0.059] 1.64 [0.057] 1.53  [0.068]
n=6
K C-53 HffER (BEmRED
. SRR (mg/kg) [ SD (mg/kg) |
20g 10g 5g 2g lg
DIN 1.80  [0.026] 1.88 [0.019] 1.88  [0.054] 1.85 [0.059] 1.83  [0.055]
IMI 1.85 [0.032] 1.91 [0.055] 1.94 [0.024] 1.86  [0.083] 1.86 [0.115]
MAL 0.74  [0.037] 0.74 [0.074] 0.70  [0.032] 0.72  [0.050] 0.70  [0.025]
DIA 6.93 [0.267] 7.12 [0.312] 6.74 [0.176] 6.62 [0.233] 6.61 [0.224]
FLU 0.50 [0.014] 0.46  [0.025] 0.44 [0.021] 0.43  [0.010] 0.42  [0.022]
FLB 1.74  [0.055] 1.74  [0.034] 1.74  [0.061] 1.66  [0.066] 1.68  [0.050]
PER 1.73  [0.036] 1.59  [0.027] 1.51  [0.034] 1.49  [0.027] 1.40  [0.070]
n=6
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20

15
g
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n
[a']

5

0

0

VAN S=dl TR R y = - 2.158In(x) + 19.68 R=-0.712
O k= e y=_264n() +13813 | R=-0.909
A FILYYY R y = - 1.575In(x) + 8.5938 R=-0.831
O FwIL>vYYy R y = - 0.533In(x) + 4.6096 R= -0.766
S ALYy RESR y=.0892n(x) +81554  R=-0653
A Z7Ovyal)— pizh oy y = -0.247In(x) + 11.776 R= -0.332
O Z7ayal)— AR y = - 1.941In(x) + 9.5513 R=-0.931
O Z7owyay-— AR y = - 1.162In(x) + 9.1661 R=-0.922
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AT AREROREHEE (°C)

W L R | WA | B | ARG | IR | AR
HARERE 38 36 40 24 28 25
WS (R ZESR - RS 720 52 -50 -52 -39 -38 -55
BHEREE (RIATA R - )7 74 56 -64 -78 -78 -67
=)

BAREE (KT A T A A - TR -66 — — -74 -61 -74
520




EiERHE EiERE EiEREE
EFREZFEEATD K74 74 2F55R F7474 AFEEESR

. BEEBE BRETE
(b) WRERE BAE RS K5474 2F457

AL AL

AR EEREAN F24T74 AF5AR

A-21. FBIERRIE OMFRR DL
(a) oA, (b) BKOFAE, (o) BOMmKW., (d) FolEl. () KoOIEM. () 4ol

D&



_— BEERE BB RS
(d) wIEERE BUSEREAR  FIATARTFAFR  FIAT7 4 AFREREA

: R BERE AR
(e) EEEHE BEZEAEAR KA TARFARR K54 T4 AFEARAR

Ak AfEiE AiEiE
BEERREAN F74742AFREREARX

A-21. (Do5%)



S RS HEE AL
(a) ERER BEZEREAR  FIATARFARR KT 474 AFERRAL

FEYFAX (190 Gislog, 7+ b>»50ml)

s 4

. EERE EERRE
(b) BRERE HEREERRA KS5474RFAHR

FEYSFAX (190 Giglwog, 7€+ >»50ml)

. B FERE
BREWE HEEEAES K54742F8F

C
( ) FEVFAX (190 Gislog, 7€ F>»50mb)

keES> GHM)  Giglog, 7 Fr50mL)

A-22. FEDVFA XIEIREE S HHEBORE
(@) FofA, b) KofA., (o) BOMmA. (d) FolE. (e) KolEM. () FoifE




—_— RAEHTE R R
(d) R BUTERRFR  FIATARFARR K474 RFRBREAR

FEVFAX AP (GRE0g, 7+ 50 mL)

S BREBTE BREBTE ERBWL
(e) RRERE BURERRSR K5 4T74 2FABR

FEVFAX (19 GRslog, 7€ b>»50mL)

I REE R REHE
(f) ERERE BUBEREAR  FIATARFARR K474 AFEREAR

FEYFAX (190 (GE#lwog, 7€ F>50mL)

4 4

keSS G9M)  Giglog, 7 Fr50mL)

y

A-22. (D3%)



# B-6. FAMELRONBHEE (°C)

AEHR A Hp! | 2O | HE | 2
2

R A 30.4 26.6 32.9 23.5
HUPEE (RARZETR - Bk 730 -42.8 -50.6 -34.7 -44.7
BHEREE (RIATA R - )7 -75.8 -78.4 -77.1 -74.8
=)

BHREREE (KT A4 T A4 A - Tl -36.0 -46.0 -70.9 -73.9
77

U BRIRORKXS :2cem
2 BIEROREZE i 1em

(a) Hw
=] 3 AR REETE IS RRE
i BEZRREHR  FIATARFABR K54 74 AP RS

\!'4

/

RAERRRE
FZA4T74RF

REGIHTE
REZRFREAR

X B-18. REHFHRLE OBMFRRIL



() HH&

38 TR R RAERRE B EE
RIBERIS R BE RS 3 FSATARFARR K747 4 RFMARSR

.

d) =13
BIRERE

M B-18. (HoX)



(a) HW . , ,
I EREHRE A A
RIRERE BEEERRAR ESATARFARE K547 4 R PEERAR

FESFHFAR (19 Gie0og, 7+ F>50mL x3[E)

ke 5 (F) (K10g, 74 +>50 mL x3E)

(b) AUV ‘ | |
A3 E TR AR FRAEARREE BRERE
BRI BRESERGHR  FIATARFABRR  FI4T74A AFMARHR

(#$l10g, 7 F50mL x3[E)

FEVFARX (197F)

B-19. REIFA I3RS S B oBE®E



() HHk&E o ‘ ’
N HREREE HRERE R
RIRERE BHEEE RS AR FSATARFARE  FS54T74 A PEERAR

FECFHFARX (19 GER10g, 7+ b >50 mL x3ME)

k&S5 GHE)  GiE10g, 7 k50 mL x3E)
- =

(d) &l1F ‘ ‘ ‘
e T RE T RE T RE
RIRERE BHEEERE SR FS54T74RFBHE  F5474 AP EERHR

FESFHFARX (1) Gielog, 7+ F»50mL x3[E)

B-19. (o3%)
VRE VA AHEBRIEEZITO 2N TE R o7z



—@— 2-Acetylamino-5-nitrothiazole

—&— Azamethiphos

—o— Carbaryl

Cefapirin
—&— Di-n-propyl isocionchomeronate
—&— Ethopabate
—e— Fenobucarb
—@— Josamycin

—@— Leucomycin A5

Recovery (%)

—@— Neospiramycin

—@— Propoxur

—@— Spiramycin

20 —&— Sulfanitran
Sulfaquinoxaline
Tetrachlorvinphos

Tylosin

0 T T T T T |
0 10 20 30 40 50 60

Time (min)

. C-13. BEREFOUMBMERH ORI ~DOFE (FORHRA)



Recovery (%)

Time (min)

. C-14. BEZFORMEZBERBORENR ' ~OFE (S OfTE)

I n=3

—@— 2-Acetylamino-5-nitrothiazole
—&— Azamethiphos
~0—Carbaryl
Cefapirin
—&— Di-n-propy! isocionchomeronate
—o— Ethopabate
—e—Fenobucarb
—8— Josamycin
—@—Leucomycin A5
—@—Neospiramycin
—&— Propoxur
—@— Spiramycin
—o— Sulfanitran
~—o— Sulfaquinoxaline
Tetrachlorvinphos

Tylosin



—8— 2-Acetylamino-5-nitrothiazole
—0— Azamethiphos
—&— Carbaryl

Cefapirin
—o— Di-n-propy! isocionchomeronate
—o— Ethopabate

—&—Fenobucarb

—&— Josamycin

—@—Leucomycin A5

)

Recovery (%)

—®— Neospiramycin

—8— Propoxur

—@— Spiramycin

—— Sulfanitran

~o— Sulfaquinoxaline

Tetrachlorvinphos

> N Tylosin
0 10 20 30 40 50 60
Time (min)

. C-15. BEZORMEBERBORER ' ~OFE (ROATE)

I n=3



Fz C-6. IME BB 025 &% O30 23D NEH[E]

IR pfHE, q

{[:

ES0Y /T £ fiFiE DB
SEHEINE (%) FDREE# FHERE (%) FDRHHIE SEHEIRE (%) FDR#IE#

a=xv] WERR0S | MEERE309 pid qfE B0 | AIEERI30. pfE qfs MBS | MIBERR30% pfe qfE
2-Acetylamino-5-nitrothiazole 88 92 0.530 1.00 92 39 0.002 0.11 86 24 <0.001 <0.01
Azamethiphos 92 73 0.003 0.10 93 20 <0.001 0.02 90 0 <0.001 <0.01
Carbaryl 82 75 0.378 1.00 90 82 0.152 1.00 98 22 0.002 0.05
Cefapirin 56 51 0.527 1.00 53 10 <0.001 <0.01 55 3 <0.001 <0.01
Ciprofloxacin 81 78 0.775 1.00 73 77 0.409 1.00 76 75 0.896 1.00
Clostebol 87 91 0.530 1.00 90 76 0.005 0.06 96 74 0.002 0.02
Danofloxacin 85 85 0.927 1.00 90 83 0.280 1.00 82 81 0.913 1.00
Diaveridine 93 94 0.774 1.00 86 80 0.016 0.13 85 81 0.109 0.89
Difloxacin 85 85 0.986 1.00 88 82 0.123 0.89 86 87 0.820 1.00
Di-n-propyl isocinchomeronate 94 94 0.865 1.00 95 19 <0.001 <0.01 94 0 <0.001 <0.01
Enrofloxacin 88 90 0.766 1.00 84 82 0.502 1.00 83 87 0.264 1.00
Erythromycin 85 85 0.953 1.00 89 86 0.482 1.00 89 87 0.609 1.00
Ethopabate 92 90 0.733 1.00 91 30 0.001 <0.01 87 70 0.002 <0.01
Fenobucarb 89 86 0.799 1.00 99 91 0.083 0.38 91 18 <0.001 <0.01
Flumequine 95 94 0.657 1.00 95 93 0.181 0.78 98 99 0.592 1.00
Josamycin 85 82 0.675 1.00 55 29 0.002 <0.01 62 33 <0.001 <0.01
Leucomycin A5 81 70 0.096 0.37 27 16 0.028 0.11 33 16 <0.001 <0.01
Marbofloxacin 85 88 0.614 1.00 85 79 0.047 0.17 88 86 0.414 1.00
Methylprednisolone 84 85 0.804 1.00 99 71 0.018 0.06 84 91 0.361 1.00
Miloxacin 94 93 0.913 1.00 93 77 0.036 0.12 91 74 <0.001 <0.01
Nalidixic acid 9 97 0.828 1.00 96 94 0.219 0.68 94 97 0.165 0.51
Neospiramycin 62 52 0.118 0.35 9 4 0.022 0.06 12 4 <0.001 <0.01
Norfloxacin 76 77 0.861 1.00 67 71 0.086 0.24 76 77 0.784 1.00
Ofloxacin 85 84 0.874 1.00 84 82 0.093 0.25 87 82 0.166 0.45
Orbifloxacin 83 84 0.916 1.00 84 82 0.551 1.00 86 79 0.156 0.41
Ormetoprim 81 82 0.852 1.00 79 79 0.944 1.00 82 78 0.055 0.14
Oxolinic acid 88 88 0.963 1.00 88 85 0.334 0.80 89 86 0.271 0.65
Piromidic acid 95 95 0.931 1.00 96 93 0.126 0.29 96 96 0.799 1.00
Prednisolone 87 84 0.797 1.00 95 73 <0.001 <0.01 87 80 0.145 0.33
Propoxur 94 87 0.658 1.00 99 79 0.040 0.09 69 7 <0.001 <0.01
Pyrimethamine 83 86 0.650 1.00 81 79 0.467 0.98 79 77 0.348 0.73
Sarafloxacin 83 85 0.791 1.00 77 74 0.268 0.54 82 80 0.647 1.00
Spiramycin 72 61 0.119 0.23 13 7 0.065 0.13 17 8 <0.001 <0.01
Sulfabenzamide 86 88 0.801 1.00 91 88 0.202 0.39 85 84 0.705 1.00
Sulfabromomethazine 90 93 0.696 1.00 92 89 0.542 1.00 86 82 0.290 0.54
Sulfacetamide 98 99 0.859 1.00 93 87 0.307 0.55 88 84 0.153 0.28
Sulfachloropyridazine 86 91 0.449 0.79 90 86 0.102 0.18 91 85 0.116 0.20
Sulfadiazine 92 94 0.705 1.00 92 90 0.487 0.83 87 78 0.026 0.04
Sulfadimethoxine 93 96 0.551 0.92 96 94 0.407 0.68 89 91 0.497 0.83
Sulfadimidine 87 88 0.847 1.00 91 88 0.201 0.33 84 86 0.156 0.25
Sulfadoxine 92 93 0.934 1.00 94 91 0.299 0.47 93 90 0.207 0.33
Sulfaethoxypyridazine 87 90 0.714 1.00 95 90 0.079 0.12 88 86 0.741 1.00
Sulfaguanidine 91 90 0.874 1.00 84 81 0.150 0.23 82 74 0.235 0.35
Sulfamerazine 86 89 0.715 1.00 92 88 0.047 0.07 87 81 0.005 <0.01
Sulfamethoxazole 92 93 0.873 1.00 91 85 0.064 0.09 89 86 0.448 0.65
Sulfamethoxypyridazine 89 93 0.575 0.81 94 90 0.331 0.47 89 93 0.123 0.17
Sulfamonomethoxine 88 92 0.520 0.72 95 92 0.503 0.70 84 85 0.907 1.00
Sulfanilamide 92 88 0.622 0.84 93 88 0.277 0.37 91 97 0.254 0.34
Sulfanitran 90 92 0.718 0.95 96 85 0.329 0.44 85 52 <0.001 <0.01
Sulfapyridine 85 87 0.639 0.83 90 85 0.145 0.19 92 86 0.067 0.09
Sulfaquinoxaline 87 89 0.816 1.00 92 47 <0.001 <0.01 87 79 0.029 0.04
Sulfathiazole 87 87 0.879 1.00 88 84 0.254 0.32 86 86 0.922 1.00
Sulfatroxazole 90 91 0.836 1.00 92 87 0.121 0.15 91 90 0.849 1.00
Sulfisomdine 88 90 0.663 0.80 94 92 0.629 0.76 89 87 0.447 0.54
Sulfisoxazole 90 90 0.930 1.00 95 79 0.005 <0.01 90 79 0.007 <0.01
Sulfisozole 91 92 0.899 1.00 89 86 0.426 0.49 87 87 0.986 1.00
‘Temephos 88 87 0.821 0.94 87 78 0.183 0.21 82 85 0.539 0.61
Tetrachlorvinphos 85 87 0.755 0.85 86 27 <0.001 <0.01 85 7 <0.001 <0.01
a-Trenbolone 95 96 0.698 0.71 97 94 0.025 0.02 95 96 0.022 0.02
B-Trenbolone 82 85 0.688 0.69 88 80 0.235 0.24 82 77 0.001 <0.01
Tiamulin 86 88 0.749 0.83 94 87 0.209 0.23 93 82 0.808 0.89
Tilmicosin 89 86 0.694 0.75 90 86 0.316 0.34 88 73 0.225 0.24
Trimethoprim 88 89 0.894 0.95 89 87 0.506 0.54 84 82 0.609 0.65
Tylosin 82 68 0.063 0.07 29 16 0.005 <0.01 39 17 <0.001 <0.01
Zeranol 89 93 0.430 0.44 92 81 0.118 0.12 88 86 0.805 0.83
I n=3
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£ C-7. FIRBRHIER OBHREHEIEC L 2R BFARICE T 2 FHEINER L (GO KO pfE, qfE
[EINER (%) [EINER (%) & FDR#H1E%

Fenw | BaBR | o i ofE

2-Acetylamino-5-nitrothiazole 83 6 77 <0.001 <0.01
Azamethiphos 5 3 2 0.273 1.00
Carbaryl 93 46 A7 <0.001 <0.01
Cefapirin 29 0 29 <0.001 <0.01
Di-n-propyl isocinchomeronate 0 2 2 <0.001 <0.01
Group 1 |Ethopabate 29 2 27 <0.001 <0.01
Fenobucarb 84 70 14 <0.001 <0.01
Propoxur 90 34 56 <0.001 <0.01
Sulfanitran 95 58 37 <0.001 <0.01
Tetrachlorvinphos 62 0 62 <0.001 <0.01
Tylosin 26 39 13 <0.001 <0.01
Flumequine 94 95 1 0.568 1.00
Methylprednisolone 84 92 8 0.017 0.04
Sulfacetamide 86 83 2 0.392 0.75
Sulfadimethoxine 88 100 12 0.003 <0.01
Sulfadoxine 90 96 6 0.049 0.08

Group 2

Sulfaguanidine 79 83 4 0.261 0.39
Sulfamonomethoxine 84 94 10 0.001 <0.01
Sulfanilamide 91 90 0.792 1.00
Tiamulin 87 90 0.066 0.07
a-Trenbolone 84 91 0.024 0.02

n=5
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£ C-8. FWIRBEWIER OBREHFIEIC L 2REFARICE T 5 FHEINER 1 (KOMFE) KO pfE, qfE
\ Elles (/) BN 2 e FDR#IE
SR B mER qfg
2-Acetylamino-5-nitrothiazole 71 9 62 <0.001 <0.01
Azamethiphos 17 0 17 <0.001 <0.01
Carbaryl 75 0 75 <0.001 <0.01
Cefapirin 33 3 30 <0.001 <0.01
Di-nn-propyl isocinchomeronate 6 0 6 0.003 0.01
Group 1 |Ethopabate 86 0 86 <0.001 <0.01
Fenobucarb 73 11 62 <0.001 <0.01
Propoxur 69 0 69 <0.001 <0.01
Sulfanitran 86 13 73 <0.001 <0.01
Tetrachlorvinphos 74 4 70 <0.001 <0.01
Tylosin 23 28 5 0.036 0.04
Flumequine 87 87 0 0.641 1.00
Methylprednisolone 89 83 6 0.051 0.12
Sulfacetamide 86 75 11 0.002 <0.01
Sulfadimethoxine 88 89 1 0.640 1.00
Group 2 Sulfadoxine 88 90 2 0.236 0.38
Sulfaguanidine 82 74 8 0.070 0.10
Sulfamonomethoxine 85 80 5 0.009 0.01
Sulfanilamide 92 83 9 0.005 <0.01
Tiamulin 83 85 2 0.316 0.35
a-Trenbolone 83 83 0 0.654 0.65

n=>5
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# C-9. FBFMAT L RBRAMRICBEELZRN L CHEOENROLE (FiRERE)

4 0 BT fié X D BT fi:
dé=x?/ [ER=E o o EllEs o o
A B A B
2-Acetylamino-5-nitrothiazole 39 0.001 0.01 9 24 <0.001 <0.01
Azamethiphos 20 0.018 0.10 0 0 — —
Carbaryl 46 82 <0.001 <0.01 0 22 <0.001 <0.01
Cefapirin 10 0.005 0.01 3 0.698 1.00
Di-n-propyl isocionchomeronate 19 0.028 0.06 0 — —
Group 1 |Ethopabate 30 0.002 <0.01 0 70 <0.001 <0.01
Fenobucarb 70 91 <0.001 <0.01 11 18 0.001 <0.01
Propoxur 34 79 <0.001 <0.01 0 7 0.006 0.01
Sulfanitran 58 85 0.006 0.01 13 52 <0.001 <0.01
Tetrachlorvinphos 0 27 0.001 <0.01 4 7 0.029 0.03
Tylosin 39 16 <0.001 <0.01 28 17 <0.001 <0.01
Flumequine 95 96 0.705 1 87 93 0.002 0.02
Methylprednisolone 92 90 0.760 1 83 71 0.060 0.30
Sulfacetamide 83 97 0.057 0.19 75 87 0.001 <0.01
Sulfadimethoxine 100 99 0.801 1 89 94 0.034 0.08
Group 2 Sulfadoxine 96 96 0.986 1 90 91 0.797 1
Sulfaguanidine 83 91 0.247 0.41 74 81 0.106 0.18
Sulfamonomethoxine 94 95 0.489 0.70 80 92 0.001 <0.01
Sulfanilamide 90 93 0.661 0.83 83 88 0.230 0.29
Tiamulin 90 96 0.069 0.08 85 94 0.001 <0.01
a-Trenbolone 91 93 0.573 0.57 83 87 0.010 0.01

A BRIRICERHRE 2 AN, FIREVEEIC L0 UBEHER L7256 oEl R

B ELEMEICZ LY

AR U 7o RUBH T RS 2 RN L 72 556 el R
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# C-10. FUBIFARAT & SUBHFRARR ICRIEE ZHN LB & OEIRO il (R0 7IE)

4 0 BT fié X D BT fi:
dé=x?/ [ER=E o o EllEs o o
C D C D
2-Acetylamino-5-nitrothiazole 83 99 0.001 0.01 71 93 <0.001 <0.01
Azamethiphos 5 96 <0.001 <0.01 17 86 <0.001 <0.01
Carbaryl 93 102 0.176 0.65 75 90 0.159 0.58
Cefapirin 29 45 <0.001 <0.01 33 50 <0.001 <0.01
Di-n-propyl isocionchomeronate 0 55 <0.001 <0.01 6 56 <0.001 <0.01
Group 1 |Ethopabate 29 96 <0.001 <0.01 86 92 0.104 0.19
Fenobucarb 84 96 0.006 0.01 73 81 0.081 0.13
Propoxur 90 101 0.272 0.37 69 92 0.019 0.03
Sulfanitran 95 82 0.026 0.03 86 98 0.056 0.07
Tetrachlorvinphos 62 97 <0.001 <0.01 74 91 <0.001 <0.01
Tylosin 26 68 <0.001 <0.01 23 45 <0.001 <0.01
Flumequine 94 88 0.021 0.21 87 101 0.000 <0.01
Methylprednisolone 84 90 0.032 0.16 89 90 0.825 1
Sulfacetamide 86 90 0.120 0.40 86 96 0.027 0.09
Sulfadimethoxine 88 87 0.612 1 88 96 0.012 0.03
Group 2 Sulfadoxine 90 91 0.843 1 88 100 0.003 0.01
Sulfaguanidine 79 92 0.011 0.02 82 86 0.327 0.54
Sulfamonomethoxine 84 93 0.004 <0.01 8b 98 0.001 <0.01
Sulfanilamide 91 87 0.474 0.59 92 96 0.127 0.16
Tiamulin 87 85 0.223 0.25 83 94 0.007 0.01
a-Trenbolone 84 87 0.150 0.15 83 94 0.003 <0.01

C MIRICRARE LU, HAEmAEIC &0 OB L 7256 olai R

D EfEMEIZ LY

AL L= BB B 2 T L 7= 5 2 0 e
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B 3

TH4-5FE ELATENFMAERMBES (RMDOLZEMAHEENTEERE)
TR 6 FE RMELENFIERMGE (R LEMFIITERE)
BRPERERESEORBIEFFICI T 2 HEOMRI AT 2%
(#ef) oHEMEREE

M2, AFRREOHEMREOMEL - BHILR OE BYLIC T 7oRE
BigesyiE EE R BE (EvEELALEETET AR BZER)

RER

PR PSR SE R IZ B\W CRE B 23 i WA REREBRTE Gl — A Bs) o EYEIZ VW T, 1=
7T LOFEANEM AR EE O D Ell, RERIEOEMELRFTL, BEbE2M5 L L b,
S L7k BBk A Rt L7z,

[1] LC-MS/MS IZ & 2B BIKE—F ok

LC-MS/MS & Wz s OF BRI F O —FaliRiE (@m—FaliRiE) & LT [LOMSIZL DR
WEO—-FRBRIEL (ZED) | ERNRINTHDED, BEEESCREOHEREN S, BIERFMLED
7o, REREOMEL - AR EEN TS, AP T, @n—ARBrE [LO/MS 12 X 5 REs
D—FRERIE] (BEW) ] ORUGEAZWR TS Z LI28Y, BREE~OBESHEICHND Z &3
T X DffiEA—F oTIE 2 e Uiz, #eNE U7 i@ — AR BRE o i 7 15 6 - iR o
—HEZDEFEODS T =T A (50mg) KUPSA 2 =HhF A (30mg) ZHEfEL7=h T A THEL,
LC-MS/MS CTHIFET 5 LT 5. WMEUGRERZIT o 7266 H, KEEMEINAET I TEY b >
7 ADEIZ LV BEHEED 2 BILL L CTHED BEEA - oo, —F, XK, DAZKUF
Y Y TIIREHESE D 9 BILL ETHEEE AT L, B X o Ttk BiEO B A —F ik L v
HiHTE B EIEN SN LRSS, ASPHEIT @I — AR ERIE & AN FE—CH Y, i
BRI NT 2 0HMEOZRIZA LN 0D, BIEEZMT S eh o e —o R/ A R,
B R EA~ OGS HEICH WD Z LN TE A HEEEZ DN,

[2] GC-MS/MS 2 & 5B BIRE—F oIk

GC-MS/MS % AW o & dn O FR R — A ikt (i —FalBrik) & LT IGC/MS 1T & % R
HO—FREBRE BED) ) BDARINTHDED, WEHSCHEOEHENS C, BIERH RV o,
RERIEOMENEEN TN D, RIFETIE, B —FRBIEOME FIEITERE ST, BEITEDH
EYRTHZLITLY, WA RBRE L FEOSIMENS DI, BEEE~OBEGHEICHWS Z
EMTE DE - Rl e —FOIEZRF Uiz, ROPEIZOCs I = 7 L IRk S % bR
£t%, QEHIEZBHKTHIRLTHO Cis S =87 LTRSS 2 LI2k Y, Srtks R sy % B
£ L, G@PSA X =7 7 LA TERMEIMER OOHEZBRE LI, GC-MS/MS THIET 2 HikThsb. —
HEORBUEREITAEIRILEREE Z N TTo 7. B2k, KRE, ¥+, EI5NAZ I, L &,
DWAZ, ALV ROFEAWT, 151 G & XTGUTIRIRE 0.01 ppm T2 MEEHlER 21T - 72
FER, KRECIIHRFHEED 87%, TOMORITIE 93%LI E TR YR A A KT A v O,
B R OGO BAEE A 72 U7, fST L7 oo AmiB ol e — A akBiik & it &3 ml—<d v, Hhi
BRI R T D W EDOZRITA Uiz, BIEE~OBEGHIEICHND ZENTELHIETH
L. Flo, WE—FRBRE & ORISR 28 - SRIEDME &R D70 <, BERFH a2 0,
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BREOFNWIFTEHHELEE X L.

[3] LC-MS/MS iZ X 2R EEMAERELE—F s

WA —F BRI TLC/MS (2 L DB H E K5 O —F ik BRIEL GBKPEW)) | ORI fiE L L,
K0 IHER Gy DBREZDDNR O m N HIE~SK R Uie, ROHkiE, @ — 2Bk ofh it 7k iE > Gl
%Lt%ﬁ%%,E%w@ﬁ%ﬁ%%wTCm::ﬁ7A(ﬁﬁ%ﬁh@)KiéZ&%%@%ﬁo
7-#%, LC-MS/MS THIET 5 HETH . FHHA, FiE, FIEVKOFEALE T, S2{bEWa %t
LUTHIMREE 0.01 ppm TEYMERAM 21T o 722K, #9 8 FILLLO(L ATV TR GG T A R
T A v OIRRME, BN OWEE O B 2572 Uiz, WSt U7k —FakBrik & fhH &t
[Fl—Tdh o570, HHZRITGER T 50MEDOZAERITAET T, BUEEEA~OBETEECHND Z &2
TEDLHETHD. Fio, WH—FRERIE L, FRICH W 2 30 o fF H & 4 RIEICHI T
X, IOICHBMUIZ L - T, ST YT ORBEEISER T 51X 5> X 24l U, BER O 85HE & 4y
HrONEERHFTE L HETH 5.

3ERIT IZONATE ) ZRGE LT, LC-MS/MS Z W= x A =aF ) A KREEKI1T Ko E—F
/\ﬁﬁ“éﬁfﬁéﬁﬁ%b EREt~DEHZRATZ, TEXI TV R, AIX7a7Y R, FT7TALF
YA, FTARIYLR@(I 0T T =0, P/ T777 0, FTrad) R FT7Trar) R
BNTT 7 a7 Y KT IR), =7 ET A =7 U E T ARBECPMA, CPMF), 7r=73 K,
7ua =% RMGHP(TFNG, TFNA), 7 4 7rn=)L, =FFa—/ TNLEITT7ar A/LKRFH
Tuand 17 R EEWE E Lz, BREmRELZIE > NAZE 9 10g 2% L, QUEChERS fliHi#: & [
FERH A (SPE) 2 ML A R 7 7L TR - FETL 41T 572, Smart-SPE PBX 35 L OF PSA ZEfE L Cfifi
L. KM 2 RE L TEONREREZ LC-MS/MS THIE L7z, HRINENNGRER 50 045
FES MRL ¥ 72 13— EEYEE(0.01 ppm)IZ72 D K 9 I L 7, 455153 O MRM I 3MET L 7- B EhFE S4: T
WLM%ﬁot@ionh%o¢®%%ﬁ TR I S BRrET L PBX & PSA AflAA 7= SPE
iéﬁ%ﬁ%%%ibko YRR A FEERE 2 AL 1 B 2 0T, 3 ARITCHEM Lo, FYEE

REIN TV REEIZOWTIEL, WTiLh BRAFREIRNE L BEHRMENSE OV, B, OMTHRE. =N
ﬁﬁ%&&%_%maﬁﬁ_ﬂiéﬁﬂ&ﬁ%#%%hkoﬁ%%mwiomh%o9ﬁﬂ_L%L
I EATST2E A AF TR, PI)T7T7y, 7a=hI REZORHW 2 k. ALk
XHTu, T4 Tam), JaFT =Dy TAE T YT a OIS DI EN O T
B Sz, AEIE EONAZIFOFRA=aF /) A RRERO LS L CGERAEETH D LR
I, 74 MUIEBRFT O TETH D,

W& DO—FHBIET (RFEW) ) X TGC/MS 12X 5
R (ESZEESEMEAETET R EEO—FHRBRE (BRED) | FPATRST05.
PHEE (ESZEIRSEMHEAIEET &) IHRHO—FRBRIEIIAT YA g, 2=

717 2EEZRWVTHKEST 2 H5ETHY, KBREN
I A YAL: 1 BRI, SR DB A =T IC< <
AT A AT 4 A =R HIEEE~OAM LD, 20—, HEECR

KO ENRZ L, B bRV, HBrE
A. BFZEEH OFEA - HE AR ENLTND

A E TR T OB EISED FRMYE W4Tl QUECHERS 15 & FRIZN S —H AT IE
GEs—H3RIRE) & LT LOMS 1T L 2% AREERIKSHRAE TN SN TS, AN
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WL D Hhits, B BIE TR L HIETHY,
BN E O WE—FFRERE & LA BRERE 23 <
fffECHD. L LEONE, BENAR+HS5TH
D, KM DB EZIT0T L, BEA~OAH
HARE V. N T, BN 2 HHREEES D
<, Ao, IRESHHTH D0, IFEDZ N
Bih ORI, B & REEOMAS
DENT & o Tl — A lBRiE & e~ THIE 2D
FRRNZ ERFER SN TS, 2Ok, @A
—##BRik & QUEChERS 15 CIE I 22 A3
ELHENDHD.

AHFFECIX, W — A RBRIEOE TR AE T
Y, WEGEOHLEZBBRTHZ I8, Btk
FEHEA~OBEAFHEIZHND Z N TE HE - H
W —FOWEE LT HZ LA A E Lz, &
ORI A D EALT D & L b, —EOREREE
OHENLEX D Z L L L. 1ER @S AR

||

Brik TLC/MS I X 2 BHEFEO—FRlBiE 1 (R
W) 1, 24EHIX TGO/MS 1T X % EIR%E O —FilBr
% (EEY) 1, 34ERIT TLOMS 12K 28 E
EMEO—FHRIE 1 (BKEY) ) ORSEYEE
BR L, BESL LT DMEREZ 7FAM L 7.

B. WG
[1] LC-MS/MS 2 & 2R EBIRE—F ok
1. 38
DAT, XY KNNEINAZE D IFHE AN

DO/PFEIETHA LT, KEAOZKIZA »F—F
v &AL THA L., KEEOZ KL, 425um
DIEYERE 5 DT D & 5 125 O Fedl TRy i
L7=b0EHWE. DAZ, SV ENEI>5 1
AT DTSR 2 WV TEIS —{fkLizb o
& T
2. BRERURIK

(1) AR O

7k b= U VITBE R R O 7R R R R
A, LC-MSMS JIEH DKL A K 7 — B
b8 LC/MS %z vz, BBREEREH o
KiTEEMEARE KB RISE CRE LIbo %

AW, BT =0 L, VUBKEZII D
AR UBETIKFEA Y U NTE LT A VLR
FeHE DR N =, ARRIXT AT v
HOEEAMRNOSA, 74 VU LIFELET A LA
FIEMBER D E Z 1 b 545 2 -,

(2) RESEREYEIR

SRR MBS IR I AR T2 > PL2005 23K
LC/MS Mix 4~7, 11, 12 XU STQ iEH KRS
FEHEGS IR 2 TN
(3) I =T A

BRI =hT L%, A7 2T Uty
717V (ODS) X =77 2 (Smart-SPE C18-50 ; 50
mg), =TF LT IN-TrELTY LT
717 v (PSA) 2 =% 7 A (Smart-SPE PSA-30 ; 30
mg), MU AFALTI ) Tae )by Uh
7V (SAX) X =47 2 (Smart-SPE SAX-30 ; 30
mg) MOV 53774 M I—RI=HTF A
(Smart-SPE GCK-20 ; 20mg) (Wb 7 A AT
A A =28 Tz,

(4)  0.5mol/L UV »EekEfEK (pH7.0)

U UBAKFE =AY 7 A (K.HPOs) 52.7g KOV
Vg IKFEH Y T A (KHPOs) 302g ZEVERD,
K9 500 mL (Z¥EfR L, 1mol/L KE{bF ~ U 7 A
PRI E 7213 1 mol/L M 2 T pH % 7.0 [ZFiHE
L7ct, KZEMZTIL & LT
3. #E

1= OIS ZM200 (Verder Scientific #2), J&
PrEE1E X Grindomix GM200 (Verder Scientific $)
Mo, ARE T F A B —I3 Polytron PT 10-35 GT
(Kinematica ) # f\ 7=, #E& 5 1L SR-2DW
(247 v 7)), mOoBIT 7 v 7 BnHE
OFE STOOFR (AfRHPEFRY) 2fEH L7z, BEIAT
RUBRAEE (T 7R B R A0 A B B AT AL B AE . ST-
L400 (T A AT 4 A= 2 M) ZEH LT

LC-MS/MS % Nexera X3 (SHESEF ) KO
Triple Quad 7500 (Sciex ) ZfEH L7=. 7 —#fiF
X Sciex OS (Sciex ) ZHW\WTIT-7-.

4. HIESEMHF

(1) MS &tk
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A Ak ESI (+) KOVESL (—) 3 A4
AT L—EE 2500V ; b —X—iiE 350°C ;
—T VU HA Ny, 35psi; RTTAW—HA K
FA T — T0psi; Z—HRHTA RTA4xT —,
T0psi; 2TV a ANy 7

(2) LC &%

#17 2 Inertsustain C18 (£ 2.1 mm, £ & 100
mm, K& 2um, ¥V—T /A = R®) B
7 LR 40°C;  FEAE 2L ; BEMHE S
mmol/L FEfe T = Ak (A k) KOS
mmol/L FEET v E= A - A X ) —L¥EIKE (B
) ; WWHE 03mL/min; Z7Yxr bEME O
5 (A:B=98:2) —10% (A:B=5:95 —I15
5y (A:B=5:95) —15.1%3 (A:B=1:99) —20
5y (A :B=1:99) —20.14y (A:B=98:2)

5. RBFRR

(1) RE - BEOGE

#EF20.0g 27 h=hKU L 50mL 20X, K
1 EIRED A X LIEE, 74 YU 1%28 1em
DE XN ARAE W TG A L7e. 7R
MERY, T =RV 20mL #MMx, Eité
FERICARE DA X LTk, WALz, 556
Nl-AREEbYE, 71 =tV AZNZ CTER
(2100 mL (FH#R) & L7z,

A 2 mL 231 7 VI AR, B BhETuEE
EEICEy ML, —HEOBRMEREL BB TITo 72
(T(3) BHEMEILHE] ZH). 156N ERICKE
Mz T2mLIZERL, REBREEE L.

(2) B - SHOLH

B 10.0 g 12K 20 mL 21z, 30 rfE L
7. 27 h=hU A S0mL 2%, 145
MARETFA A LT, 74 YU EEZK 1ecm O
JE S ITEN T AR E W TS| A L. Y
Y, T br=rUA20mL 2%, EFLEH
RIZAREDFTA XL, WalAlLEE. Boh
AR E ALY, 71 b=V LE2INx CTEMIZ
100 mL (fhiHH#) & L7z,

A 2 mL 251 7 VI AR, B BhETuEE
EEICEy bL, —HEOBMEEL BB TITo 72

(F(3) BEETLEE] ZR). HFoNEIKIIKE
Mz T2mLIZERL, RBREKE L.

(3) HEhREILEE

ODS (50 mg) =47 LD FIZ PSA (30 mg)
R=hTLEEEL, TER=MIAKDRTE B
=hUNK (4:1) TER=2T 4 a=v71L
7o THUCHIHR 1 mL A L%, TR =
FULGK (9:1) 0.5mL Ti&EH L7

[2] GC-MS/MS (T & 2 BB EEKE—FHinE
1. 3B

Xy, FH5NAZES, IFhnLx, WAZ
KO L o DIIHFHESNO/NGEE CIEA LTz, &
K, KEKOEEA v —Fy hENLTHEAL
7o, Tk, KEKROVEE, 425 um OFEAERES S W
2D XD IZm LT Lz b oz Hn
oo XY, AZHONAED, Lk, VA
RO Lo IR E A VD CRIEIY — 1k
L7=b Dz Hvnz.
2. RERORK

(1) BB I K OASE

T h=RUN, T FARONFI I IBIH
b2 oA RSB, SRR LA /K1
AR AR AR AL E CAR L b o2 v
fo. LT B U U ATE LT A L LRGSR D
PR BRI 2 W 2. AT RoXv T
v 7 BOERAMNSA, 71 VU HiTE L7 A
SV LAFIEATERBL O Z A b 545 & iz,

(2) FRESEIEYEIR

MAIEE T, BRI, &7 A L LR,
Chem Service, LGC standards, Honeywell Riedel-de-
Haen % TY Merck #0784 R 3K3BR H 38 2
7.

(3) BRI =07 A

BRI =hT L%, A7 2Ty Uty
717w (ODS) X =% A (30 mg KT 50 mg ;
ZNZH Smart-SPE C18-30 K% U} Smart-SPE C18-
50), =F L U7 IVN-TrENLTY T
77 v (PSA) =717 2 (Smart-SPE PSA-30 ; 30
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mg) (\WFRET A AT A = A8 &N
7.

3. HE

LR IE ZM200 (Verder Scientific #), J&

&% Grindomix GM200 (Verder Scientific %)
Z M. AT T A B —IL Polytron PT 10-35GT
(Kinematica ) Z M7=, #R& 5% SR2DW
(AT w78, OSBRI v 7 BRI
L% STOOFR (AfRHRGEFEY) A4 L7z, BEhAT
RUBRAG B |35 R Ry A ) B B AL SE 1 ST-
L400 (7 A AT 4 A = 28 ZEH L.
GC-MS/MS IZH A7 m~ ~ 77 7 7890 (Agilent

Technologies #) K OVE &/ #H1 it Xevo TQ-XS
(Waters ) ZfEH L7-.

4. RIESRM

717 2 DB-5ms (Nf£025mm, £ 30m, EE
0.25 um : Agilent Technologies )

H—KBT7Lh Rxi H—RKIT7L (72—
U F=2—7, A2 0.25mm, £ & 2m: Restek £t

==Y
=
Pt

%)

FAF— Topaz (2> 7 VT — 3, 7—)b
AV : Restek fi)

5 LMRE 50°C (1 min) —25°C/min— 125°C(0

min)— 10°C/min—300°C (10 min)
Xy UY—HA %EH

F ¥ Yy — AU RA§iE 1.5 mL/min

HEATX SV ARRATY > bR
VEAR 2uL

HEARE  260°C

N AT =T A RE 300°C
A FUPHIRE 150°C

A A AbE— K APCI (+)

2SR 2 pA

a— A E 270 L

AUX 7 A& 300 L/h

AA 2T w7 I AR 300 mL/min
aYTarydA TIr

WEE—F BRRSE=FU 7 (SRM)
5. RBREKROFR

RERIAIR ORI E OB A X 2-1 1R L e

(1) H5E - BEOLA

HEF200g 27 F=FU L 50mL 2%, £
1 R ES A X LTtk, 74 Y 7 +%8 1em
DIE SN A E VTG A Lz, B
MEHRY, T h=rU L 20mL Nz, kit
FERICRED A ALtk WA BLTE. 1556
NizAlERbE, 7 b=~V V&L CTERM
(2 100mL (i) & L7z, HiHigZz N1 7 i
A, BEjgEEEICE Yy N L.

(2) #BHE - HHEOYGH

BB 10.0 g 12K 20 mL 200 %, 30 ZyfEE L
7. Zhc7 e b=hU L S0mL 200, $91%5
MAEVHFA A LR, 74 YU EEH 1em O
JEXICEW - AREHNTRS | AE LT, Y
ZRY, T r=FU A 20mL 2%, EFEEHE
BRICHRE YA X LTetk, WaIAMmLE. Boh
e AREEDE, 7' M= M AEIZ TIERHEIC
100mL (fhHR) & L7z, iR E A 7 vz A
o, HERSLHEIEEICE Y F L.

(3) HD%GE

B 5.00 g (12K 20 mL 20z, 30 SyREE L
7. Zhc7e b=hU A S0mL 200, $91%5
MAETFARALIEE, 74 YU LEEH 1em O
JE EZHN = A A TS| A L. 5
ZRY, T r=FU A 20mL 2%, EFEEH
BRIZHRE DA XA LTtk WElAEL. 5N
A ERDE, 7 b= MU LZNMZTEMRIZ
100mL (fhHR) & L7z, iR E A 7 vz A
i, HERBLEIEEICE Y F LT
(4) BEHTLEE

LUF OFEHRIT B AL EEE 2 W T o 72
(X 2-1 XLV 2-2).

Cis B0mg: —BtH) I=HF7LDTFIZ/ AL
KO Cig (50 mg : “BkH) I=A7 L %L,
TERNAAROTER=FUAK (9:1) 4 1 mL
TlER =T 4 a=r7 Lz, Zhichitig 1
mL Z8ff Liztk, 7 h=HFVU/K (9:1) 0.6
mL ZiEA L7z, ZoEHKR (Afikz ate) %,
J ZVINBIEANLTZ 10 wh%IHEAET Y o ATEIR
25mL TAR L2235 Cig (50mg) (ITAfFL, %
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HRIFEE Tz, AN B I HIZK 1 mL ZiEA
L, Cis (50mg) J=HFT7 L& L. Cis (30
mg) I=AT7LEMWMVH LI, Cis (50mg)
=T KAEEFRZF T2 g E .
PSA 30mg) I=HT7 %7 KORTER
VinFH s (15:85) A 1mL Carys 4ia=
Y7L, ARO Cis (50mg) I =H T LD THERIZ
BAE L2, ZOERED T LT hr/nF Y
(15:85) ImL Z#FEAL, EHKES. F3FE-
BROGET, O RRIZT ' ho/~F o
(15:85) #MAT1mLIZERL, RERIAEE
L7z, 838, GHEEOROEAIIELNIEKE
EHREGE L, 7 h/~FP 2 (15:85) 0.5mL
(ROYATE 025 mL) #INx TR L, HBRVE
wE Lz,

[3] LC-MS/MS 2k 2EMAERRE—FD
Hri&
1. 3B

B (EER), PR, IR R ORI A
VHE—=Fy bESLUTA L. AHA, ATk
B OV G WG L BE 25 18 2 VN CED % — 1k L 7z
HDOEHWT.
2. AEKRURK
(1) B K OFAEE

AR BR A T AR L 0D 7K VR T AL AR R IO R
BTARELELD, 7T b= UL OANFH
B LR DI RS - PCB B 2 7z,
LC-MSMSHITEH DA KT & b=k U /LIEBIHR
b8 LOMS HE W=, BKEREET R Y ¥
LTE L7 AV AFEHSER O 5% R 23K - PCB 3K
BRFH, WERRILE 17 A L AT O RS B8 45T
A, ¥BITE L7 v fehEsE®o LoMs A
& T

(2) B RIS AEAER IR

By F 122 3R A ME AR IO T35 > PL H)
WF LC/MS Mix 1 XM Mix 2, &7 A /v AFf
FiSER OB H EE LB SEER (w7274 F)
WONCEW A ESE IR GIEER (RE U A) %
FAVN=.

(3) HHI=H7 A

BRI =T 8%, A7 57UV
14V (ODS) X =% F 2 (Smart-SPE C18-50; 50
mg &% 0" Smart-SPE C18-30; 30 mg), AF L« ¥
E =R CHRMBUKEAR Y ~— (PBX)
=% 2 (Smart-SPE PBX-20; 20 mg), N &H A
7 JL—hKe« AFLV s PVEZARUEBURY
~— (PLS-3) X =47 2 (Smart-SPE PLS3-20;20
mg), RUAFL LV« VE= AR BUI v T A
E— NigfEA A o2 (AXD) I =77 A (Smart-
SPE AXi3-20; 20 mg) KX OTF L > T 7 I V-N-7
g e YAk U v (PSA) X =0T A
(Smart-SPE PSA-30; 30 mg) (Wb 7 A 27 ¢
AR &z,
3. KE

BEREEE 1T Grindomix GM200 (Verder Scientific
#) ZHWiz. ATV FA P —1Z Polytron PT 10-
35GT (Kinematica ) # /=, IE L 94T SR-
2DW (¥ A 7 v 7 ) | Uy B X 7 v 7 BRI Al
LB STOOFR (AfRHPHFE) 26H L7z, BE)
ATALPRAE & | 3% B0 R4 ] B B Al 4E & ST-
L400 (T A AT 4 A= 2 M) ZEH LT
LC-MS/MS % Nexera X3 (SHES/EF ) KO
Triple Quad 7500 (Sciex ) ZfEH L7=. 7 — & fiF
HriX Sciex OS (Sciex ) ZHWTIT-7-.

4. BESkMHF

(1) LC &tk

77 A ¢ InertSustain AQ-C18 (N££ 2.1 mm, £ &
100 mm, KL 7£E2 um, P—T/LH A = )
717 NRFE : 40°C

AR 3 pL (OHTIEREIRFT 2 ul)

BEIHE @ (A)0.1 vol% X2 & TNB) 0.1 vol% X1k « 7
t b= U WEIR

Pitd : 0.3 mL/min

7T N

07> (A:B=982) —15%r (A:B=30:70) —15.01
57 (A:B=5:95) —204r (A:B=5:95) —20.01 %)
(A:B=98:2)

(2) MS &f

A A Ak ESI () OVESI (-)
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A F AT L—EEE 2,000V

b —%—iiE : 450C

J1—7 2 JT A N2, 35 psi
2T TFGAY—HA: T4 7 —, 70 psi
B—IRHTA: RTA T —,
al)Ya A N2,7au.
5. RBRBERFAYSIE
BRI B E O A X 3-1 12",
(1) Hhi

Fh o a— AR BRIE [LOMS I2 X 28 =
FimEO—FRBRIEL (BAKED) | 128> TT-
7=, WEF10.0g I n-~F o fafn7E b= KU L
50 mL, n-~FY > 50 mL & OWERE 1 mL #0012,
K1 AT DA X Uethk, BAREET R v
520g ZMATEBITH 1 ATV FHA XL
7. 43 3,000 [Al#5 (1,932xg) C 5 4l Oy Bl
L7 n~F Y UEEET, 7= ) VEE
ol EMZTE=FI A 50mL 2% T
W1 aMAEY A XL, EBid & RERICE LR
L. 7B r=FUVEZERY, DT F=F
VgL &bE, 7' =NV AEINAZ TIERMIZ
100 mL (fhiHH#R) & L7z,
(2)

ROEEE, BENRTLEERE 2 AW TITo 72
(14 3-1). C18-50 S =H T L2 % /) A
THEHFELZ., 2T E =ML 1 mL ZA%
L, arvsq4va=y7 Lk, JALN5K02
mL ZEALZRD, 7' =KUYk (91) 1
mL ZAML, 2T 4va=rr L. HW\WT
J AN BK 04 mL ZEALRNRS, fliHHK 2
mL ZAm L2, / AN BAK02mL ZiEAL
RNG, TR R=bRYUAK (9/1) 0.5 mL &AL
L, IWH L7,
BHNTEEERE 0.1 vol% X e T 4 mL IZER
L, ABREKRE Lz,

80 psi

C. MAERBRROEZE

[1] LC-MS/MS 2 &k 2R BIRE—F ik
1. RBRFRFBSG BB

(1)

AR H T AE B O HA SE U~ i 5 2 (12
WD Z RN TEL - FoNIEORBE BB &
L7z, 2oz, mlixsEm—AaRErE 'Le/MS
2R 2RO —FRERIEL (BFEW) | [>T
TV, R%E - B GRBH200 g TIETER=D
Ysv (1[EH 50mL, 2[EH 20mL) T2EAEY
T A X, BHE - 0k GREF10.0g) Ti3/k (20 mL)
EMzCEMLEE, 72 h=KrUr (1[EH 50
mL, 2[EH 20mL) T2 [EFRETFT A XL THIMH
T5H2 LT
(2) HEbr

WA —ARBEE, g, RO —a R
Bri, % -BEOLAITI 7774 MI—AKR
LA A2 =577 5 (NH2 £721% PSA)
TR, 2 THOBGEIL0DS X =47 A TH
R, 7774 FH—RROBEA F o 55H
=H T LATHHTLHETHD. ZOBEDS b,
AT C VR I T D K e O i A e R 0 22 B
ETDHZENTED. Lnl, AEEITY L@
MPED B G KBITBATT 2 ReER b 5. 22
T, WE—FRERE & RSO HIE TEIT ATV,
FIEIOEIN R Z RO T2, ZOFEER, Mo
1 F195 TERILERDS 80% A & 72 1, AR HLige Y
EWEEITKBIZITL, BICEMETT 52 &
DR ST, BT — I o BB AME R 72
HZ LMz, lREHT b= U VEOEHI
FICREZZE L, OXBMETH L Z b, BT
EITORWHEERETH 2 L L L.

(3) I =H T ATk DK

W2 ThPIchhtigo— a2z 0EE, £
IXIRIE A B AR, =0T AMZAM L TTOERT S
FiEwERG Uiz, =77 A3l —F iRk T
HNHRTW5H0DS, 77774 M1—HR KR
BEA AW =T MR LTz, 7ok, @A
—HFRBRETIIRA A KRB T L ELTT 2
7 ENEERTSH NH2 /32T Lo v7
JUN-T e ENVEE AT HPSAVHV G D,
FEINRICRKEZRENRN T & LRI
RIZPSA DHFBENEBZHNLTWNDZ &b,
PSA Z#HWCTHEIT 22 & & Lin, 7, @a—
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FREBRETITAONLNATHARND, Y AFALT
R/ 7aEnEEAL, PSA L VERVEA AR
MI=ATLTHDLSAX bRFTHZ L L L.
WE A REBRE I, AR 20 mL (R32 - B3
DGEITRUEL 4 g 182Y, B - WHOGE 1Tk
2 g FY) ZHERUCHEL, ODS 2 =017 AT Feil
Kl 1g, 77774 MI—RROEA AR
A =07 MIENZEIN 500 mg ZH WD Z & &
o TS, —J5, ATl 1 mL iz
—FABRIED 120 & RI2-BROGEITRE 0.2
g Y, B - HHOBLAIEEE 0.1 g HY) &3
=HTANARTHI L E Lizie®, ODS T =7
T LADOFHEANEIL S0 mg, 7777 A I—R
KOEA A I =TT AT 25mg & THUTHR
A EYL - oA EN BN —FRBRIE LR T
(278 %. 2D, ARFTTILODS 2 =77 Al
A& S0mg, 77774 MI—AHRKROREA
F UM =BT 2E20~30mg D H D EHNT
Etd o2& & LT

HHEF O T & b= K U L/KO RIT RN
BEND KL ORI AT OEOF HEIZ L - T
RIRDHD, WIhoOfRmb (8:2) ~ (9:1)
ELEBEZ NS, WHROI =0T A THRMT S
B, T =R U LOEERMEN ERE SN
SWew, MiREZDOEEI =0T KART
5 HiEERHT 25680, mhiRoT7TE h=1KY
VIKDED (8:2) ERBELTI=HT L0 D
DIEHIRIE MR TH 2 & & L=, £, ODS 2
=7 LEHNTTE N=FY LK (8:2) 1mL
TamL, TR h=FVU /K (8:2), TEr=]
Uik 9:1), 78 h=r UKk (19:1) F7=
X7t b=k U 0.5 mL TEHT 5 HEE B
L7z, ZDOfER, silafluofen XA AR T 2 =k
Uk (8:2) KO R=RUNLZK (9:1) T
TNEN 20 KN 5T% LRI &L Ao o728, 7& |
=hUAKRA9:1) KO & b=k UL TIE92%
LU ED BAF 2RSS BT, WL O %
H T emamectin Bla, propamocarb, spinosyn A,
spinosyn D, spiroxamine /% O} tridemorph @ [FI{
1L 50%LLF &7, 7' F= MU VERZ EIF T

HEUERZ A E Lo 72. 2D OEEFNT
b AR CH Y, o~ MY v 7 RIEFF
ETFTTIFEH LIS Wb LB BN, 2Ot
O ESRITVELEIC X 59 80% LA o> B AT 7 AR
NELNT.

Bt A2 T LT D PSA M E DRI
Zhfgad L7z. ODS LRk, 7k h=F UK (8:
2) ImL TEML, 7B =MV /K (8:2), T
Bhr=FUAK9:1), TEF=FULK (19:
1) 37 b=rL05mL TEM L. £
OFER, 7 h=F UK (8:2) ZIEHELLL
L CHWEE X, tridemorph T 78% & 72 > 7273,
ZOMOVEHTITNTIORIEDS 80% L. EDR
IR BICRBN G BN, £77, SAX Z W84
H, 7Eh=FU/K (8:2) ImL TAfTL, 7
T h=HFUAK (9:1) 0.5mL THEMTHZ LI
Lo TWFNOREDS 80% LI LD BAF72 B R
NELNT.

ODS-PSA DIHEFE T 7 LB DEUCR & R L
7. 7B h=RrUA/K (8:2) 1mL THERFL, T
T h=RFUAK (9:1) 0.5mL THEMH L7-RER,
ODS TX[EIY=E & 72 5 7= silafluofen, emamectin
Bla, propamocarb,
spiroxamine & OX tridemorph % BR &, W 410D 23K
H 80%LL LD BAF7/R[EINEE DG HALTZ.

B OREE D, ODS, PSA, SAX & T ODS-
PSA ZH WA A TS 7' F= kU /K
(8:2) 1mL THAfL, 7Er=KUAIK (9:
1) 05mL T+ 2 & & LT

757574 M =R I=hT2EHNTT
T h=hUA/K (8:2) ImL TERL, 7E& b=
UK (9:1) £721 7 =KV /L 05mL T
WH LT, FEFEORINRZHE L. € ORER,
W B BRE RO 3 FILLETEINER 70 % A
LR, FROFEE L AT 5 RETHEL S
SVMHMIMSHER SN, £2C, 7 =K U1
K (8:2) 1mLELFZTEN=FU/ L2
(3:1) 1 mL TEfL, 7 =FU W/ L=
¥ (3:1) 1mL THH LZRER, 9FILL EoRK
T 70% LA EDREIGERNG BT,

spinosyn A, spinosyn D,
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W FRBRIE L [FRRIC, /T 7 74 R h—R
YOI PSA Zadfh L, BICGEZfEGR Lz, Aff
T h=hU K (8:2) 1 mL F72x7T
Eh=hrU/ Ry (3:1) ImL, EHEET
T hr=rU/ b= 3:1) ImL & L7, #*
DFER, 9 EILL EDOEIKT 70% L, E DRI
oz, 7T b= YV W/ x> (3:1) ImL T
Afir L7 0T, [BUGE 80% L E D RR3EA % 7>
-7z,

(4) AFEOHRER

ruan 7 4 NVEOBRERNZWVIEINAETI &
HWNCTT 7774 M I—HR-PSA TOOHERSE
R ERER L. OIFH NAZ D K 1| mL %
AL, 7 =tV /b 3:1) ImL T
WHT 2 5L, @QIEH2 A% 2 iR (1 mL)
DEMZT Y h=F VL bl (3:1) ICEH
%, AmL, 7Ebr=RFI /by 3:1) 1
mL CTEHT 2 HiEERF L. Zof%E, Ok
VC@DOWT I bR IEbRE S, WHIRITH
ey, AMREIC XD EFTRBO LN T-
(X 1-1 (a)).

75774 MI—RI=07 2T 0
07 4 VEOBFZDOREICAETH S0, ODS X
EA A3 (PSA L ONSAX) S =H T AICkD
R THHWAREIC L > T aEr2BmET 5
ZEMARETHD. £ T, IEINAT D O
% (1 mL) ZMH\\ T, ODS, PSA LT} SAX D%
717 2, ODS-PSA } U ODS-PSA-SAX D438k 71
FLZARL, TER=RMUAPK (9:1) THH
L TEROBRENREMER L. TORE, PSA
R SAX TIFEHERD R L 720, FWT-ART I
HE I CIX AR REDRITENZ LR SN
7=. —J, ODS <° ODS-PSA, ODS-PSA-SAX Ti&
W (K1-1 (b)), 77774 Ma—HRv
-PSA L O HIE (K 1-1 (a)) LIZEFR LA
WM E LN, 7 an 7 ¢ VEOREO AT
PHERENSDONRZ W=D, 7T b= KUK (9:
1) ZIREEEEE LTHWD & ODS 2 HIRHE T,
777574 Mh—Rr L RBREDOBHEREDR
ERLlZbo LBz ol 77774 MB—7R

YIZHTAPLREAENT 5T Y
T EHWDLMLED B DD, ODS-PSA Tl hrx
VNIARETH D12, ODS-PSA THERZ{TH = &
L.

(5) ¥ MU w7 ADOEEED L

KE% ODS, PSA LTNSAX DI =07 A,
ODS-PSA K T* ODS-PSA-SAX DA #AE T T W%
AWTHERIL, v~ Y v 7 ZAORBE E LT
%B, ¥ MU v 7 AOEI TR ERS R
H~v MUy 7 AERERHE O ¥ — 7 HFE L A R
TR L7z, Z0fEE, ODS £V & PSA < SAX
DIFNR<08 F21E>1.2 &g T ALB W7
<, BRGENREHNZ RSN (K1-2).
72, PSA X° SAX X =7 L& HMTHEMH L=
A & ODS-PSA F7-1% ODS-PSA-SAX DiHifED 7
ATIHE<08 T3 >12 o bAWEIz KX
RETR LN, ZHLDRERNS, KT
WZBWTC~ MY v 7 ZAOEBZIRET 57D
X PSA £721X SAX i T 2DNRRNEEZD
.

(6) HatT DFGEEN R DORGIE

ODS J O} PSA DEifEl 7 AaE VTR [7
T h=kKUIK (8:2) TEMN, 7F=FU L
/K (9:1) TEHEM] 217254, fkicEEn
% e MEAHE Y 53 S OF EE M AR AR 1 D A 3 1l 53 13
BRETEZDLEZOLNDN, FHE~EEMEO MK
PEARHERR 3 1E R TE 2. B A e Sy DK
o iEm —FRBRIE TR SN TW A T %
TZEBREEESZSZDND. £2T, B\ CTH
WPE R &2 BRET D2 &Ik T~ MY v
7 ADEBENMEBTE D0t a1 To7. K 1-3
VSRR VEVS IR IC R T2~ N Y v 7 ARSI
DYE— 7 LA <08 21 >1.2 L2 HLBEY
Bar LUl KT, EofFET<0.8 721X
>1.2 L RDEEMENTRE 2T R 62>
. —J, KERIEINAZ ) TIHEN 21T Z
LIZE - T<08 £/213>1.2 & 72 HALBWED I
DU, BRPERMERL Y DBRER~ N v 7 ZADE
BOBBIZHENH D Z ERNRB I, X 1-4
(2B~ DR (B ERIR 2 AW CE &

— 114 —



s Lz, RETIEHENT 2175 2 LI L0 EEsE
80% LA LD EMBI M LTz, ZhusxtL, 1
DIVAE D TITIENT &7 5 & w2 IE D[R
PR Loz, BIER 80% LA Efb& %
WAL, T ofRNG, HirEiTH Z &I
XU, BRMICE->TE~ N v 7 ZDOREPMEN
TL5HO0, —HORETIEENENMETT5Z
ERORBR L7 XD IChRI 22 L, BEDEMET
b5 ENBENIITPRNZ & L LT

UL EORFHER G, @ —F Bk L F U7
IECHI L7, o —# (1mL) % ODS &
N PSA OEFEN 7 L TR 2 752 fENL LTz,
AHEFHEBMEIIFE ICHETH Y, FEETHRH
WZATO 2 ENTELN, LYEELLEX S0,
—IHEOREMEEL ABRTLBEE TITO 2L b
L7z, HEhATLEREEE CIX 1 RIR 7 (2 Ak
Haale) THREBIEZITH) Z LN TE, KEHE

b ARETH D720, MADZFRILPARETH 5.

2. ENELEAER

WL L7 ik VG, 2K, K, W AT,
F o XY BT D NVAZ D IZ DWW THINEEE 0.01
ppm T 5 FHTOBRINENGREBR 21T > 72, ZoKkF o
dinotefuran (FXEAIRSE 0.01 ppm, FEUE(E 2 ppm),
D A ZH @ carbendazim (FEEFIESE 0.01 ppm, FEHE
i 3ppm), cyprodinil (FEEHIRE 0.04 ppm, FEVEE
5 ppm) K U\ thiacloprid (FRR{ L 0.008 ppm,
YEE 2 ppm) , 1F 9 1LAE D 1D mandipropamid (5%
AR 0.04 ppm, FEYE(E 25 ppm) DFEE M FRD 5
Nil=w, Flixrgsh e Lz, ks, wWihb ik
EERWG CThH o 7. WINEIGRBRF R 2R 1-1 &
W 1-5 2R L7z, ZKH D quinalphos T &
— 7 BRFRDH BT LSMIN T RO RS EIEE I
BWTHIERMED AR EZmMIZ L7z, 20K, VA
TROF v Y TIIRRHRIE O 9 FILL B TR K
OREEE D A A w72 L7z, —75, RERONED
NAZ D TIEEHREED 2 BILL L THE O B E
Zofii 72 S 7R o T, ISINEINGERER CEEE O B AR E
HM IS RPo T RIEDEZ BN~ MY v 7 AD
WENRKEE 2N (K 1-6).

o7, wa—FRBRIETY R v 7 2D
WAL NENRE RO, ZOfRE, WTFhoR
i b ARFTERIE D 9 FILL B CIABUE AR T 5
~ MUy 7 ARERERSIE O ©— 7 ALY 0.8~1.2
LD, RERIFINAL I THHBELIV L~
N > 7 ADEEN NI hoT- (K 1-7). F7=,
KEKNNE I NAZE S Tl —FRlkBRiLo )
M RIE LY HEIEE 70~120% OFFHOLEY
BN hotz (X 1-8). @E—FakBRiAIE, AT
LRI T 774 NI —R =07 LE-NS
B2, BRIE & B TR HE R 700 -
2T DI DR RN R E NS D L E
2B, LinL7en s, lE— iRk I3l
Hr(ER & 5 7= miitt R O REIEME L, X
K, DA TR XD LD A IMER Y D3 Heik
B 22 WVE L TIRENE 70~120% (B e
RIZ X D ER) OFPHOILE I RIE &
THhol=. ZHOOREND, BT
X BEO @A —FRBE LY b T
DIEHMNL N LR ENT-.

[2] GC-MS/MS (T & 2 BB EEKE—FHinE
1. BIESM:

ARETCIE GC-MS/MS CHIE Al RE 7R 23K % it
LL Ul WX SR 72 23 ATRE 72 APCI 14
EHWTIT-o 7. EIETIHEE, v U vr—FH A
ELTAY U LAZEHWSD, APCL ETIEANU D
LORDOVICEHRZREZHOTH K& 2RERKTIX
Aoz, @R % A, BofEaBRaikiL,
PR EE 2 0.01 ppm D & X, 0.002 pg/mL & 72
%D X O ICRBRIE IR ORI IE A R LT
2. RBRBRIAM T EORE
(1) HhH

AR C UL 8 B2 HAK L~ 0l 5 E IS
MWD Z LR TEDL—FONIELERET L2 &
ZHWE Lz, Zoi=w, s —AilBRis
[GC/MS I & % 35 o —FBRiE (REY)
0> TATVY, 52 - B3 (BUEF 20.0 g TIET
h=hrVUb (1[EHS0mL, 2[EH20mL) T2
BIRETA X, BH - 28 GUBF10.0 g TiZ
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A (20mL) Zx CHAML7-%%, 7 h=KU L
(1= 50mL, 2 [AH 20mL) T2 [EFRE A
A, 7% GREFS5.00g) TldAk (20mL) ZMx CHE
ML7=t%, 7 br=rVUv (1[8H 50mL, 2 H
20 mL) T2 EIFRETFTA &7V, FiHT5 2
el

(2) fHi

GC-MS/MS % H\\NTE L OF%EE 3 4 1 E
THE, v~ ) v AOEBEEZ T TICERT D
7 OV E AT IR ORI AHER 50, &
MRPEAHER oy, FRPEAHER Sy, BRELIRET D
VBN 5. @ RBR I TS L 0 EsE
RHERK Sy & bR 25 L=, ODS X =% 7 A IRt
RHE I 2 BREL (B, W, KO%H), PSA
BT T 7 74 b —R 2 THMEIHERL 55 e OY
BRERIFETHY, W TESHNLR T
% QuEChERS £ XV HIFHEIENE N EE R 5
b, Lo L, dum—EaBisisilc it
T o E N 2D, FREAIEDS 500~1000
mg D=7 L2ZHNTEY, HHTHELKE
HEZ. Fo, WS, WASEEAEVAS b
IV e - BE T DB ER B DT, A
T 5. £ T, WSRO HELZHIT 5
LB, BMERMOFERAMNLZ L. F
7o, —HORERERELY B BRI E 2 VT T
ITENTEDLL I LI.
(OIS HERR 7y DR =7 1R O Rt

AR A HERR 2y & BRET D72, Cis =47
LRER AR L. SRR AT 2720, B
M ThT, MHEEZZOEEI =0T LITATK
TAHZEEL. £, BEICHWDEI=HTF A
DO FEHAFN R Z BT 5 720, BRI 2 ik
®E% 1mL G@E—FRERED 120) &L, Cis
=0T AT FEHEAIE 30 mg Gl —FRBRIEDK
133) OHLOEHNWDZ L L L. @E—FnBR
ECIHEN#BOTE = I VEE Cs I =07
LZAML, T F= MU ATHRHETS. LL,
AREMETITEREK L L BT < ORI R Sy
HLIEH L TLE ) AR EW. T2 T, Cg 2 =
7 DAERNZ 351 2 v BRI Vs I8 e oD JE SR RN

T ORFRE R A~DEBEIZ O TR L. B
Wit LCT7 2 h=hU/K (8:2), (9:1),
(19:1) X7t b=k Uz HOCE AL &
0.1~1 mL TRIEDOEILRAZMR L. X231
R DM silafluofen (log Pow 8.2) DAL % 7R
L. 7B r=FVU/K (8:2) 0.6mL TIIKE]
N (]9 70%) Tho=n, 7k h=hrU/k
9:1), (19:1) KO7+E b=k VU /LTI 05mL
LI ECRAREINER (295%) MMFH7-. Cis
=N T LN DOEMEEE LT = FY L/
AKO:1D), 7TER=FIAK (19:1) EOT &
=KV (T 0.6 mL) ZHNT, [X2-1
ST (Cs2=HT L (—BH) OO
AR A <) RO T T o 7 3R BRERHE % 3R
L, GC- (EI) MS TAFX ¥ L HIEELTTIC 7 1~
NI AERE L., TR, TR h=RU L
K (9:1) O (19:1) OFRTEF=FU LXK
DRGSR EWZ LR EnTE (K2-4). T
Thr=FUAK (9:1) KO (19:1) TIXTIC 7
0v F7 T LMMIREREWVTRD NN T,
WHIZHWS T2 b= U LERZ N E, Rk
5 BB® Cig =07 MFRTORE ORI
ERRFFENT, IWHIhLT <o TLES Z
EMD, TER=RFUK (9:1) 0.6mL TIAEH
T L& Le. Ik, RS TIRENLEE (<80%,
~ hV w7 AFET) & 725 72D fenpropimorph
(75%) OIHTH o7z,

@) En A HE B 53 D B 5 7 1 O R

WA — A RBE TIRENTIC L0, EARE ek
NERETDLIHEEZRALTODD, BIEROSR
JHMECH D, 22T, QTHLNEHEEKE
ToIXEAL T U U AR TR L2 S, Cis
=75 (CZEH) ICAMTLZET, BRIk
Fra, mmPERHER OB L TREL, £
D%, PREF L 7o B A R AR Y 3 2 71k
PRI LTz. 72k, CsX=7 4 (ZEH) ~D
AR - PR ORE, FEFIENRZ VD T L% VT
FHNERE T DRFFSERTVWEEZI LN
7elz®, Cig =77 NIFEHIE 50 mg DH O
AWz, W ZART HEE, KLY bk
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F U T AR E WA, TR LY B
N Cg =72 (ZEH) ITRFSATL
mHLOLHENE N, 22T, AREE S LT
K, Sw%H LT b U T AL O 10 wivoe it
TR U LERERET LT, Cs =07 & (2B
H) 22D OWHIZIET & Fr/~F 2 (15:85)
1 mL Z 7z,

E O NAE D HHIRIZERIEZ RN, Cis 2=
H7 5 (—BERA) IR L7z, IWHIRIZ 10w/v%
b MY U AERHR 25 mL 22 TAR L 7en
B, Cis =77 A5 (ZEBH) ICAM L, KT
%, 7 by ~FH (15:85) 1 mL THEHIL
7=. =D&, cyanazine, dimethoate, lenacil,
fenpropimorph , phosphamidon & O
propoxur TlEIE 70 %A & 72 > 7223 (K] 2-5-1) ,
Z OO I TITRAF R EIERR G b7z, KA
RO EIKD H b, fenpropimorph 1Z(D) Tik 7= X
IZCI8 =T L (—BR) »"o+oEHan

oxadixyl ,

W ENERFEREZE XN, — T,
cyanazine , dimethoate , lenacil , oxadixyl ,

phosphamidon } OV propoxur [ FE#EARRM: D
B3 (logPow =2.1) THDHD, CsI=TT A
(ZBeH) TOAR - PEFOBRIC B L TL
FOENFERNEB LN, D ORIRIIAT
AL L U COKE WD & EIEER 1~26%(K T
L7z Z &b (4 2-5-1), A & LT 10w/v%
WAL N Y U AR EACD SRR K -
THETEINENM ET 52 LRI, £z,
LA A RREHK (fluvalinate, permethrin %5)
SRR S (DDT, DDE %) 1%, R4 5
2 10wNY%IE LT R U o AR HAKICE R
T 5 EEMEMET L (K2-5-2). ZNbHDE
I TH D728, KOBTHRT S LI =
AT DORNBEE T IFHEAFNWRAE L, T8 b/~
¥ (15:85 ZMxTHiEHIUIZL <D
ZENRB S L.

PLEDOFERNS, Cs =T 5 (—EH) D
DR E 10 W% T R U o ARIECAIR L
R D, CsI=A"7 L (ZBH) ITAmL, KT
Ve ts, A cREAZRH T2 L L

B, KRG TERENREE DR K
(fenpropimorph % & <) 1%, WEFERMES L 7= LC-
MS/MS & H\W e —F o riE Tt sl i T -
7z,

GEEVEAHERR Y e OMa TR DERETTIE DT
FRlE AR MERR Y & RET D120, @QTHELAE
CsI=#h72Ah (50mg; _EtH) OTFIZPSA 2=
175 30mg) EHEEL, BIE CsI=FT A
DHIRHT D L EHIZ, PSA 2 =8 T AT
HIEERF LI, £7, Cis =57 A (50mg)
DTFIZPSAI=HAT7L B0omg) ZHEEHL, Tk
b o~FHr (15:85) CTHfr-EHLIZEZA
(B R O HHATE R 1 mL),  EREAOMME S
dimethoate (42%) K& N oxadixyl (63%) #Pr,
BAFREINERNE SN2, RIS, 1E)2 AT D
HIRICEEZ TN L, X 2-1 126> T (PSA O
HEA I s R 2 B <) SRR IR A L L, PSA @
TR VA R ORI K 2 IR~ D B % f

MLz, WHAEBEARBEE I T & v /~FH v
(15 :85), (20:80), (25:75) KOt (30 :170)

0.6~1mL ZMF L7z, ¥ 2-6 I[CKEHTD
azoxystrobin OEIUHRZRLTZ. 7 & h/~FH
> (15:85) KUY (20:80) Tl ImL THEHTS
ZEIZEY 90% L EDBEENE L. £,
T hr/~FH o (25:75) TiL 0.8 mL PLE,
T Rr~FHr (30:70) TiX 0.7 mL LLET
WHT 5281280, 90%LL EOENRERIEF 5
7z,
CsX=HF72L B0mg; —EH) NHDREILR
IMEWERSL Cy 2 =h T 4 (50mg; “FH) ~
DA QP OBRIZEEH LT L E 9 ik
WERE, TR RV/~FH 2 (15:85) ImL %
WSS UL THWESAIZ PSA S =07 40
O+, RENLER & 725 OlE fludioxonil
DFHTHo7=. fludioxonil X7 & F o/ ~FH
(20:80) TiX 1mL, 7& b/ ~FHhr (25:
75) T 09 mL LLE, 7R/ FH (30
70) TiX 0.7mL YA LT L7256, 80%LL Lo
[RGB (K2-7).
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X 2-8 IR A W THELNZIE S LA
DT T W BRI DGR AR Lz, EHIR
BoOTE M AREA®mLST51EE, RBREKOE
B 720, BREIEET L2 LRI,

INHDOFERS, fludioxonil % FEE mVEIIR
KRR ON, BRIRbEWT & ho/~FH o
(15:85) I1mL CIEHTHZ & & L. ks, K
WHEIETIE, BB T HRBRIRIEIIE VSR
TholzZl b, 77774 MI—HR LD
BIERIIAE L E X b,

fer U 7o iR IR O RT 1A 2 X 2-1 IR LTz,

77774 M—RE2RERICHWL 54, FiE
WiEEz AT oRELEEHSEL2D, Mo %
WAL E L THWDRERH Y, IRMEEREICR
MBI, KEEXZ T 774 b A—HR 2k
WATORWHIETH L7280, BER % a7
HTENTET.

2 M AR

ZK, K, ¥V, Z50AF9, Fnn
L, WAZ, ALV ROSRIC OV THINRE
0.01 ppm T 1 H 2 017, 5 H D224 MRl a5k
EITo72. F v~ O etofenprox (FEE IR 0.01
ppm, FEUEE 0.9ppm), tolclofos methyl (F%EFE
0.006 ppm, FHAE[E 2 ppm), Y A ZH D acrinathrin
(PR R E 0.004 ppm, FEUEME 0.7 ppm),
BHRE 0.006 ppm, FLHE(E 2 ppm)
S O tebufenpyrad (FEEH IR 0.006 ppm, FEAE(H 1
ppm), 4 L > U H O fludioxonil (FEEIIEFE 0.2 ppm,
SEVE(E

cypermethrin (%%

pyrimethanil (FX84¥E 0.4 ppm,
FLYEfE R R E 0.004
ppm, FEYEE 15 ppm) OERENRO LD

a-ﬂﬂﬁﬁ%ﬂ Ll 2B, WThb %Erﬁ?ﬁ‘{ﬁﬁf“

10 ppm),
10 ppm), A5+ D etoxazole (%%

3?)071:’_ ﬁ( nq:ﬂﬁuit%ﬁft%é’% 2-1 &U\. 2-9
I L7z, REH O triadimenol & VA D

isoprocarb THE E— 7 Wil L vz LISMI NS
NORMN/EHEOMAE DEIZBNT & 2 Y MR
A KT A4 OERED BIEEEZ- L. &
BE, DMTREEE, SEPNREEE ) OVNSRIRME 0> B A AE % fiii
72 L7eDix, K151 14258 (94%), K
151 1 1324bEW (87%), F v~ 149 H 140 1k

EW(94%) , 19 AE H 151 H1 143 (A5 (95%),
T L ox 151 F1 141 6B (93%), VAT 148
140 (LA (95%), AL P 149 142 (LB
(95%), #5150 H 139 (LB (93%) Th o7z,
WO RS/ EEDOMA G O b EEIL 120% LA
TTHoTz.

~ MU v 7 ZADWRE DB Z K 2-2 LUK 2-
10 IR LTz, RIZBWT—HMOEE T~ ) v

DEIBINRENoT2H DD, F OO /R

“ik%&%@i&<,$ﬁ&i%@%%#%%
Z DR ENT. A D deltamethrin &R X, IATFE
IR T 5~ b w7 ZAREREFIRO B — 7
mEEIE 0.8 LETH 7. L7ER-T, KD
deltamethrin (BLJE 62%) Z#FRE, BEN<T0% &
720, FYEMEFHET A KT A4 O BIEEZM S
ol AbEWITInTnb~ MY v 7 ZOFEE
NIRRTV EE 2 Bz,

ETORMTEEMEN- TR EE 2-3 [ TR
L7=. fludioxonil |% PSA X =47 A6 iR H
ENRVWIERRREEZEZX BN, —F,
fludioxonil PAZ} D S IHRIME DS FLEG B 2 & >
5 (logPow 23 2.1 LLT), —BeH® Cis ~DHAM K
WESFOBRIZEN T2 Z ERFEE EEZ 2 BT,
728, logPow 73 2.1 Kiiii Td - T dimethenamid
(log Pow 1.9), fosthiazate (log Pow 1.7),
(log Pow 1.8) I1ZBAFREUNENRHFG LN Z L0 D,
log Pow 1 ~2 FREE D FEIEM "B H D Cis ITRFF S T
LN log Pow DIEEOD A TITHHITE 22
LEZ b,

KETIE, b DREIEITMZ T log Pow 73 5.4
LI EOAKARNE O 3R D[RR MK o 72 (2-4).
T DRI A RGN L TEIE %
KDz & ZAH, WTFNOREFS BAFRENER1 G
bl e, 78 h=RFY L (1EH 50mL,
2 [EIH 20 mL) ZfhHEEE S LTHWD & REO
X RIBE DL WEEID B 3 ICEUL T X e
bOLEZEZ BN, T D ORMME R Z Rl
HEEE, TERN=RNIAVEEEZLTHL, Tk
N EOBREEZH DL ENHDL EE XL
7z,

metalaxyl
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[3] LC-MS/MS (2 X 5 BZREBMAEERE K
SIHTE
1. RBREEAETE OB
(1) =57 L0/t
ARETCIEF /oA, BT 7l Arer
Hl, ~7a7A NRPEWESD 54 {LEW%E %t
G b Uie. fhiixamen— A aBs TLe/MS 12k %
i RS O —F BRIkl (BKEW) | 12hE
o> T o T, RRBIEOHE FIEEA~F I RO
T =M U ADORKREHWTHRE DT A X
HL, ~"FHhUE@ezRiElcre b= I VEE
BT 5 5 TH DT80, KEBSy OIFE Tl
IZBREIND. L2 b, RIS
PERMERL Y N EENTND Z LD, lin—
FRBRE L RIBRIZ, Cis 2 =77 L% AV CKR
PERMERR Sy bR+ D 2L & Lie. (T D1
W &2 BT 5 720, R 2 ik
2mL (BUEL0.2 g#HY4) & L, FIEAIE 50 mg O
Cis =77 A (C18-50) Z A Z & & L7, Cis
L= T LA TRHIT 256, ARTIROMMEE S
52 CHRENRN M BT 50, IRENSOEE
WCAKREZINZ THREZ BT 5 &, R DA
ftL, =T LPHEFFEEV TIZNRHSH. @
M—FRBRIETIEI =8 T LA~DO AR A
ZeRZE UMD S OSBRI B 53, BEDOE
FELOBLEDD, DX D R EIIITh R VI
PFE L. FTo, ARHRHE ORMERSIZRE L TR
HAIENRNRET D LA Ly, KRR K
TT2BNBHD. D7, I=hT LE 2
AWz 2 Boilz et Lz, 372b b, ik (7
T =MV VRIKR) AR A ETICEOE
F1EBEHD CIS-50 R =H T ACAMTHIET
Bri o s o HREE Ry k=L, 2 BAH
DH T LT ANDLKREEZMA D Z LT
L0 B ORI 2 B TR & e A HERR Sy B bR 2
THZELELE2EHDI =77 AIZI1XC18-30,
C18-50, PBX, PLS-3, AXi X (N PSA Z# it L7-.
FOHHETOEIRE L O~ b v 7 AR«
3-1 1T d. Mt L7 EOBIZE 4 X 3-2 12

AL, Pl E LT, FHR07 T 7 #it
R IRATEAEA I & 0.01 pg/mL (0.1ppm FH2%) &
RHEIITIRINL, Fix DI =HhT A TOREILE
KO~ MY v 7 2058 % Rl (F3-1). £D
FERL,2EEHICH Cis 2 =4 7 A (C18-30 X CI8-
50) ZRHWSGE, 1ZEAEDILAMICBVW TR
WRENRER G N, BA T ZWI =TT A
ThHDH AXi KOVPSA #HWTHEE, ~ R v
JADBELMIE LTZEINEIRFTH-oT2 b
DD, CigI =475 (C18-30 XN CI18-50) &It
RTz YR T A BAfa~xvA T2 A5 K
ODRFAET VA VU 1HETY MY v 7 AOEE
DREDPoT. R ~—F%I=0"T7 L Th% PBX
KONPLS-3 W26 E, ~ b w7 A0
ZRIE L7z BRI R B AF Th o 7203, L
EofbEn~ rY v 7 2O BEKRE L ZT
T2 D, ZNBHD =0T L TIEARHERK
DEFFICRETE RN EARBE N, Dk
DFERD G, T RAF R R PG b7 C18-
30, C18-50, AXi XTNPSA X =# T AlZOWTH
FFlg, A4E0 M OFESLCOEINE L N~ h U v 7
ADEBEHR LT, TORE, ~ ) v 7 2D
WAREZMIELZERETIVNTAOI =T 2%
AWSa b B ThoT (F3-2~34). <
N w7 ZAOREE, PRI AX, RN K
DAL TIE C18-50 T/ha <, BREGENEW D
EDVIRIBI T, THUDORERNG, AW TR
1 BrH & 2 BrHOMFIZ C18-50 ZHW\WAHZ & &
L.
(2) 7 ANz HKOEDRKF
O H A TR D 7K

(1) =07 L0/ TiE, 1 BB CI8-
50 =0 7 KHIIR A AW T DR, J ANinb
Kz 04mL 2Nz, 1 BEADOI =0T L0 DOH
HiG AR L T2 BRAD C18-50 2 =47 AiZH
fif L7z, ZOWE, 2 AR5 KOEZBEN
SHIUTERB RS BT S A REER S D L E
Z, KEZ 0.8 mL [ZHIIN S B 756 DEIFER &
ORISR 2R L (R3-5). ZORE, K&
ZHMEETHLEINFEORK FIEFRO -
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7. LML, ~hU v 7 20EEBIZONTIE, K
0.4 mL ZHAWIZGE &g L CEN A LT,
THERA TR 2 X012 25 KO B Z BN
SHTHBRFE oM LIIHFETE RN &R
AR I, IO ORER D, HHRARR
J ZNINBINZ HAKOEIF04mL & L7z,
@7 % b=hr Uk (91) TORHBFEOKE

(1) I=H7 LDfEH TiX, 1 BEH®D CI8-
50 =07 ATk AE AR L%, TR F=F
ULk (9/1) 0.5 mL TEHHT DR, /2 A
5K 02mL 2z, 1 BEEDI =07 L0bO%
HE 2R L T2 BEH O C18-50 L =417 AIZH
L7z, ZOFEL, /AU BINZ 5 KO8
MEEDZ LT, FRBRB M LT 5 wRENED &
B L&z, KEE 04mL (THN S B85 ORI
RO Z MG LTz (3% 3-6). ZORER,
K 02 mL X756 & X TRIB DS N 7
biiinotz. 2o, 1BEEO C18-50 2 =
HTLE T b= kUK (9/1) THEHT DB
W2 ANDHIMZHKOEIZ02mL & L.
(3) TSz L7z kEHRI5 1%

feNT U752 X 3- 112 3. 1Bk B D Cl18-
50 =47 LZHhHE (T =Y VEK) &
ZOFFAML, T b= MUK (91) TEH
THZEITLY, [KIERMER NS EEND
RN D X 5 723 BHZ B W T L HES £ 0 285 X,
ML S HE RSy 2 R AIC R ET D 2 N TE
7. F,2BBDOI =0T A~DRAWNELE,
BRREDOE T ZME cE-tE26N5. &5
2, 1BERE2BHD Cs =7 L2DMIZ/ X
NEBREL, /A KEFEANL CTRERE #
WU, Wtz mdlmikz 2 BBHDOI =07 AIZ
BT AHHEE LI EICLD, 2 BBEBEDOI=H
T LATORRGERMELZbDEEZ L.
2. MR

AL CTHRESE U 7o B BT LEREE & 2 V7 B
YR EIR S —F O IEO S MM 2, TR AT
(ZFRRE T 2 RIS T BT 2 BRBRIE O 2 Y MERTAM
A RTA Y (BLFE 12245 1 5, PR 22 4 12
H24 B)) ITHEWER L. FA, I, 4

HEA K OVERLE VY, USINIREE 0.01 ppm, 144723
1B 1F20MTORERZ 5 B MM 2 a8RE
Ll 7ok, (1) =47 20K THW:-
S4 (lbkEMDH> BLANLVT 7 =L T 2 N —7 K
WORBIZE Y EEPRETCHST2. £, BT
J =T NS, E— 7 O FBER S S
Nipinoi=. Zoi=d, Eio 2{bEMmERW-
oAb E Rl S & Uie., B, OHMTHRE, =
WISEE R OV~ b U v 7 23 3-7 1. &F
ikt gt EmONTIZEBNTEH, 7773k
BT 2 U —7 BERMRHC BT 5 v —7
HAED 1/10 K CTd 0, BRPEICH-EIX 22 0o 72
FURE R OE R 00 BB (FLEE 70~120%, PR
25%AN, ENFEEE 30%AT) %7 T LA WEk
(BAbEWENK T 2HIE) 1%, FHAT 45
(87%) , Il T 41 (79%) , 2FAENG T 48 (92%),
T 47 (90%) THY, ARoHrEIic L8 Hl
U EDILED WS ERTE D Z ERN Do
o, X 7uxH v e ToRM THEHEN
120%% B L T\ e, &/ v AR KT R &
XL —REEKTHZENMOLNTEY, ¥ /7
aXY RGN T LR E LTS E X
b, Thebb, ¥/ 7aXxY U Rm"aT AN
HOBBEIAEST DEBVD, JHERS BIEE
T HWMEEC~ MU v 7 AEAEYRIR T 1A
ARG DFFAE L7 WA AR YESS IR &l Tz &
N5, FURETHEIHO Y — 7 Il #
FOE—7EEED b REL ol 2 &K
ThdrrEZLNTE. v VR 7axH L 0 TlEt
AR O, A7 ax% v o TIHEORIEL Y
FFATBOWTEEN 120%LL LX), < Y v
7 AP H IR E o120, Zh b b REED
HATHIEEZDNTZ. TV A~ AL
DOWTIE, BEENBEEZ TEY, N OMEOR
BEMAHLLNT-. =V 2Au~A 2 A TR
WhconfrmEsn Ty b, Fpixgik
BRI, LC-MS/MS IZTEANT D £ TITHfR
LI ERBEREESCELSZDORRTH S &5
z b, FEICkB T A 2~ A A5, X
FACTw AT, AT, AT 7
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XXV RO A vy OB E PRI
Mmolz, Wb~ b v 7 20T/ NS <,
A A ACHFINFRE TRV EEZ bR, £z,
ARl BRI ESIN L7235 A OEIER (= R U v
7 ADEBEMIE LIZBEIER) ZRIFCho722
b (3 3-2), AEHITIEAERIR & W INTE O FE
IREFE] S 7o I B E R IS R I K v D L
FHDEEZLNTE. AT A T 1IEONT
RIS T AT AV ERIGLTTF T U Y
VBERICEREIND Z ERRESRTEY, £
DO¥EIL, ~7nu 77 FORIESG LTS T L
TE REEVATAUBINTHZ EI2E D 2.
RFAETG AT U], B avwA Ty A5 R OKF
AR UbEBEOT VT REEETHZ &0
5, AVT~A U1 EREOFT YY) VU ihE
EA~OBEBLIEPHER S NT-. KERENEEIL,
ZOEBORRENRBAIC Lo TEB L &
DERRERTHL EEZ LN, AVT 7% FH
NZOWTIXEFM KRN R Toh 528, M
SHHEFBICB O TR EENBL &0 ) #iis
D, FFIBIZ 31T 2 B OB G2 R S 1T
Wo 3,

7\ AT ARG FRFIRIZ 30 TEE R LK
Motz F7-, aAfa~wA T A5, XAAE T~
A, AECTAT T FRZ Ay lo
WA AL OEIEIIIC B W T H BN 56~
T6% ERRENMEE ooz, bbb~ Y v s
AZDEEIT/NE <, FHRIZEIN L 723556 D ElIR
(v M)y 7 AORERZMIE LZEIER) 1ZR
HCholoZ En (3 3-1~3-3), ABHIAEAEE
8 % TN 4% 00 T s AT A o 7 (3l A A L ek
PLEEbDEEZ L.

F v B U CIREE D B A 2 8
LTWeds, v Y w7 ZAOEBIT/NENT L
5, FEIIAATHY S LR MFNnETHD.

1) Kim,Y. H., Heinze, T. M., Beger, R., Pothuluri,
J. V., Cerniglia, C. E. A kinetic study on the

degradation of erythromycin A in aqueous

solution. Int. J. Pharm., 2004, 271, 63-76.

2)  Mourier, P., Brun, A. Study of the metabolism of
spiramycin in pig liver. J. Chromatogr. B, 1997,
704, 197-205.

3)  KRARHE, /kiE. LC-MS/MS AT & % &E
W OB I ERE S — AR BRIE O RS, 1AL
HEBRATAEAR, 2015, 59, 32-39.

D. #&Em

AT TR B R S A (T o Tl AR
P OB — R BRIE O RS R EIC DWW T, R
ILEK 5 L Ebic, e LiziEo Az Kt
L7-.

[1] LC-MS/MS T X 2 BB EEE—F otk
W —FF R EBR L TLC/MS 12 & 5 R o —FFk
BEL (RPEY) | OFREELZ SR L, ffE(t -
R U7z, HeNr U7e J7ikidimm — 2 Bk o fh
HAECHE LR DO —# %2 2D E £ ODS
R =47 AL (50mg) KONPSA 2 =77 2 (30 mg)
ZHRE L7 7 A TR L, LC-MS/MS THlES
HHETHD. WL U7, @ —A
Bk CERA STV D HEATOIR M i E 2 B IS L,
=T LAOFBAIEEK 12012 L. ZhiC X
0, ERERERIAS KR IZAEME L7720 Cidde <, &
e - RIEOMEHESCHITIT N D 2 A N ZHIET
DT LNTE . AROTER, wm— ARk &
MR ERFE—TH Y, ISR RIS 5047
EDOZEFRITA Uiz, MO THEIC
Wb Z N TEDLHIETHD. £z, A
EIXABATLEEEE CITH) 2 LN TE D720, K
FHHYZ ORBES I L HEAENETICL L,
REDONFIDHFEFTE D HETHD.

[2] GC-MS/MS (Z & 2B BERE —FK bk
WA —F akBRiE TGO/MS 1T & % k% o —Fk
Bk (RPEW)) ) OFREEZ SRR L, @ik - R
WL L7z, (BT 2B EZHIRT 5720, HEil
(T B il B & s — AR BRIE O 1/20 12 L
To. WHEEZOEE Cis I =17 KTARML,
TER=RUAIK (9:1) THEHETDHZ LT, K
PR R ET D ENTE . £, —
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BEHD Cis (30mg) =17 L5 OEHIRICHE
fbF MY U NER 2 RA %, B H O Cis(50 mg)
=D T AT D Z LT, EsE MRy A
PRETDHZENTE D, HiTE2EKT 52 L
MNT&EIZ, EHIT, PSA I =07 2EREITH =
& T, BEMAMER YR Cis X =0 7 LKREERCCIEER
STEMTERDPSIZOFEERET DL LENT
x, BOLIITOIENZVELICBNTHL T T
7A MI—AHR I =T AL BRI ARET
otz IEHEIL, GC-MS/MS MEE DR IS,
BRI IR D IRME T R 2 BT 258 O AT
5T & & Lz, —E#HOREREBIEIT B BT E
ERWTITo 72, BLEICX Y, #BRIERR 2 KiEIC
B L7720 Cidze <, RN T U - B
DFEREZHIEST 2 2 LR TE .

ZK, KE, ¥V, E>nAZ9, Tnn
L, WAZ, LU IVRUEEHNT, 151 1k
B % JGUTUINIEE 0.01 ppm TR 4R
BRaiTo 0z, T ORER, KA CIIMmERIED 87%,
ZDOMO A TIE 93%LL ETREAMRHE T A R
T4 O EBEAE T LTz, 723, MIEN IR
EVERT, TEBHO Cis R =87 A TOHAR -
P OBICIRH L, BEMEL 25 EIN A LN
T2y, 2D O SR IMEAE EE RS L 72 LC-MS/MS
Z NI —FONTETHON DR ATRETH D Ao
X, mE A RBRE & SRR —-TH Y,
i =RICER 2 ofrEOZRITAE T v
W, HKEEOESTHEICHWS Z N TE LT
ETHD. MAT, AREREEIT B ERTLIRLEE
TITH 2N TE D720, A ORHRE %
IZ X DEAZENACITL L, AR AT
TEDHHEEEZ LN
[3] LC-MS/MS (2 X 5 ZREBMAEERE K
SR

W — R ERTE TLC/MS 1T & 2 B i 125 38 i %
D—FRBRIE (BKPEW) | DR B EEA B L,

DGR 2R I TIE A R SE LT, ARG iriEidm
N —FBRIE T > TR L 7chhitig 2, B Bhal
JLEREE % AT Cis 2 =4 7 A (FEHEAI & 50 mg)
T 2 BRI L, ARy & BRZE L7212, LC-
MS/MS THIET 2 HETH 5. A, FhTiE,
G R OVERLZ W T, 52 6B % *E8CiRn
IR 0.01 ppm T2 MR 217 - 72 K63, £ 8 FI
VL EDALE TREWRM AT A R A O HER
EZ 72 Uiz, ARpHrikidim e —A sk & i
SRR —ToHY, MHRRICERT 200 ED
FEBITAE TNz, BUSEEUE~ OB SHEICH]
WHZENRTES., 72, —HEHORFREMET @
—FREBIEIC A= Th Y, FEHT LR
R OEE O & 2 RIBICHRI T 5 2 &R T
7z, IHIT, HERTAEEEZHWD Z LT,
BRAERFM 2 A C &, /M 4 3 OO BB IR AF
LARVIEE DB N ARETH D Z &b, 4y
Hr ORI WIFCEHHETHS.

E. BrZEsE

1. @R

7L
2. FERR

HH CREE) §E, EEEA, HEACE, BN
B, AT GC-MS/MS % VN 7= fg ok — 55
FRBRVE O i AL D 5 5~ a8 i — 7 sl R IE D R 3
FEOHR~, AARRMEAETRE 119 [BF6E
2 (2023.10.12)

F. FRBEHEOHRE « BEIRG
L
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#1-1 whnEie

BN = YAZ FrAy IF>NAZS
- FHTHEE - FHTHEE o FHTIEE o FHTHEE o FHTHEE
(RSD%) (RSD%) (RSD%) (RSD%) (RSD%)
2-(1-Naphthyl)acetamide 88 3.9 75 3.2 93 5.6 93 35 87 3.5
3-Hydroxycarbofuran 91 1.9 89 7.9 90 5.7 94 4.4 93 4.2
Abamectin 75 10.3 72 11.2 82 9.6 74 8.4 89 7.9
Acephate 95 2.6 82 31 91 6.2 93 2.3 78 2.4
Acetamiprid 93 2.1 63 3.2 85 7.0 93 2.0 85 2.9
Aldicarb 102 7.9 74 8.7 77 5.5 86 9.4 81 9.6
Aldicarb sulfoxide 91 2.6 85 2.0 91 3.1 94 4.2 89 4.3
Aldoxycarb 89 6.5 84 9.0 95 6.3 98 33 87 4.5
Ametryn 90 4.5 90 8.3 85 7.1 99 2.4 84 5.3
Anilofos 82 5.0 80 7.2 86 12.1 93 5.5 87 9.2
Atrazine 98 4.6 81 2.3 86 6.8 98 4.5 94 7.3
Azamethiphos 89 6.2 58 5.1 92 7.2 95 2.7 86 2.8
Azinphos methyl 94 3.9 50 2.9 88 2.0 67 3.2 86 6.2
Azoxystrobin 83 4.0 71 3.8 85 8.5 89 5.1 7 5.5
Bendiocarb 94 4.4 102 1.8 88 5.8 102 2.2 82 3.9
Benzofenap 89 2.4 85 15.7 83 6.7 94 4.4 68 6.6
Bitertanol 88 6.6 68 5.0 7 8.1 81 8.4 58 5.4
Boscalid 86 2.1 39 7.8 85 10.6 77 5.5 79 6.9
Bromacil 92 4.9 46 1.4 80 2.5 59 1.9 74 3.5
Butafenacil 87 5.1 7 9.6 85 14.9 88 3.2 80 8.3
Butamifos 88 6.9 87 4.2 81 4.7 85 2.6 74 5.3
Cafenstrole 81 6.4 71 5.9 84 8.1 82 2.7 70 6.2
Carbaryl 90 7.5 100 6.1 97 2.5 99 2.1 85 4.0
Carbendazim 91 31 73 8.8 - - 82 4.9 83 5.7
Carbofuran 112 5.2 88 7.6 87 5.6 98 5.0 120 6.1
Carboxin 83 6.0 71 31 78 4.5 60 4.0 54 6.5
Carpropamid 99 31 66 6.7 83 12.3 87 2.1 78 7.4
Chlorfluazuron 83 8.1 46 8.1 75 9.4 75 6.5 57 6.5
Chloridazon 92 2.5 74 5.9 101 3.8 92 4.8 89 3.0
Chloroxuron 93 7.5 7 8.7 86 10.7 93 3.0 79 6.7
Chromafenozide 87 4.2 76 6.9 83 3.8 86 4.7 82 5.8
Clofencet 41 6.7 61 2.3 65 9.6 76 7.1 74 7.2
Clofentezine 90 5.9 81 8.6 80 5.7 83 6.4 71 6.8
Clomeprop 90 9.4 76 12.5 81 13.7 85 3.6 59 4.2
Cloquintocet mexyl 86 9.1 87 14.7 98 13.9 92 6.7 83 7.9
Clothianidin 94 2.9 35 5.3 92 1.4 61 2.9 75 5.4
Coumaphos 87 1.8 85 6.1 79 10.5 88 6.4 82 9.8
Cumyluron 85 6.7 73 7.0 86 8.2 86 4.9 72 4.7
Cyanazine 88 7.2 18 5.7 88 5.7 87 35 79 7.1
Cyazofamid 91 5.2 57 4.7 84 4.7 80 41 78 4.6
Cyflufenamid 84 3.9 83 12.2 85 4.6 89 4.9 79 4.1
Cymoxanil 93 5.4 64 4.1 89 7.5 87 5.3 55 5.7
Cyproconazole 80 5.0 35 3.3 86 5.5 75 5.0 64 2.7
Cyprodinil 89 5.3 84 8.8 — — 87 4.0 83 10.8
Daimuron 86 5.1 75 10.2 89 10.8 90 5.0 83 5.3
Demeton-S-methyl sulfoxide 97 3.9 89 9.6 91 9.7 100 4.7 96 3.1
Dicrotophos 90 3.6 101 13.6 107 7.5 100 8.1 99 10.3
Difenoconazole 92 5.2 71 6.2 85 5.5 86 2.9 53 6.7
Diflubenzuron 84 7.9 46 12.9 83 6.0 72 1.2 72 5.0
Dimethirimol 89 5.8 65 2.3 7 8.5 7 6.5 81 9.2
Dimethoate 99 2.6 81 6.7 87 4.7 90 4.7 90 2.2
Dimethomorph (E, Z) 87 3.6 74 7.2 89 4.9 84 31 78 6.9
Dinotefuran - - 82 2.7 89 7.6 92 2.3 84 1.8
Diuron 7 4.2 87 6.8 100 5.6 92 5.1 92 5.7
Emamectin Bla 30 14.7 52 13.5 74 13.6 76 18.1 87 8.4
Epoxiconazole 90 7.7 86 3.6 93 14.4 93 4.9 88 8.3
Ethiofencarb 85 7.3 74 31 83 5.3 74 4.5 70 2.0
Ethiprole 94 14.5 51 21.3 89 19.9 84 9.3 90 8.7
Etobenzanid 86 55 62 8.2 77 13.6 78 4.9 64 4.0
Etoxazole 93 4.6 82 7.7 91 6.8 99 5.8 90 3.9
Fenamidone 85 9.7 49 7.2 88 4.6 85 3.0 85 9.1
Fenamiphos 89 7.1 82 7.5 94 8.8 87 5.8 81 3.4
Fenbuconazole 88 5.3 54 7.6 81 5.8 81 2.7 74 6.9
Fenobucarb 91 4.5 87 7.1 89 6.6 96 4.5 86 3.2
Fenoxaprop ethyl 94 7.3 94 8.5 80 9.9 88 3.8 73 5.4
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#F1-1  (o3%)

BN = YAZ FrAy IF>NAZS
- FHTHEE - FHTHEE o FHTIEE o FHTHEE o FHTHEE
(RSD%) (RSD%) (RSD%) (RSD%) (RSD%)

Fenoxycarb 87 4.8 53 7.5 82 9.8 90 7.1 76 6.6
Fenpyroximate E 92 2.9 71 3.2 79 5.6 81 7.3 66 6.3
Fenpyroximate Z 84 3.6 60 4.2 83 4.4 80 4.6 74 3.1

Fensulfothion 84 4.7 70 2.6 84 9.9 84 4.4 78 7.6
Ferimzone E 89 1.7 75 9.0 86 5.3 88 4.9 84 4.8
Fipronil 61 10.1 168 11.8 97 9.9 101 10.5 120 12.0
Flonicamid 93 4.1 7 7.0 95 6.5 40 3.4 85 2.6
Fluacrypyrim 84 7.0 92 5.8 86 5.9 92 2.6 68 6.4
Fluazifop-butyl 102 4.6 81 4.0 88 6.2 76 6.5 78 7.8
Fluazinam 89 215 218 12.8 104 8.6 31 5.4 146 22.2
Fludioxonil 94 13.3 74 11.7 85 8.4 88 3.4 73 11.7
Flufenacet 89 6.7 71 8.7 87 7.9 86 4.5 78 4.4
Fluridone 91 3.4 67 10.5 87 6.7 91 2.9 85 3.0
Flusilazole 91 6.6 54 7.4 96 6.9 70 2.6 72 4.0
Flutolanil 84 6.5 71 4.7 93 10.3 82 2.6 79 5.0
Fosthiazate 87 4.1 76 10.0 91 4.8 98 6.4 83 6.5
Furametpyr 88 6.8 71 1.5 87 9.0 83 4.6 81 6.9
Furathiocarb 56 6.9 65 18.7 83 16.2 75 5.2 22 15.4
Hexaconazole 89 4.9 43 9.3 71 4.2 79 2.7 61 7.4
Hexazinone 90 4.3 76 3.8 84 3.8 88 33 83 3.9
Hexythiazox 93 5.1 56 13.4 71 8.5 70 2.4 48 3.8
Imazalil 108 4.8 82 11.1 84 9.5 65 1.7 60 10.2
Imazamethabenz methyl 92 5.6 74 1.9 80 8.5 88 4.4 83 1.9
Imibenconazole 80 7.3 7 6.7 86 13.4 84 2.4 44 9.9
Imidacloprid 89 2.6 49 33 103 3.7 98 4.8 93 5.3
Indanofan 84 9.6 54 9.4 86 5.0 85 9.6 82 7.4
Indoxacarb 87 3.5 71 6.3 90 9.4 83 9.9 70 6.2
Iprobenfos 97 6.6 103 6.6 92 8.7 104 2.4 86 2.9
Iprovalicarb 90 8.9 78 5.1 88 11.3 88 5.0 82 4.8
Isoprocarb 87 4.6 104 10.3 89 8.9 100 3.0 94 12.1
Isoprothiolane 90 7.6 85 12.5 86 6.7 86 2.7 85 6.7
Isoxaflutole 71 3.4 64 7.5 83 5.2 87 5.3 75 5.6
Isoxathion oxon 34 21.4 36 17.2 79 10.5 66 10.4 48 8.3
Lactofen 83 5.0 73 11.5 87 12.7 76 3.8 52 8.5
Lenacil 84 55 26 6.1 78 5.8 75 4.0 68 3.3
Linuron 92 5.3 73 4.8 82 6.5 85 4.0 83 4.6
Lufenuron 84 14.8 46 18.0 67 22.4 65 16.9 72 30.2
Mandipropamid 93 10.3 88 0.7 76 7.4 93 9.5 — —

Mefenacet 91 5.4 74 10.9 79 6.0 83 5.3 83 4.8
Mepanipyrim 91 6.8 82 11.1 89 7.5 91 7.6 84 5.5
Metalaxy! 93 4.7 73 6.7 91 8.0 87 3.9 80 4.0
Metconazole 83 4.3 58 8.6 79 8.8 86 35 64 4.8
Methabenzthiazuron 91 4.6 62 7.2 87 3.0 87 2.6 79 6.8
Methamidophos 94 2.8 74 2.4 94 2.7 63 2.4 73 1.2
Methidathion 85 3.0 71 12.8 81 9.9 88 6.6 86 9.8
Methiocarb 86 8.0 65 9.8 82 6.5 83 3.4 73 6.3
Methoxyfenozide 85 8.5 60 4.5 83 9.1 85 4.2 78 2.9
Methyl demeton 101 5.0 59 5.8 89 2.9 84 5.1 78 11.4
Mevinphos 98 2.7 89 7.9 100 5.0 93 5.3 100 6.3
Monocrotophos 94 7.9 91 8.2 109 18.6 92 5.9 108 8.2

Monolinuron 87 5.4 81 4.8 87 6.7 88 3.4 83 1.9
Myclobutanil 89 2.9 45 6.9 80 9.5 7 5.3 85 8.2

Naproanilide 89 7.0 44 7.0 87 5.3 86 5.5 73 4.4
Napropamide 86 3.3 81 8.7 90 129 92 5.2 83 4.7
Nitenpyram 95 6.1 87 7.7 95 4.5 87 2.4 86 5.7
Norflurazon 87 5.6 69 10.3 83 3.4 80 6.4 80 2.8
Novaluron 96 6.3 79 7.9 89 7.4 85 5.6 74 5.2

Omethoate 92 2.4 82 2.9 91 4.5 93 25 83 3.0
Oryzalin 92 28.1 56 17.4 93 14.0 78 8.9 72 14.4
Oxadixyl 93 3.5 86 3.7 91 5.3 93 6.5 99 5.0
Oxamyl 92 5.7 81 2.1 91 4.6 90 3.7 92 3.9
Oxaziclomefone 95 5.0 88 8.0 82 10.0 95 4.0 76 5.3
Paclobutrazol 86 5.6 46 7.3 83 4.6 78 3.6 78 3.6
Penconazole 84 5.6 38 4.5 81 7.1 86 4.6 85 5.5
Pencycuron 89 4.5 83 4.8 84 5.5 88 6.9 74 3.9
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#F1-1  (o3%)

LK x= YAZ Foy IEF>NAZD
e BHTRE - BHTHSE e BHTHSEE . BHTREEE - BHTRE
(RSD%) (RSD%) (RSD%) (RSD%) (RSD%)

Pentoxazone 75 9.0 85 30.5 86 8.7 99 12.3 74 11.5
Phenmedipham 89 3.8 55 4.9 81 7.9 82 3.3 53 4.4
Phosphamidon 90 3.9 75 3.6 85 7.8 99 3.6 90 5.3
Phoxim 83 6.1 89 8.9 85 4.8 81 3.1 76 5.9
Pirimicarb 87 5.6 80 13.9 85 9.5 83 1.9 77 4.0
Pretilachlor 92 7.4 86 5.6 88 4.8 99 4.4 85 9.8
Prochloraz 85 3.6 83 3.7 75 12.4 88 4.0 75 8.1
Profenofos 97 35 82 2.9 7 8.2 98 2.5 56 6.9
Prometryn 92 1.9 89 6.0 90 4.1 85 8.7 88 4.1
Propamocarb 78 4.7 71 7.9 94 4.3 90 3.2 91 5.5
Propaquizafop 57 6.7 91 6.3 85 7.0 81 6.9 65 3.7
Propetamphos 92 14.1 7 12.0 84 11.7 88 5.3 86 13.4
Propiconazole 81 8.6 60 5.1 80 9.9 85 5.8 80 5.9
Propoxur 90 7.5 72 4.5 87 4.9 73 4.4 83 2.9
Pyraclonil 86 9.2 71 7.3 90 3.9 83 5.3 83 5.4
Pyraclostrobin 89 8.3 91 5.9 97 5.7 93 3.0 78 3.2
Pyrazolynate 86 8.6 79 7.1 94 5.8 79 10.3 54 6.7
Pyridaben 75 2.4 61 5.4 88 13.6 86 3.3 78 6.7
Pyriftalid 91 4.3 71 6.2 85 8.2 79 6.5 86 6.6
Pyrimethanil 86 8.2 134 18.5 91 4.5 94 4.2 98 7.6
Pyroquilon 91 5.7 95 5.4 102 8.6 98 4.6 83 4.6
Quinalphos 96* 11.0 84 7.3 89 7.6 87 4.3 82 6.1
Quinoclamine 87 3.2 35 1.7 85 2.7 73 3.6 44 1.5
Quizalofop ethyl 81 4.8 80 35 91 2.9 84 4.4 65 2.1
Sethoxydim 1 90 4.1 38 12.9 58 8.4 64 4.3 62 7.1
Sethoxydim 2 71 6.5 63 5.7 86 5.5 67 3.3 70 5.9
Silafluofen 56 3.2 43 10.3 64 7.2 63 6.7 37 4.7
Simazine 91 2.0 88 4.2 85 7.7 97 4.3 93 8.3
Simeconazole 88 7.1 55 6.5 87 8.5 88 4.2 84 9.7
Simetryn 89 5.8 69 4.2 87 8.0 83 5.5 79 7.5
Spinosyn A 41 7.3 46 4.3 84 3.6 67 3.4 69 6.5
Spinosyn D 26 14.2 34 7.2 79 5.7 58 3.3 65 6.7
Spirodiclofen 64 7.8 75 8.6 82 17.3 85 4.4 67 4.4
Spiroxamine 14 12.4 27 9.1 90 5.9 57 5.7 71 6.3
TCMTB 11 27.1 20 15.9 89 6.9 64 3.8 0 -

Tebuconazole 82 6.4 44 4.4 83 5.1 81 5.5 70 9.0
Tebufenozide 82 5.0 69 2.3 89 7.3 71 5.0 74 6.6
Tebuthiuron 88 6.9 71 4.4 95 3.8 88 2.9 83 6.3
Teflubenzuron 86 4.5 71 12.5 88 10.0 82 5.4 73 7.8
Tetrachlorvinphos 94 9.7 72 16.1 82 18.0 83 5.3 74 12.7
Tetraconazole 83 6.6 51 8.4 93 4.5 84 5.5 72 10.9
Thiabendazole 94 4.4 67 7.2 87 7.6 91 3.2 87 3.0
Thiacloprid 94 7.4 7 7.0 - - 84 4.8 88 2.8
Thiamethoxam 96 5.8 96 2.2 101 9.2 73 4.4 99 4.6
Thifluzamide 87 12.1 57 18.2 89 12.8 92 8.4 82 7.1
Thiobencarb 90 7.6 92 5.3 87 4.1 89 3.2 91 2.1
Tolfenpyrad 66 5.9 68 2.5 84 12.0 80 4.5 57 5.2
Tralkoxydim 95 7.5 36 6.9 59 4.4 83 8.0 74 31
Triadimefon 84 6.3 46 1.9 81 11.1 78 4.1 74 1.9
Triadimenol 79 5.1 45 6.7 80 4.0 76 3.1 64 2.8
Triazophos 85 9.2 89 6.7 89 3.3 86 7.7 84 6.1
Trichlorfon 81 5.6 39 9.9 90 6.3 78 3.8 15 9.2
Tricyclazole 91 7.3 T4 8.4 87 9.9 93 5.2 86 5.6
Tridemorph 0 — 0 - 70 4.2 15 10.7 22 9.8
Trifloxystrobin 88 9.8 91 10.3 80 4.3 94 4.8 76 9.8
Triflumizole 87 7.4 84 8.6 76 6.1 85 2.3 70 4.8
Triflumizole Metabolite FA-1-1 87 1.3 73 11.0 82 6.1 91 6.9 82 4.7
Triflumuron 85 2.9 58 24.5 79 16.0 92 6.4 74 14.3
Triticonazole 95 6.4 58 8.2 81 4.2 88 1.4 79 8.5
Vamidothion 102 5.5 87 5.2 98 6.9 92 3.6 96 8.2
XMC 88 4.8 94 5.6 90 6.0 98 3.4 92 3.6
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#2-1-1  ZOSPERHmAERAE R (oK, KE, ¥y XY 1Z5NAE D)
K x=2 FrY IZo>NAZS
B5E BHTRE | ENBE a5E BHTRE | ENBE HE | HHTRE | ERBE HE | HHTRE | ERBE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)

Acetochlor 91 5 6 91 6 6 86 3 4 88 3 6
Acrinathrin 94 4 5 80 6 7 89 4 5 90 3 9
Alachlor 91 4 5 92 6 6 85 3 6 85 8 8
Aldrin 86 4 5 57 10 13 83 4 5 83 5 8
Ametryn 72 6 6 73 6 6 68 5 6 71 6 10
Atrazine 79 8 10 7 6 9 70 4 6 70 8 11
Azinphos methyl 104 3 5 104 5 8 91 6 6 93 7 7
Azoxystrobin 86 3 4 82 5 5 83 4 4 82 3 3
a-BHC 87 5 5 84 5 7 86 3 6 88 2 7
B-BHC 89 4 4 84 5 6 84 4 5 85 5 8
y -BHC 90 3 7 88 6 8 86 5 6 91 3 10
6-BHC 93 7 7 89 6 7 87 5 5 90 3 7
Benalaxyl 92 5 6 92 5 5 88 3 3 89 6 8
Benfluralin 91 4 6 81 4 7 86 2 4 87 4 6
Benfuresate 90 5 5 89 6 6 84 4 5 87 4 9
Benoxacor 90 7 7 92 7 7 85 4 5 87 7 8
Bifenox 99 8 8 95 4 7 86 4 5 90 4 10
Bifenthrin 90 3 5 66 8 11 86 6 6 84 4 5
Bromobutide 90 3 4 92 6 7 84 4 5 85 6 8
Bromopropylate 92 3 5 86 5 9 84 6 6 89 8 10
Bupirimate 84 5 5 80 4 5 77 3 5 79 7 9
Buprofezin 86 5 5 76 7 7 81 5 5 82 4 8
Butachlor 90 2 3 85 4 6 86 3 4 87 8 8
Butamifos 96 5 5 89 5 5 87 4 4 89 4 8
Cadusafos 93 5 5 93 7 7 89 4 4 92 6 9
Cafenstrole 69 4 5 98 4 5 88 5 5 91 7 8
Chlordane (c/s) 90 5 5 68 5 9 84 4 5 88 5 6
Chlordane (#rans) 91 5 5 68 7 10 84 4 5 89 3 6
Chlorfenapyr 91 5 7 90 8 8 85 4 5 89 7 12
Chlorfenvinphos 94 3 3 94 3 4 86 3 5 90 3 8
Chlorpropham 95 3 5 93 6 7 91 4 6 92 3 7
Chlorpyrifos 93 5 5 85 4 6 86 5 5 91 3 9
Chlorpyrifos methyl 96 7 7 91 8 8 89 2 5 89 5 8
Chlorthal dimethyl 93 3 5 91 5 6 87 6 6 93 4 10
Clomazone 89 6 6 89 8 8 84 3 7 89 5 8
Cyanazine 47 10 12 46 11 11 50 5 6 40 9 14
Cyfluthrin 95 5 5 84 6 7 88 4 4 90 3 7
Cyhalothrin 90 6 6 80 6 7 88 3 3 87 5 8
Cypermethrin 94 4 4 80 5 7 87 3 3 86 2 3
Cyprodinil 83 3 4 79 5 6 76 4 4 79 3 7
p,p'-DDD 93 4 4 76 6 6 85 5 5 90 3 6
p,p'-DDE 87 4 5 57 8 12 87 2 3 89 4 7
o,p’-DDT 87 7 7 56 4 8 83 4 8 84 4 8
p,p'-DDT 93 5 5 66 5 8 84 5 5 86 5 6
Deltamethrin 90 6 9 78 4 6 83 5 5 80 3 10
Diazinon 89 4 5 86 6 6 85 4 4 87 5 7
Dichloran 89 6 7 88 6 6 84 6 7 86 5 10
Dieldrin 87 8 8 81 9 13 91 11 16 93 5 8
Diflufenican 94 5 5 90 4 6 85 2 2 91 4 6
Dimethametryn 84 1 5 80 6 6 79 4 4 78 4 6
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#2-1-1  (DDOF)
K x=2 FrY IZo>NAZS
BEE |(HHTRE|ERBE| BEE |(HHORBRE | ERABE| BEE |(HTRBE | ERABE| BEE | HITBE | ERABE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)

Dimethenamid 88 6 6 92 6 8 85 3 4 85 8 8
Dimethoate 2 18 144 4 6 44 7 5 71 4 4 57
Dimethylvinphos (£) 93 4 4 92 3 4 86 6 6 88 4 6
Dimethylvinphos (2) 94 4 4 94 5 7 87 4 5 92 5 7
Disulfoton 90 4 4 84 7 7 82 3 5 87 3 8
EPN 99 5 6 91 7 7 87 7 7 84 6 8
Edifenphos 98 5 6 86 5 7 89 6 6 95 3 10
a -Endosulfan 93 7 7 80 7 9 88 4 5 90 6 9
B -Endosulfan 91 4 4 83 6 6 86 2 5 90 4 11
Endrin 92 4 4 7 4 8 84 6 6 89 3 7
Esprocarb 92 6 6 89 9 9 89 5 5 90 6 8
Ethion 93 3 3 84 7 7 87 4 4 88 2 8
Ethoprophos 93 4 4 91 6 7 88 4 5 91 6 6
Etofenprox 92 5 6 72 8 12 —* —* —* 88 5 10
Etoxazole 92 5 6 83 7 8 86 6 6 87 6 6
Fenarimol 78 4 6 76 6 6 77 4 4 7 6 7
Fenitrothion 96 2 3 96 6 6 89 4 5 90 4 6
Fenoxanil 95 3 4 91 4 6 87 5 5 92 3 7
Fenpropathrin 91 7 7 82 7 7 87 5 5 86 5 5
Fenpropimorph 41 6 6 37 8 8 48 4 8 50 6 10
Fenvalerate 94 4 4 80 7 9 87 3 3 87 2 8
Fipronil 92 3 3 91 4 4 89 6 6 92 7 12
Flamprop methyl 91 3 3 91 7 7 86 5 5 90 8 9
Flucythrinate 96 4 4 86 6 7 87 4 4 89 2 8
Fludioxonil 37 6 6 32 15 15 36 8 10 44 28 28
Fluguinconazole 87 3 4 89 4 6 85 5 5 84 7 7
Flutolanil 90 4 4 86 5 5 86 4 4 87 2 8
Fluvalinate 94 5 6 7 7 9 89 3 3 88 3 7
Fosthiazate 83 9 9 82 8 8 80 8 8 79 10 12
Fthalide 98 4 5 97 4 6 88 4 6 94 7 11
Heptachlor 87 5 5 66 5 7 85 4 5 86 7 7
Heptachlor epoxide A 92 3 3 81 8 8 85 3 4 86 2 7
Heptachlor epoxide B 91 4 4 81 7 8 84 5 5 87 6 8
Hexachlorobenzene 76 4 5 50 11 13 82 5 6 85 5 8
Indoxacarb 96 4 4 96 4 7 93 5 5 87 4 5
Iprobenfos 93 5 5 95 7 7 89 3 5 90 3 5
Isofenphos 92 5 7 92 7 7 87 6 6 92 3 9
Isofenphos oxon 91 3 3 89 5 5 87 7 7 91 8 8
Isoprocarb 90 10 10 93 12 13 79 7 11 85 4 8
Isoprothiolane 91 5 5 88 5 6 88 4 6 90 5 8
Isoxathion 97 5 6 93 5 8 89 6 7 94 3 7
Kresoxim methyl 92 6 8 91 6 7 89 6 6 88 6 11
Lenacil 50 9 12 49 16 16 53 7 7 49 14 14
Malathion 86 6 6 94 5 6 90 4 4 91 8 8
Mefenacet 97 3 3 98 5 5 92 8 8 96 9 10
Mefenpyr diethyl 94 3 5 91 4 5 88 3 4 90 6 8
Mepronil 94 3 5 92 5 5 86 4 5 90 4 7
Metalaxyl 84 10 10 85 8 8 78 4 6 82 7 11
Methidathion 97 3 3 99 6 6 91 6 6 91 11 11
Methoxychlor 97 3 3 88 6 8 86 3 4 88 5 10
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#2-1-1  (DDOF)
K x=2 FrY IZo>NAZS

'5E BHTHRE | ENBE '5E BHTHRE | ENBE BEE | HHTRE | ERBE BEE | HHTRE | ERBE

(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)
Metolachlor 91 4 4 94 5 6 87 5 5 88 8 8
Oxadiazon 93 4 4 85 4 6 86 2 4 87 5 8
Oxadixyl 36 15 15 40 13 15 44 3 8 33 7 11
Paclobutrazol 83 5 5 73 9 9 80 5 5 83 8 8
Parathion 94 5 5 92 6 7 87 4 6 90 5 7
Parathion methyl 95 6 7 97 6 6 88 6 7 92 2 7
Penconazole 86 2 4 83 4 4 82 4 5 82 5 6
Pendimethalin 95 3 5 84 5 6 85 5 5 90 4 7
Permethrin 92 7 7 73 7 10 87 4 4 90 3 4
Phenothrin 90 6 6 70 5 10 87 5 5 85 4 7
Phenthoate 109 6 8 110 7 9 93 5 7 98 8 9
Phosalone 100 4 4 98 6 6 88 6 6 96 2 6
Phosmet 94 4 5 97 7 9 89 4 4 91 10 10
Phosphamidon 53 14 15 52 10 13 56 8 8 48 7 11
Piperonyl butoxide 95 3 4 92 5 5 91 6 6 93 3 8
Pirimiphos methyl 88 5 5 83 5 5 81 2 4 85 6 9
Procymidone 91 4 6 7 6 6 85 6 6 88 5 5
Profenofos 96 5 5 92 6 6 89 6 6 91 7 7
Prometryn 79 3 5 78 4 4 75 4 5 76 5 6
Propiconazole 92 3 4 87 4 4 84 5 5 87 5 6
Propoxur 62 10 13 58 12 12 57 11 11 53 10 14
Propyzamide 90 7 7 93 8 8 87 5 6 88 10 13
Prothiofos 94 5 5 74 6 9 86 4 6 89 4 8
Pyraclofos 107 4 4 106 5 8 93 6 6 96 3 5
Pyraflufen ethyl 89 3 4 91 8 8 80 5 5 90 5 5
Pyributicarb 93 7 7 84 7 7 86 3 4 88 5 6
Pyridaben 91 2 2 80 5 7 86 4 4 86 4 9
Pyrimethanil 80 4 6 78 4 4 73 4 8 72 3 7
Pyriminobac methy! (E) 90 3 5 90 6 6 87 5 5 87 3 6
Pyriminobac methyl (2) 90 5 6 88 4 4 85 5 5 87 6 12
Pyriproxyfen 93 4 4 84 8 10 88 4 4 89 10 10
Quinalphos 96 3 3 93 6 6 87 4 5 92 3 8
Quinoxyfen 90 3 4 78 4 7 84 3 3 86 2 8
Quintozene 86 6 6 74 6 9 86 2 5 90 2 6
Silafluofen 89 6 6 57 10 12 85 4 4 83 4 6
Tebufenpyrad 91 4 4 87 5 6 88 5 5 92 5 9
Tefluthrin 90 6 6 76 5 9 86 4 6 89 6 6
Terbufos 90 4 4 84 6 8 87 4 6 89 5 10
Tetrachlorvinphos 97 3 3 95 4 4 89 6 6 93 7 8
Tetradifon 94 3 4 84 4 7 86 3 5 89 3 6
Thenylchlor 94 5 6 93 6 6 86 3 3 87 6 6
Thiobencarb 94 5 5 93 5 6 88 4 5 91 5 8
Tolclofos methyl 95 5 5 94 8 8 —* —* —* 92 7 9
Triadimefon 92 5 5 90 6 8 85 6 6 88 6 12
Triadimenol 78 1 3 —** —** —** 74 3 3 80 8 8
Triallate 87 6 6 79 7 7 87 5 5 88 8 9
Triazophos 103 5 5 97 4 6 91 3 6 94 5 6
Tribuphos 95 6 7 85 8 10 88 5 5 89 8 8
Trifloxystrobin 92 7 7 95 8 9 90 5 5 90 9 10
Trifluralin 90 5 5 82 6 6 85 3 5 85 6 7
Vinclozolin 91 4 5 90 5 6 87 4 5 88 5 8
*BR R
g
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7% 2-1-2  FMMRHMERERAER (L, WAZ, ALy XRN)
[l & AT FLry x®
B5E BHTRE | ENBE a5E BHTRE | ENBE HE | HHTRE | ERBE HE | HHTRE | ERBE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)

Acetochlor 87 6 6 89 3 5 83 4 4 89 2 5
Acrinathrin 87 5 5 —* —* —* 93 5 6 87 4 7
Alachlor 87 5 8 88 4 6 84 4 4 87 3 5
Aldrin 84 5 9 86 7 9 79 6 7 67 8 8
Ametryn 69 3 4 68 5 12 66 4 11 71 6 6
Atrazine 73 5 5 79 5 11 74 4 9 81 4 5
Azinphos methyl 86 5 6 92 3 8 96 5 5 107 4 10
Azoxystrobin 86 3 5 89 3 10 91 3 3 80 6 6
a-BHC 87 3 7 87 3 7 84 4 4 93 4 5
B-BHC 86 3 7 86 5 7 85 5 6 95 6 6
y -BHC 86 3 8 87 5 6 83 5 5 97 4 6
6-BHC 87 3 4 88 4 7 87 4 5 100 3 4
Benalaxyl 88 2 7 92 3 7 89 3 4 92 3 4
Benfluralin 85 3 7 89 4 9 82 5 5 87 5 5
Benfuresate 85 6 6 88 7 8 83 6 6 90 4 7
Benoxacor 87 3 6 88 4 7 82 5 5 81 5 7
Bifenox 85 4 7 89 5 8 85 5 7 96 6 7
Bifenthrin 90 5 7 92 5 9 87 8 8 76 5 5
Bromobutide 85 5 7 86 6 9 82 6 6 90 6 6
Bromopropylate 87 5 6 87 6 8 88 7 7 87 5 6
Bupirimate 81 3 5 82 3 10 80 3 5 81 4 5
Buprofezin 79 6 6 81 3 4 79 5 5 7 6 6
Butachlor 86 6 6 89 6 9 84 7 7 86 9 9
Butamifos 86 3 5 89 2 5 86 6 6 89 2 7
Cadusafos 90 5 7 94 5 9 90 5 7 99 5 5
Cafenstrole 90 5 5 95 2 9 98 6 6 103 3 7
Chlordane (c/s) 83 4 5 86 5 5 81 5 5 78 6 6
Chlordane (#rans) 85 4 6 88 4 4 82 5 5 78 5 6
Chlorfenapyr 94 4 8 91 9 12 86 8 13 89 11 12
Chlorfenvinphos 90 5 6 92 4 11 90 5 7 92 4 5
Chlorpropham 89 1 8 92 3 8 90 3 3 100 4 4
Chlorpyrifos 87 5 9 91 4 7 85 5 5 84 1 5
Chlorpyrifos methyl 88 4 8 89 5 5 89 6 7 92 6 7
Chlorthal dimethyl 87 5 8 88 3 7 85 5 5 88 10 10
Clomazone 88 2 5 90 4 6 81 6 7 92 6 7
Cyanazine 47 3 7 45 4 35 46 7 8 45 10 10
Cyfluthrin 86 3 4 91 3 7 91 2 5 87 5 7
Cyhalothrin 89 4 6 98 7 14 88 3 5 84 6 7
Cypermethrin 85 4 6 —* —* —* 89 4 4 85 4 7
Cyprodinil 78 5 7 80 6 10 77 3 4 79 5 7
p,p'-DDD 86 6 9 87 2 11 85 5 5 87 7 7
p,0'-DDE 86 3 4 87 2 8 81 5 5 72 8 8
o,p’-DDT 83 3 7 87 3 6 78 7 7 70 7 8
p,p'-DDT 88 2 7 89 5 6 82 4 4 78 7 8
Deltamethrin 84 3 6 90 3 6 88 3 4 62 5 9
Diazinon 84 5 7 87 4 9 82 4 5 89 9 9
Dichloran 84 3 6 87 4 8 83 6 6 100 5 5
Dieldrin 85 11 11 89 11 17 84 4 9 82 10 14
Diflufenican 87 2 5 90 3 8 91 4 4 93 4 4
Dimethametryn 79 5 7 81 5 8 79 6 6 79 7 7
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#2-12 (DOF)
[l & AT FLry x®
BEE |(HHTRE|ERBE| BEE |(HHORBRE | ERABE| BEE |(HTRBE | ERABE| BEE | HITBE | ERABE
(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)

Dimethenamid 88 3 8 91 3 8 83 5 5 91 4 7
Dimethoate 6 7 23 4 9 58 4 7 76 4 4 53
Dimethylvinphos (£) 87 3 6 90 2 7 87 4 4 93 3 6
Dimethylvinphos (2) 89 6 7 91 4 10 89 5 5 93 5 7
Disulfoton 72 4 9 90 5 9 89 3 5 83 5 5
EPN 85 5 8 89 6 7 84 6 6 89 8 8
Edifenphos 88 2 6 89 3 6 95 5 7 97 6 7
a -Endosulfan 84 4 7 87 4 8 85 6 7 83 7 7
B -Endosulfan 86 3 6 89 2 6 83 5 5 88 6 6
Endrin 83 5 8 87 4 4 84 4 4 83 6 10
Esprocarb 90 6 9 91 7 9 93 4 6 88 7 9
Ethion 85 4 6 89 4 6 84 4 4 80 4 5
Ethoprophos 90 2 5 93 5 10 86 4 6 102 4 4
Etofenprox 88 4 7 89 5 7 87 3 6 81 5 7
Etoxazole 88 8 8 89 6 8 88 6 7 —* —* —*
Fenarimol 78 5 6 80 3 6 80 5 6 79 3 4
Fenitrothion 87 4 8 89 3 9 85 4 4 97 3 6
Fenoxanil 91 2 4 91 2 6 88 4 4 90 3 4
Fenpropathrin 85 3 6 91 3 8 87 5 5 84 5 5
Fenpropimorph 46 7 7 72 6 10 73 3 3 36 6 9
Fenvalerate 88 3 5 90 3 7 91 4 4 87 3 7
Fipronil 92 5 6 93 8 12 92 7 7 91 5 6
Flamprop methyl 87 4 5 89 4 8 84 3 4 91 4 4
Flucythrinate 89 5 6 94 4 5 94 3 4 88 3 7
Fludioxonil 36 5 9 40 12 14 —* —* —* 34 11 13
Fluguinconazole 84 4 6 89 3 6 86 4 4 88 3 6
Flutolanil 87 3 5 90 3 6 86 7 7 87 6 6
Fluvalinate 89 2 5 93 3 5 94 5 5 85 4 8
Fosthiazate 7 3 6 85 6 12 88 5 8 83 5 8
Fthalide 88 1 5 89 3 7 88 5 5 100 4 5
Heptachlor 84 6 7 88 4 7 84 5 8 73 3 5
Heptachlor epoxide A 86 4 9 86 4 7 81 4 5 80 6 6
Heptachlor epoxide B 87 5 9 87 6 9 80 7 7 83 7 7
Hexachlorobenzene 86 3 7 85 4 5 80 4 4 70 4 4
Indoxacarb 91 3 5 98 3 8 106 3 6 94 4 10
Iprobenfos 88 3 4 91 3 9 92 4 4 101 5 6
Isofenphos 88 5 7 92 4 8 86 6 6 88 3 6
Isofenphos oxon 86 5 7 92 3 11 91 5 6 86 6 6
Isoprocarb 88 8 10 90 4 16 78 9 13 —** —** —**
Isoprothiolane 87 5 9 90 5 9 85 5 5 91 6 6
Isoxathion 88 4 7 92 3 7 93 5 5 98 6 10
Kresoxim methyl 87 8 8 89 5 5 83 4 4 90 6 6
Lenacil 50 7 7 58 6 11 51 7 14 50 9 9
Malathion 90 5 8 93 5 9 88 6 6 93 6 8
Mefenacet 87 5 5 94 3 5 93 4 4 104 5 5
Mefenpyr diethyl 85 3 7 90 5 6 90 4 5 91 6 6
Mepronil 87 5 5 91 4 7 93 4 5 98 4 4
Metalaxy! 79 6 8 86 4 13 81 6 8 84 4 6
Methidathion 88 5 6 92 5 8 88 6 6 103 5 7
Methoxychlor 84 6 6 90 3 5 85 6 6 86 3 3
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#2122 (HO%)
iEnunL & YAZ FLry *x

'5E BHTHRE | ENBE '5E BHTHRE | ENBE BEE | HHTRE | ERBE BEE | HHTRE | ERBE

(%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)
Metolachlor 87 5 8 90 7 9 85 6 7 93 3 6
Oxadiazon 83 3 9 88 2 6 85 3 4 84 8 8
Oxadixyl 39 6 7 43 5 7 39 7 13 31 9 10
Paclobutrazol 78 2 5 85 5 7 83 3 4 80 4 4
Parathion 86 5 7 89 4 7 86 6 6 93 5 7
Parathion methyl 89 3 8 92 3 8 86 6 7 96 6 7
Penconazole 83 3 7 83 6 7 87 5 5 85 3 3
Pendimethalin 85 4 5 89 3 8 80 4 4 84 7 7
Permethrin 88 3 5 92 5 9 88 3 3 84 5 7
Phenothrin 87 4 8 92 3 8 87 7 7 73 8 8
Phenthoate 86 7 7 90 2 9 86 5 7 98 5 15
Phosalone 88 6 6 90 5 8 91 5 5 95 5 7
Phosmet 88 5 5 91 6 9 92 7 7 102 7 7
Phosphamidon 51 4 8 55 4 10 55 6 7 57 10 27
Piperonyl butoxide 89 6 8 94 3 7 92 4 6 91 6 7
Pirimiphos methyl 80 2 8 83 4 10 78 3 3 81 5 6
Procymidone 86 4 5 87 3 7 83 3 5 91 3 5
Profenofos 87 4 6 90 2 9 88 4 4 93 5 6
Prometryn 78 3 5 78 3 8 73 6 6 76 6 7
Propiconazole 86 5 5 88 4 6 90 4 5 85 4 5
Propoxur 55 5 5 59 7 10 50 6 8 61 7 15
Propyzamide 87 4 7 90 7 11 84 5 5 99 5 5
Prothiofos 83 8 11 92 6 12 86 7 7 79 8 8
Pyraclofos 92 5 6 97 3 5 107 4 7 110 3 9
Pyraflufen ethyl 61 9 12 91 4 5 90 5 7 91 6 6
Pyributicarb 87 2 4 91 4 7 85 3 3 85 6 6
Pyridaben 85 4 7 91 2 8 86 4 5 83 5 8
Pyrimethanil 74 2 4 73 2 8 —* —* —* 85 3 5
Pyriminobac methy! (E) 90 4 7 89 4 6 90 5 5 86 6 6
Pyriminobac methyl (2) 88 3 5 90 4 4 85 5 5 86 7 7
Pyriproxyfen 87 3 6 93 6 9 86 6 6 90 5 7
Quinalphos 87 3 6 89 5 7 86 5 5 91 7 7
Quinoxyfen 82 3 6 84 4 7 83 4 4 84 4 5
Quintozene 84 3 8 86 6 8 84 4 4 87 5 5
Silafluofen 87 5 7 88 5 5 87 6 6 78 5 8
Tebufenpyrad 89 6 7 —* —* —* 87 4 4 87 6 6
Tefluthrin 86 5 6 89 5 8 85 5 5 81 6 6
Terbufos 82 5 8 90 6 11 85 4 6 87 5 6
Tetrachlorvinphos 87 7 10 92 5 10 92 4 5 98 4 6
Tetradifon 87 3 5 88 5 7 83 7 7 88 8 8
Thenylchlor 88 4 5 89 3 7 86 3 3 93 8 8
Thiobencarb 90 5 5 91 4 9 87 5 5 92 6 8
Tolclofos methyl 86 8 10 92 6 10 85 5 6 94 7 9
Triadimefon 85 6 7 87 6 10 86 3 5 91 6 8
Triadimenol 76 3 3 80 2 10 81 5 5 72 9 9
Triallate 85 3 8 89 7 9 84 4 5 87 5 6
Triazophos 89 4 6 93 1 8 99 5 6 102 3 7
Tribuphos 89 5 8 91 4 9 85 6 6 86 7 9
Trifloxystrobin 89 8 8 94 6 8 91 6 7 93 9 9
Trifluralin 85 3 7 89 3 8 81 5 5 83 6 6
Vinclozolin 88 4 7 88 5 10 83 4 4 88 6 8
*BR R
g
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%22 B~ b v 2OWE~OZE  (EEAEEERICT T 5~ b v 7 ZFEHEREO E— 7 1
Hib)

KK =] F Yy IEFINAZS | VL & WAZ FLry £
Acetochlor 1.06 1.08 0.99 1.06 1.05 1.03 1.00 1.03
Acrinathrin 1.04 1.05 1.03 1.08 1.02 —* 1.08 1.05
Alachlor 1.07 1.07 1.02 1.07 1.01 1.02 1.02 1.03
Aldrin 1.06 1.02 1.01 1.04 1.06 1.03 0.99 0.99
Ametryn 1.07 1.03 1.01 1.11 1.04 1.03 1.04 1.07
Atrazine 1.16 1.11 1.02 1.08 1.11 1.09 1.08 1.14
Azinphos methyl 1.20 1.18 1.15 1.17 1.09 1.09 1.18 1.26
Azoxystrobin 1.10 1.08 1.04 1.10 1.07 1.04 1.18 1.10
a-BHC 1.03 1.02 1.01 1.05 1.08 1.04 1.01 1.15
B-BHC 1.05 1.08 1.02 1.06 1.07 1.02 1.02 1.17
y -BHC 1.04 1.01 1.00 1.11 1.06 1.01 1.04 1.15
6-BHC 1.05 1.07 0.99 1.09 1.08 1.03 1.02 1.16
Benalaxyl 1.09 1.02 1.01 0.98 1.06 1.07 1.04 1.03
Benfluralin 1.06 1.02 1.00 1.05 1.10 1.04 1.01 1.12
Benfuresate 1.03 1.04 1.02 1.07 1.07 1.06 1.04 1.06
Benoxacor 1.07 1.04 1.01 1.05 1.05 1.01 1.01 1.02
Bifenox 1.14 1.10 1.06 1.11 1.06 1.08 1.07 1.15
Bifenthrin 1.03 1.01 1.00 1.05 1.05 1.01 1.00 1.02
Bromobutide 1.07 1.05 1.00 1.11 1.07 1.01 1.04 1.06
Bromopropylate 1.12 1.05 0.99 1.02 1.08 1.04 1.00 1.11
Bupirimate 1.08 1.03 0.96 1.09 1.03 1.01 1.04 1.10
Buprofezin 1.06 1.03 1.00 1.04 1.10 1.01 1.00 1.03
Butachlor 1.03 0.99 1.03 1.02 1.06 1.04 1.02 1.01
Butamifos 1.09 1.02 1.06 1.06 1.02 1.00 1.06 1.00
Cadusafos 1.10 1.07 1.00 1.06 1.07 1.04 1.04 1.15
Cafenstrole 1.14 1.11 1.08 1.12 1.12 1.13 1.16 1.17
Chlordane (cis) 1.03 1.01 0.98 1.04 1.06 1.03 1.01 0.99
Chlordane (trans) 1.05 1.01 1.00 1.07 1.06 1.05 1.00 1.05
Chlorfenapyr 1.05 1.06 1.00 1.05 1.04 1.08 1.06 1.01
Chlorfenvinphos 1.08 1.04 1.04 1.07 1.10 1.04 1.06 1.09
Chlorpropham 1.11 1.08 1.09 1.13 1.09 1.11 1.11 1.21
Chlorpyrifos 1.09 1.04 1.01 1.05 1.08 1.06 1.04 1.11
Chlorpyrifos methyl 1.05 1.08 1.01 1.09 1.08 1.05 1.07 1.08
Chlorthal dimethyl 1.06 1.06 1.00 1.09 1.08 1.03 1.02 1.06
Clomazone 1.05 1.05 1.03 1.08 1.07 1.02 1.03 1.07
Cyanazine 1.10 1.08 1.00 1.04 1.09 1.06 1.09 1.12
Cyfluthrin 1.09 1.04 1.04 1.04 1.08 1.05 1.06 1.06
Cyhalothrin 1.06 1.03 1.01 1.03 1.07 1.05 1.05 1.00
Cypermethrin 1.07 1.08 1.03 1.07 1.07 —* 1.08 1.04
Cyprodinil 1.05 1.03 1.01 1.06 1.11 1.05 1.05 1.07
p,p'-DDD 1.10 1.04 1.07 1.09 1.14 1.03 1.03 1.09
p,p'-DDE 1.04 1.01 1.02 1.06 1.06 1.07 1.05 1.02
o,p’-DDT 1.04 0.94 0.98 1.04 1.04 1.02 1.00 0.95
p,p'-DDT 1.03 1.04 1.05 1.06 1.04 1.08 1.00 1.07
Deltamethrin 1.01 1.04 0.99 0.92 1.05 1.03 1.08 0.72
Diazinon 1.06 1.02 1.02 1.09 1.09 1.04 1.03 1.08
Dichloran 1.10 1.12 1.07 1.12 1.10 1.09 1.08 1.33
Dieldrin 1.04 1.07 0.99 1.06 1.03 1.01 0.91 1.07
Diflufenican 1.12 1.06 1.05 1.08 1.10 1.05 1.10 1.10
Dimethametryn 1.12 1.06 1.01 1.07 1.08 1.01 1.02 1.08
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#22 (93%)

K g Fr Y EF2NAZS | VL & WAZ FLoy *®
Dimethenamid 1.08 1.10 1.00 1.04 1.06 1.01 1.00 1.09
Dimethoate 1.11 1.11 1.08 1.11 1.08 1.08 1.06 1.22
Dimethylvinphos (£) 1.08 1.09 1.02 1.14 1.08 1.05 1.09 1.05
Dimethylvinphos (2) 1.10 1.12 1.02 1.09 1.09 1.05 1.05 1.11
Disulfoton 1.04 1.06 1.02 1.06 1.13 1.07 1.07 1.14
EPN 1.09 1.03 1.07 1.01 1.05 1.02 0.98 1.07
Edifenphos 1.14 1.13 1.05 1.10 1.12 1.04 1.12 1.10
a -Endosulfan 1.10 1.03 0.95 1.02 1.07 1.03 1.02 1.09
B -Endosulfan 1.03 1.00 1.00 1.07 1.08 1.02 1.00 1.04
Endrin 1.05 1.01 1.03 1.04 1.04 1.00 1.06 1.06
Esprocarb 1.10 1.10 1.00 1.09 1.06 1.03 1.07 1.06
Ethion 1.08 1.01 1.01 1.08 1.08 1.08 1.01 1.05
Ethoprophos 1.09 1.06 1.00 1.07 1.10 1.04 1.03 1.18
Etofenprox 1.07 1.03 —* 1.06 1.09 1.04 1.07 1.06
Etoxazole 1.08 1.03 0.99 1.11 1.10 1.08 1.06 1.10
Fenarimol 1.07 1.02 1.02 1.05 1.08 1.02 1.07 1.07
Fenitrothion 1.10 1.09 1.03 1.10 1.08 1.07 1.08 1.14
Fenoxanil 1.07 1.07 1.02 1.07 1.07 1.07 1.05 1.07
Fenpropathrin 1.08 1.04 1.03 1.05 1.04 1.06 1.02 1.03
Fenpropimorph 1.02 0.99 1.01 1.01 1.08 1.02 1.00 1.05
Fenvalerate 1.10 1.07 1.05 1.06 1.08 1.03 1.09 1.05
Fipronil 1.08 1.07 0.99 1.09 1.10 1.04 1.06 1.10
Flamprop methyl 1.05 1.01 1.00 1.05 1.06 1.04 1.02 1.02
Flucythrinate 1.10 1.06 1.01 1.08 1.06 1.08 1.13 1.08
Fludioxonil 1.14 1.12 1.07 1.11 1.09 1.07 —* 1.15
Fluguinconazole 1.04 1.07 1.01 1.04 1.07 1.05 1.10 1.07
Flutolanil 1.09 1.02 1.02 1.10 1.07 1.04 1.06 1.09
Fluvalinate 1.10 1.08 1.04 1.06 1.10 1.07 1.09 1.05
Fosthiazate 1.20 1.16 1.09 1.15 1.10 1.08 1.19 1.16
Fthalide 1.11 1.10 1.06 1.09 1.06 1.06 1.04 1.15
Heptachlor 1.05 1.01 1.01 1.05 1.10 1.02 1.02 1.06
Heptachlor epoxide A 1.06 1.00 0.99 1.07 1.06 1.06 1.04 1.05
Heptachlor epoxide B 1.03 1.02 1.03 1.03 1.05 1.02 1.00 1.04
Hexachlorobenzene 1.09 1.05 1.03 1.09 1.04 1.05 1.04 1.13
Indoxacarb 1.15 1.11 1.11 1.06 1.10 1.11 1.19 1.14
Iprobenfos 1.09 1.08 1.06 1.12 1.09 1.07 1.05 1.21
Isofenphos 1.05 1.06 1.03 1.06 1.04 1.08 1.04 1.05
Isofenphos oxon 1.13 1.15 1.04 1.11 1.10 1.03 1.07 1.10
Isoprocarb 1.18 1.15 0.98 1.02 1.09 1.03 0.96 —**
Isoprothiolane 1.06 1.03 1.04 1.07 1.07 1.02 1.03 1.05
Isoxathion 1.14 1.10 1.09 1.12 1.10 1.07 1.18 1.19
Kresoxim methyl 1.10 0.98 1.00 1.04 1.01 1.02 1.03 1.02
Lenacil 1.11 1.09 1.06 1.12 1.11 1.08 1.09 1.14
Malathion 1.14 1.06 1.02 1.07 1.07 1.06 1.03 1.06
Mefenacet 1.18 1.11 1.06 1.11 1.10 1.11 1.09 1.22
Mefenpyr diethyl 1.05 1.03 1.04 1.08 1.08 1.09 1.08 1.02
Mepronil 1.12 1.09 1.01 1.11 1.10 1.08 1.13 1.15
Metalaxyl 1.10 1.06 0.99 1.08 1.08 1.06 1.01 1.11
Methidathion 1.14 1.11 1.08 1.14 1.08 1.07 1.08 1.16
Methoxychlor 1.11 1.06 1.01 1.04 1.07 1.08 1.02 1.09
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#22 (93%)

K 1= F Y ES5NAZS | EhunL & WAZ FLry x®
Metolachlor 1.07 1.06 1.00 1.04 1.07 1.04 0.97 1.08
Oxadiazon 1.07 1.01 1.03 1.03 1.03 1.03 1.08 0.99
Oxadixyl 1.08 1.13 0.99 1.07 1.07 1.02 1.04 1.06
Paclobutrazol 1.10 1.07 1.03 1.03 1.08 1.03 1.04 1.07
Parathion 1.05 1.00 1.04 1.09 1.07 1.02 1.02 1.02
Parathion methyl 1.14 1.10 1.05 1.08 1.10 1.07 1.08 1.11
Penconazole 1.09 1.02 0.99 1.04 1.07 1.04 1.08 1.06
Pendimethalin 1.09 1.03 1.06 1.08 1.05 1.00 1.02 1.06
Permethrin 1.09 1.06 1.02 1.08 1.10 1.05 1.09 1.14
Phenothrin 1.07 1.01 1.03 1.06 1.08 1.08 1.05 0.94
Phenthoate 1.25 1.19 1.05 1.12 1.11 1.04 1.07 1.11
Phosalone 1.10 1.09 1.05 1.08 1.08 1.05 1.12 1.14
Phosmet 1.18 1.05 1.07 1.08 1.10 1.09 1.14 1.16
Phosphamidon 1.13 1.15 1.06 1.11 1.07 1.06 1.13 1.14
Piperonyl butoxide 1.12 1.10 1.08 1.13 1.09 1.04 1.08 1.10
Pirimiphos methyl 1.06 1.06 1.02 1.08 1.07 1.04 1.02 0.99
Procymidone 1.04 0.88 1.01 1.09 1.04 1.00 1.05 1.09
Profenofos 1.12 1.06 1.02 1.09 1.06 1.03 1.06 1.09
Prometryn 1.09 1.02 1.01 1.12 1.07 0.99 1.07 0.98
Propiconazole 1.09 1.06 1.01 1.09 1.07 1.05 1.07 1.09
Propoxur 1.19 1.18 1.06 1.16 1.12 1.09 1.06 1.32
Propyzamide 1.12 1.12 1.02 1.10 1.07 1.06 1.03 1.17
Prothiofos 1.13 1.06 0.98 1.01 1.09 1.07 1.03 1.07
Pyraclofos 1.20 1.19 1.11 1.19 1.09 1.14 1.18 1.30
Pyraflufen ethyl 1.12 1.07 1.03 1.14 1.08 1.08 1.08 1.06
Pyributicarb 1.03 1.05 1.02 1.03 1.07 1.05 1.07 1.07
Pyridaben 1.06 1.04 1.00 1.00 1.05 1.03 1.04 0.99
Pyrimethanil 1.13 1.14 1.07 1.14 1.12 1.07 —* 1.24
Pyriminobac methyl (E) 1.06 1.02 1.03 1.07 1.07 1.05 1.07 1.05
Pyriminobac methyl (2) 1.06 1.01 1.00 1.05 1.08 1.05 1.05 1.02
Pyriproxyfen 1.10 1.06 1.02 1.07 1.11 1.06 1.04 1.11
Quinalphos 1.08 1.08 1.04 1.08 1.08 1.06 1.06 1.07
Quinoxyfen 1.08 1.02 1.06 1.07 1.06 1.03 1.08 1.09
Quintozene 1.05 1.04 1.03 1.08 1.09 1.04 1.03 1.14
Silafluofen 1.08 1.02 1.03 1.05 1.11 1.02 1.07 1.07
Tebufenpyrad 1.07 0.98 1.06 1.14 1.07 —* 1.06 1.04
Tefluthrin 1.01 0.99 1.00 1.07 1.04 1.01 1.03 1.09
Terbufos 1.06 1.04 1.01 1.08 1.08 1.04 1.07 1.07
Tetrachlorvinphos 1.17 1.08 1.03 1.10 1.09 1.08 1.06 1.14
Tetradifon 1.04 1.01 1.01 1.03 1.04 1.04 1.04 1.11
Thenylchlor 1.07 1.06 1.03 1.03 1.06 1.03 1.04 1.04
Thiobencarb 1.05 1.07 1.05 1.13 1.13 1.06 1.06 1.07
Tolclofos methyl 1.13 1.06 —* 1.05 1.08 1.04 1.01 1.15
Triadimefon 1.12 1.05 1.01 1.08 1.07 1.04 1.03 1.10
Triadimenol 1.11 —** 1.04 1.10 1.10 1.09 1.10 1.05
Triallate 1.05 1.06 0.99 1.01 1.09 1.03 1.03 1.10
Triazophos 1.19 1.12 1.10 1.16 1.09 1.08 1.18 1.24
Tribuphos 1.06 1.11 1.01 1.09 1.09 1.08 1.05 1.11
Trifloxystrobin 1.10 1.04 0.99 1.07 1.06 1.07 1.05 1.11
Trifluralin 1.06 1.02 1.00 1.04 1.06 1.01 0.99 1.11
Vinclozolin 1.06 1.06 0.99 1.09 1.08 1.04 1.05 1.03
SRR TE
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23 UMFHERBRICB O TR L2 TORMN THEENMED - T2 23R & Z D logPoy

B log Py,
Oxadixyl 0.7
Dimethoate 0.8
Phosphamidon 0.8
Propoxur 1.6
Lenacil 1.7
Cyanazine 2.1
Fludioxonil 4.1

# 2-4  ZESPERHEEERIC B W TR E DB EEE DMK > TR FE & Z D logPow

B @) @) log Poy,
Heptachlor 66 89 5.4
Hexachlorobenzene 50 82 5.7
Chlordane (trans) 68 94 5.9
Chlordane (cis) 68 94 6.2
Bifenthrin 66 100 >6.0
o,p'-DDT 56 92 6.8
p,p'-DDT 66 89 6.9
p,p'-DDE 57 95 7.0
Silafluofen 57 89 8.2

O 4 M RBRICB T 2 E5E (%)
Q@RI IR L7358 oI ER (%)
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PUEHR
#EF20.0 g EVERD
PO TBHIT10.0 g ZK135.00 g2 E0ERY . /K20 mLA N2 T304 &

7 hr=rIL (1[E] H50 mL, 2[5 H20 mL) Z12 CTRES T A X%, 5| A
TE =RV ANZTI00 mLICER GlHik)

C18 (30 mg) K5y

C18 (50 mg) L

(a) C18 (30 mg)® FIZ/ AL UCIS (50 mg)%idifs"

(b) K mLZ2E %, 7= /K (9:1) 0.6 mLCIEH

(c) /ANDB10 wvY%HE b T R D AFE#R25 mLA1E A
(O)YDEE R ZEAIRL , C18 (50 mg)lZ & fir)

(d) /ANBAKE mLEEAL, C18 (50 mg)a i

(e) C18 (30 mg)ZH &k

(f) C18 (50 mg)&ZE /=it [ CHIME

PSA (30 mg) i

(®) C18 (50 mg)?® FIZPSA (30 mg) % ik

(h) 7R /~FHP (15:85) 1 mLCTiEH

() 7ER /T (15:85) Tl mLICER
GC-MS/MSHI7E>

DB Cay 7 va=r s
DA N ORHE - T CIER A%, TN TN T R/~ (15:85) 0255 T80.5 mLICH
3)APCLE (¥ V¥ —H A EH)

2-1 FRITEORE
RO A B AL E 2 VT T 2.
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@ — HIEHENEY o

by E\/Z/\
JOy FHRESD + A % * &
-
Y7
TERFZFUN/K PUVY 7
9:1) 7
C18 (30 mg: —E&H)
M/ X
- l@\
-
10 w/v%EiEK C18 (50 mg: —ExH)
- £ 4
L
ERAR
C18 (50 mg: —E&
B)
/N
@ —
@y
-
T/ ~FY
(15 : 85)
C18 (50 mg : —E&H)
"* PSA (30 mg)
HBREE—

2-2  AEETAEELEE I & 2
®O: X1 (@ ~ @
@: K1 (e ~ @
B: K1 (@ ~ 0
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100

80

(2]
o

Recovery (%)

I
o

20

010203040506 1010203040506 1|0.10203040506 1|0.10203040506 1
Acetonitrile/Water (8:2) Acetonitrile/Water (9:1) Acetonitrile/Water (19:1) Acetonitrile

2-3  ODS X =77 L0 b ORI/ IE & & silafluofen D[RILEE* (%)
< KU w7 ZIEFIE T TORIYE
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(a)

2,000,000,000
1,500,000,000
1,000,000,000

500,000,000

0 4

X 2-4 KEDOTZ0

(b)

2,000,000,000
1,500,000,000
1,000,000,000

500,000,000

04

REBIRIERO TIC 7 o~ 7T L*
KEMMHERICEEEZRINL, K1 (CsI=hTF L5 (—BH) O ORHEEL OEBREZHR) (oKt
> TR &
Cs2=HhT7 A5 (—BH) »OORHEBL NAE () 78 bh=rJ /1 06mL, (b) 7EF=FV
UK (19:1) 0.6mL, (¢) 7 h=hkVU//k (9:1) 0.6mL

*GC- (EI) MS. A3 #ilfH m/z 40-500

(c)

2,000,000,000

1,500,000,000

1,000,000,000

500,000,000

0 4




100 ~

80 A
S
E 60 - =10 wiv%
% 5 w/iv9%
é =0 w/v%
40 -
20 -
0 .

Cyanazine Dimethoate Lenacil Oxadixyl  Phosphamidon  Propoxur

B 2-5-1 Cig (50 mg) 76 DEEHIEOHRUITH VDT B Y U AEERE (0 w/vY%. 5wiv%, 10
wiv%) & EIEOEINEE (%)

1Z95 NAZ ) HIKICERZ RN L, X1 Ii> CREEFIKZFIFL L=, 72720, b b Y 7 A%
OB 0 W%, 5 W% BTN 10 wv% & L, PSA R =7 71 A K 2 RERUTAR L7,

100 H
80 A
<
1; 60 A 10 w/v%
% "5 w/i%
8 u0 w/v%
X 40 -
20 A
0 .

p,p'-DDE Fluvalinate Permethrin

B 2-5-2 Cis (50mg) 76 DIEHIEDOAFUZHNLHLT B U 7 AVEKERE (0 whv%., 5wiv%., 10
wiv%) & RFEDBEIER (%)

1Z9 NAZ D KIS EBRZ RN L, X 10> CREEFIKZFIFL L=, 72720, b b Y 7 A%
ROBEIL 0 wiv%. 5wWiV% K TN 10 wiv%E L, PSA X =T 1 A2 K 2 RERUTARS L7z,
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100 ~
90 ~
80 ~
70 ~
60 -
50 ~
40 ~
30 ~
20 ~
10 -

Recovery (%)

1 mL
0.7 mL
1 mL
1 mL

-
S
@

o

0.7 mL

- -
E E
o «©

o o

0.7 mL
0.6 mL
1 mL

4 g 4
g E E
@ © N

o o o

0.9mL
0.8mL
0.6mL
0.9 mL
0.6 mL
0.6 mL

Acetone/Hexane Acetone/Hexane Acetone/Hexane Acetone/Hexane
(15:85) (20:80) (25:75) (30:70)

2-6 PSA X =17 A0 ORI R & azoxystrobin D EIHE (%)
Z O NAZE ) MHRICEIEZIRIM L, M1 (PSA X =77 A0 6 OVEHEE &K OB EZ R 12iE-
THlBRiAR 2 s L.

— 145 —



100 ~

90
80 A
;\3 70 A
> 60 A
2 50 -
8 40 -
Y
30
20 A
10 A
0 4
— — | — | — — — — — | - - | | .| | - | —
E € £ € £€|€ € € E €E|E € € € €|l € & g &
- ® O N Ol O © N ©O|v- O 0 N~ ©O|v- o ©o N~ ©
o o o o o o o o o o o o o o o o
Acetone/Hexane Acetone/Hexane Acetone/Hexane Acetone/Hexane
(15:85) (20:80) (25:75) (30:70)

2-7 PSA X =T LD ORI S & fludioxonil DRI (%)
FEONAFIHHIRICEERZTIM L, K1 (PSA =07 L00 OEHREE K ORI E 2R <) ITiE-
THBRIAR 2R L7,
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2-81FHINAT D DT T 7 RERIRIR

ENAZE DRI EREAZRIM L, K 1> CRERAIR AR L., 72720, PSA I=H 7 L
SOBHIIEOT & Fr/~FH s (1585, @7 & Fu/~FHr (20:80). @7 & hr/~FH o
(25:75). @7 & Fr/~FH L (30:70) & 1mL &7,
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B2 S

XK=
FrRYy
E3NAZS - 70~120%

n<70%
=>120%

iEhuwi &
WAZ
FLvy

*®

80 100 120 140 160
REH

o_
N
o
IS
o
(2]
o

4 2-9-1 Z4MERHlEERGE R (FE)

52
KE
FrRY
IEF50AZS
m<10%
210-20%
m>20%

iEhuwi &
WAZ
FLyvy

#*®

80 100 120 140 160

4 2-9-2  ZUVERHIEERGE R (DHMTHE)
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52
KE
FrRY
IEF5NAZS
m<10%
210-20%
m>20%

iEhuwi &
WAZ
FLvy

*®

80 100 120 140 160

4 2-9-3  ZUVERHIEERGS R (RIS

%K

XK=
FrRY
EF5NAZS

=(0.80-1.20
= <0.80
=>1.20

iEhuwi &
WAZ
FLyvy

#*®

0 20 40 60 80 100 120 140 160

X 2-10 b~ Y v 7 ZADOHIE~DFE

RBUETERIR T D~ b U v 7 ZAFHERIR O ' — 7 i
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MavF4yr==r71

TtF:FU»imL[j] ;

—

‘ 1HE
Yy Rie.
Yy =7
*r7
/AN
28 :
C18-50

’

@avF4vazvy2

e
7t|-=l~u:mk0 :- \

(91)1mL

(3) st &1 (4) =L
— —
% 2mL O .(’oﬁjroi :ll? i O (.)
A 0.4 mL *0.2mL ( ‘
DUAREEN o A SUEHELED o A
*EE2 +Aaxe s obe RLE tans b o
3-1 e L7 g7 ik ot
—
N
TEr=FYN, |
T b= bFYuik (911) \ 1688 :
Rizatsd $oIn C18-50
D =7
*xr7
J XN
28E :
C18-30
J C18-50
— PBX
KR 120.1vol% ¥ B :;;N
PSA MK ED B

o ®

KD 4 A% » @

3-2 MR U772 EOMEE. ) UG 2 BEH OB 7 MWL, C18-30. C18-50, PBS X
X PLS-3 DA 13K, AXi XL PSA OHA1E 0.1vol% ¥l L L7-.
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#3-1 =T LEHER (AL %) . HEENTEIT B (B 70~120%, ~ R U v 7 ZZhE  20~+20%) DA S DERT (n=1). SSTD:
TAEEEYEYRHE . MSTD: ~ U w7 AFEHEYRHE. ME: ~ U w7 2%h&

C18-50+C18-30 C18-50+C18-50 C18-50+PBX C18-50+PLS-3 C18-50+AXi C18-50+PSA
r s r r r r r r ry | r ry | r
s 5510 [s oo | M| 5510 s woro)| M |G 5510 s oo | M| G 5510 s ot | M| G 5570 s st | ME | G 5570 [ st | ME
Ciprofloxacin 98.2 95.9 +2.4 86.3 87.9 -1.8 724 98.6 -23.6 72.8 91.2 =228 91.6 92.4 -0.8 93.4 88.5 +5.5
Clostebol 92.5 94.9 -2.5 90.1 96.4 -6.5 129.7 102.0 +22.5 100.8 73.5 +81.0 89.9 93.0 -3.3 90.5 91.3 -0.9
Danofloxacin 98.9 91.5 +8.1 85.7 89.8 -4.6 83.7 103.9 -25.7 79.8 99.6 -10.3 93.7 95.4 -1.8 96.1 88.1 +9.0
Diaveridine 95.8 98.9 -3.1 88.4 97.5 -9.3 73.0 96.1 -24.2 68.7 87.8 -20.4 85.8 89.4 -4.1 89.4 89.6 -0.2
Difloxacin 101.4 94.9 +6.9 87.3 96.7 -9.6 90.2 101.1 -13.4 82.0 92.6 -9.8 93.6 91.5 +2.3 97.7 90.7 +7.8
Enrofloxacin 98.2 93.7 +4.8 85.2 89.5 -4.8 68.5 95.6 -28.7 63.9 82.7 -21.4 87.5 83.7 +4.5 95.3 89.7 +6.2
Erythromycin A 101.0 93.4 +8.2 91.4 89.5 +2.1 70.1 97.2 -20.4 59.2 78.8 -12.7 142.1 86.7 +64.0 168.4 85.1 +97.8
Flumequine 96.7 96.3 +0.4 94.2 94.5 -0.3 128.9 100.1 +20.2 95.3 75.8 +47.2 97.6 95.8 +1.9 98.5 97.2 +1.4
Leucomycin A5 109.7 112.2 -2.3 101.6 106.4 -4.5 67.1 112.7 -40.6 475 74.5 -36.9 66.5 110.4 -39.8 66.8 105.5 -36.6
Marbofloxacin 103.5 94.7 +9.2 89.1 90.1 -1.1 74.2 98.3 =253 72.1 84.0 -10.8 93.0 89.7 +3.7 97.9 92.4 +5.9
Methylprednisolone 95.8 89.1 +7.6 94.9 97.5 -2.7 89.0 88.9 -4.9 90.8 88.5 -1.3 814 86.3 -5.7 89.2 89.6 -0.5
Miloxacin 101.4 99.7 +1.8 90.4 95.6 -5.4 129.4 109.2 +9.7 97.6 82.7 +32.1 95.5 92.8 +2.9 101.7 97.6 +4.2
Nalidixic acid 100.0 101.4 -1.4 94.0 98.6 -4.6 130.7 1115 +13.0 104.0 82.5 +49.1 98.0 95.2 +2.9 100.4 99.4 +1.0
Neospiramycin | 102.3 99.2 +3.1 95.4 104.0 -83 85.7 93.5 -13.4 78.1 84.4 -10.2 71.0 97.0 -26.8 72.0 99.1 -27.4
Norfloxacin 86.6 89.2 -2.9 71.8 87.3 -10.9 736 91.3 -21.4 75.9 87.6 -16.7 80.8 86.7 -6.8 83.4 87.5 -4.7
Ofloxacin 96.5 94.7 +1.9 84.7 94.4 -10.3 76.2 100.6 -26.0 2.7 89.8 -18.2 88.4 85.4 +3.6 94.7 90.1 +5.1
Orbifloxacin 94.8 88.9 +6.6 90.7 95.8 -5.3 755 103.9 -29.5 63.3 85.2 -22.3 87.8 87.8 -0.0 91.8 93.4 -1.8
Ormetoprim 97.7 96.9 +0.8 89.1 94.8 -6.0 73.9 97.2 -24.2 69.3 87.1 -20.8 87.4 85.0 +2.8 94.9 89.8 +5.7
Oxolinic acid 99.2 95.7 +3.7 86.3 97.0 -11.0 139.8 112.0 +13.4 97.0 78.0 +36.4 94.5 85.1 +11.0 105.5 96.4 +9.5
Piromidic acid 96.7 99.8 -3.1 94.3 96.5 -2.3 131.4 110.5 +13.9 96.7 79.6 +37.0 101.1 97.3 +3.9 99.0 97.8 +1.2
Prednisolone 89.9 87.9 +2.2 83.5 94.4 -11.6 84.7 102.1 -18.6 67.4 83.6 -13.3 102.2 103.8 -1.5 108.4 98.4 +10.2
Pyrimethamine 93.1 94.9 -1.9 86.6 92.0 -5.9 79.7 96.2 -16.6 75.5 86.9 -12.1 89.1 86.5 +3.0 98.0 93.6 +4.7
Sarafloxacin 105.9 94.7 +11.8 88.4 92.1 -4.1 80.5 98.3 -18.7 76.6 92.5 -10.7 83.3 81.9 +1.7 93.6 88.8 +5.5
Spiramycin | 107.9 101.2 +6.7 97.5 99.6 -2.1 745 90.5 -20.0 71.9 84.1 -16.1 75.1 108.1 -30.6 76.1 93.9 -19.0
Sulfabenzamide 97.2 98.0 -0.8 89.7 94.3 -4.9 144.4 107.3 +12.3 100.7 75.6 +78.4 89.6 88.5 +1.3 97.9 93.2 +5.0
Sulfabromomethazine 97.0 96.0 +1.0 88.3 93.3 -5.4 144.9 105.5 +11.1 90.8 69.0 +76.5 91.1 92.3 -1.3 92.1 90.3 +2.0
Sulfachloropyridazine 98.8 102.3 -3.4 87.4 93.9 -6.9 142.7 101.8 +26.7 101.9 73.2 +66.9 87.6 86.3 +1.6 96.1 92.4 +3.9
Sulfadiazine 98.2 97.8 +0.4 89.1 93.0 -4.2 132.1 107.4 +15.5 107.1 88.1 +35.8 91.2 92.3 -1.2 93.0 92.3 +0.8
Sulfadimethoxine 97.1 97.1 +0.0 92.2 98.3 -6.1 148.2 108.9 +20.8 97.6 69.8 +66.5 95.2 94.0 +1.3 97.2 96.0 +1.3
Sulfadimidine 97.9 95.7 +2.3 90.0 91.9 -2.1 102.2 98.0 +3.3 90.6 85.5 +10.3 88.4 89.5 -1.2 93.6 93.7 -0.1
Sulfadoxine 100.2 100.8 -0.6 93.5 96.5 -3.2 126.2 105.2 +12.6 104.7 86.4 +40.5 95.3 93.7 +1.7 96.9 95.4 +1.5
Sulfaethoxypyridazine 103.1 101.6 +1.5 93.2 94.5 -1.3 127.1 104.4 +13.1 105.4 85.3 +43.0 93.0 94.9 -2.0 93.2 91.3 +2.1
Sulfaguanidine 74.1 102.8 -27.9 68.2 83.6 -18.5 217 433 -49.5 382 102.5 -61.5 75.2 80.5 -6.6 73.1 78.1 -6.4
Sulfamerazine 91.1 97.0 -6.1 90.6 96.5 -6.1 124.6 102.3 +12.1 101.3 91.2 +23.6 91.6 92.5 -1.0 90.4 85.6 +5.7
Sulfamethoxazole 98.8 100.0 -1.2 91.2 99.3 -8.2 151.1 111.0 +18.7 104.5 78.0 +69.8 89.8 91.4 -1.7 93.7 88.2 +6.1
Sulfamethoxypyridazine 92.0 96.9 -5.0 83.4 99.4 -16.1 134.3 106.5 +13.1 109.8 86.5 +46.3 86.9 94.4 -7.9 87.9 88.7 -0.9
Sulfamonomethoxine 95.2 94.9 +0.3 90.1 98.9 -8.9 130.4 106.3 +25.3 116.7 86.6 +53.2 91.8 91.1 +0.8 97.2 92.8 +4.6
Sulfanilamide 63.6 86.9 -26.9 68.1 107.3 -36.6 73.8 98.8 -37.3 53.3 90.4 -36.9 65.4 91.1 -28.3 73.4 99.6 -26.2
Sulfapyridine 97.4 98.5 -1.1 90.9 96.1 -5.5 117.6 110.9 -5.5 96.4 87.4 +25.1 93.4 93.8 -0.5 93.8 90.4 +3.8
Sulfaquinoxaline 97.9 98.5 -0.6 913 93.5 -2.4 145.9 110.0 +15.2 106.1 79.3 +68.8 90.0 87.9 +2.3 91.8 88.0 +4.3
Sulfathiazole 97.7 97.3 +0.4 88.8 92.8 -4.4 116.8 104.8 +10.6 100.2 84.6 +28.2 90.9 94.8 -4.0 92.3 90.2 +2.3
Sulfatroxazole 97.2 98.0 -0.9 91.2 97.4 -6.4 141.2 104.0 +23.5 104.4 78.5 +67.6 91.2 96.8 -5.8 93.7 95.0 -1.4
Sulfisomdine 95.7 95.8 -0.2 90.3 97.9 -7.8 78.2 101.5 -24.8 69.3 89.7 -20.4 89.0 98.6 -9.7 88.1 90.5 -2.7
Sulfisoxazole 101.6 100.1 +1.5 90.5 96.7 -6.4 145.5 103.3 +17.6 103.6 78.8 +62.6 88.7 89.5 -0.9 96.1 88.9 +8.1
Sulfisozole 93.6 89.7 +4.4 87.5 92.2 -5.1 149.6 100.9 +33.2 116.9 78.1 +69.4 88.8 96.1 -7.6 94.5 97.2 -2.8
Sulfacetamide 105.9 98.4 +7.5 96.1 96.7 -0.6 79.5 99.1 -32.4 57.9 84.5 -17.6 85.4 98.5 -13.3 97.2 101.5 -4.2
Tiamulin 99.9 102.6 -2.6 94.1 96.6 -2.6 90.0 98.5 -10.0 75.3 83.1 -4.9 97.9 95.8 +2.2 98.9 98.6 +0.3
Tilmicosin 100.1 89.0 +12.5 88.2 91.0 -3.0 68.6 82.5 -21.2 63.8 81.9 -20.3 90.3 90.4 -0.1 913 84.0 +8.7
Trimethoprim 97.1 91.3 +6.4 91.8 96.9 -5.2 748 97.8 -22.2 71.4 91.5 -20.1 89.2 90.5 -1.5 93.3 94.7 -1.5
Tylosin 102.3 103.1 -0.7 89.3 96.0 -7.0 63.6 93.5 -34.7 54.1 81.7 -32.4 80.7 99.1 -18.6 76.9 915 -16.0
a-Trenbolone 93.4 94.7 -1.4 85.4 93.1 -8.2 116.8 106.0 +8.7 96.9 84.1 +22.5 91.0 92.6 -1.8 87.1 88.9 -2.0
B -Trenbolone 96.8 93.5 +3.6 86.3 93.2 -1.4 121.0 107.7 +5.9 95.4 82.6 +28.4 90.1 91.9 -1.9 96.4 94.7 +1.8
Sulfanitran 97.6 90.5 +7.9 83.4 93.8 -11.0 144.7 1113 -16.7 61.6 53.9 +78.7 90.2 84.8 +6.3 103.8 101.9 +1.9
Zeranol 90.1 99.2 -9.1 736 87.0 -15.5 292.5 203.2 +15.7 105.0 735 -0.4 101.1 91.8 +10.1 95.9 93.1 +3.1
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32 =0T LRBEHER CEAFE. %) . SR BREEME (EIR 0 70~120%, ~ U w7 A%)
B 20~+20%) DO b DERT (n=1). SSTD: IRIHAEAERRHE, MSTD: ~ RV v 7 ZfEUEYSHR |
ME: = F U v 7 AZhE

C18-30 C18-50 AXi PSA

recovery | recover recovery | recover recovery | recover recovery | recover
(vs. SSTDy) (vs. MSTI;/) ME (vs. SST[i/) (vs. MSTé) ME (vs. SSTI;/) (vs. MSTé) ME (vs. SSTI;/) (vs. MST[y)) ME
Ciprofloxacin 98.6 97.1 +1.6 74.4 99.4 =251 86.7 90.8 -4.5 105.2 87.9 +19.6
Clostebol 87.3 94.3 -71.5 83.6 93.6 -10.6 95.4 98.0 -2.7 94.2 90.3 +4.3
Danofloxacin 96.5 86.8 +11.1 63.3 93.0 -31.9 103.3 91.8 +12.5 126.8 107.1 +18.4
Diaveridine 91.0 90.6 +0.4 89.7 98.1 -8.5 88.0 93.7 -6.1 96.0 97.5 -1.6
Difloxacin 88.7 90.6 -2.1 73.8 97.1 -24.0 94.8 97.8 -3.1 102.5 90.9 +12.8
Enrofloxacin 95.9 90.8 +5.6 74.5 96.2 -22.5 94.4 96.6 -2.3 111.4 93.2 +19.5
Erythromycin A 91.6 91.1 +0.7 86.0 91.7 -6.3 80.8 86.7 -6.8 84.5 94.6 -10.6
Flumequine 94.4 97.3 -3.0 82.8 99.0 -16.4 96.9 98.4 -1.5 106.1 94.8 +11.9
Leucomycin A5 182.2 1555 +17.2 121.5 112.7 +7.8 126.0 119.3 +5.6 195.6 114.4 +70.9
Marbofloxacin 89.6 91.2 -1.8 70.9 97.2 -27.1 92.7 89.5 +3.6 98.4 92.4 +6.4
Methylprednisolone 93.3 100.8 -1.4 81.2 95.6 -15.0 96.8 97.4 -0.7 100.0 84.2 +18.7
Miloxacin 93.9 96.7 -2.9 78.6 98.1 -19.9 92.4 100.7 -8.2 106.3 94.0 +13.0
Nalidixic acid 89.6 92.0 -2.7 88.2 98.5 -10.5 94.8 99.0 -4.2 102.9 98.5 +4.5
Neospiramycin | 123.9 115.8 +7.0 84.9 96.7 -12.2 105.4 99.3 +6.2 139.1 110.0 +26.5
Norfloxacin 98.3 99.2 -0.9 66.2 100.9 -34.4 79.8 85.2 -6.3 124.2 92.7 +34.1
Ofloxacin 85.8 88.5 -3.1 70.2 95.3 -26.3 92.0 95.9 -4.0 104.5 95.9 +9.0
Orbifloxacin 89.0 91.3 -2.6 83.5 97.2 -14.0 95.3 94.9 +0.4 91.8 93.5 -1.8
Ormetoprim 95.1 97.8 -2.8 91.4 98.7 -7.3 88.3 94.1 -6.1 94.8 93.3 +1.6
Oxolinic acid 89.2 93.1 -4.1 69.6 92.7 -25.0 88.8 96.7 -8.2 109.9 90.4 +21.6
Piromidic acid 92.0 97.0 -5.1 87.9 98.9 -11.0 95.6 102.7 -7.0 94.4 98.1 -3.8
Prednisolone 90.4 96.7 -6.5 79.3 99.9 -20.7 88.0 95.9 -8.3 104.2 97.5 +6.9
Pyrimethamine 95.0 99.1 -4.2 92.2 93.6 -1.4 89.3 93.8 -4.8 99.1 98.7 +0.4
Sarafloxacin 94.2 93.1 +1.1 76.1 94.9 -19.8 90.5 90.1 +0.4 97.8 98.3 -0.4
Spiramycin | 135.3 115.9 +16.8 88.9 95.8 -1.2 95.4 93.5 +2.0 140.3 105.9 +32.5
Sulfabenzamide 91.4 94.8 -3.6 91.1 93.6 -2.7 88.6 91.1 -2.7 89.1 95.2 -6.4
Sulfabromomethazine 98.4 97.1 +1.4 91.7 97.4 -5.9 94.2 88.4 +6.5 126.8 102.0 +24.2
Sulfachloropyridazine 91.6 95.3 -3.8 83.5 98.2 -14.9 97.8 96.3 +1.5 106.2 87.9 +20.8
Sulfadiazine 91.1 99.0 -8.0 85.3 96.0 -11.2 93.2 93.6 -0.4 100.2 93.5 +7.1
Sulfadimethoxine 99.1 99.9 -0.8 90.8 97.0 -6.4 97.4 101.3 -3.9 96.1 91.5 +5.1
Sulfadimidine 100.9 98.3 +2.6 98.0 102.0 -3.9 93.3 96.1 -2.9 105.5 93.5 +12.8
Sulfadoxine 96.4 98.7 -2.3 93.7 99.1 -5.4 94.5 97.3 -2.9 100.6 93.3 +7.8
Sulfaethoxypyridazine 97.7 98.4 -0.7 86.9 104.3 -16.7 92.9 94.1 -1.3 99.2 93.4 +6.2
Sulfaguanidine 74.5 96.0 -22.4 84.2 91.8 -8.2 71.4 95.5 =252 88.8 94.7 -6.3
Sulfamerazine 100.0 98.0 +2.0 89.3 104.2 -14.3 85.3 85.5 -0.2 109.0 94.8 +15.0
Sulfamethoxazole 94.3 93.9 +0.4 85.3 96.4 -11.5 89.2 95.8 -6.9 89.5 90.9 -1.5
Sulfamethoxypyridazine 94.6 97.0 -2.5 95.3 101.5 -6.1 102.5 100.0 +2.5 111.1 88.4 +25.8
Sulfamonomethoxine 105.3 93.9 +12.2 85.3 86.9 -1.9 91.6 97.4 -6.0 105.1 95.5 +10.0
Sulfanilamide 96.1 101.8 -5.6 79.6 97.7 -18.5 85.3 95.0 -10.1 90.5 90.9 -0.4
Sulfapyridine 94.8 96.7 -2.0 91.4 98.6 -71.3 96.3 96.0 +0.3 103.4 91.0 +13.7
Sulfaquinoxaline 93.9 92.1 +2.0 85.1 90.1 -5.6 92.4 99.9 -71.5 99.6 99.3 +0.4
Sulfathiazole 98.0 87.4 +12.1 91.0 98.6 -7.6 93.9 98.1 -4.2 103.9 90.1 +15.3
Sulfatroxazole 93.9 95.3 -1.4 82.8 96.0 -13.7 89.0 93.5 -4.8 102.8 92.1 +11.6
Sulfisomdine 92.5 95.0 -2.7 93.3 99.2 -5.9 95.3 97.5 -2.2 94.2 96.3 -2.2
Sulfisoxazole 94.7 97.2 -2.6 84.1 93.2 -9.8 96.5 98.2 -1.7 101.4 89.6 +13.2
Sulfisozole 97.8 98.0 -0.1 90.5 93.0 -2.7 94.3 97.2 -3.1 93.9 98.2 -4.4
Sulfacetamide 92.1 95.6 -3.7 86.4 95.1 -9.2 89.3 97.6 -8.5 88.6 93.2 -5.0
Tiamulin 96.7 100.2 -3.5 100.3 98.3 +2.0 97.4 100.7 -3.3 96.9 98.9 -1.9
Tilmicosin 101.5 92.8 +9.4 87.9 96.4 -8.8 94.1 91.0 +3.4 99.5 89.8 +10.8
Trimethoprim 89.3 89.4 -0.1 91.5 91.6 -0.2 89.8 94.8 -5.3 98.6 95.5 +3.3
Tylosin 118.0 115.7 +1.9 87.9 96.9 -9.3 108.6 101.1 +7.5 124.8 105.1 +18.8
a-Trenbolone 85.0 92.7 -8.3 78.6 99.6 -21.1 90.7 91.0 -0.4 102.7 94.2 +9.0
B -Trenbolone 86.3 95.1 -9.2 72.2 94.4 -23.5 84.0 92.3 -9.0 98.7 94.8 +4.1
Sulfanitran 113.3 104.4 +8.6 111.0 101.4 +9.5 98.6 92.2 +7.0 93.7 75.2 +24.6
Zeranol 86.7 101.0 -14.1 86.1 97.6 -11.8 78.8 96.2 -18.0 81.5 92.6 -12.0
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#3-3 =0T LEHER CEE. %) . S8R EREME (EIEE 0 70~120%, ~ N U w7 A%)
B 20~+20%) DO b DERT (n=1). SSTD: IRIHAEAERRHE, MSTD: ~ RV v 7 ZfEUEYSHR |
ME: = F U v 7 AZhE

C18-30 C18-50 AXi PSA

recovery | recover recovery | recover recovery | recover; recovery | recover
(vs. SSTDy) (vs. MSTI;/) ME (vs. SST;/) (vs. MSTé) ME (vs. SSTI;/) (vs. MSTé) ME (vs. SSTI;/) (vs. MST[y)) ME
Ciprofloxacin 95.9 97.3 -1.4 86.0 82.3 +4.5 77.6 88.2 -12.1 84.2 94.4 -10.8
Clostebol 91.1 93.5 -2.5 94.7 92.3 +2.6 77.1 91.2 -15.4 7.4 92.8 -16.6
Danofloxacin 95.2 94.8 +0.4 104.3 94.3 +10.6 77.1 98.9 -22.0 73.3 88.1 -16.9
Diaveridine 97.7 99.6 -2.0 94.3 88.5 +6.5 86.5 90.1 -4.0 87.9 95.8 -8.3
Difloxacin 89.5 97.0 -1.7 94.8 89.3 +6.2 86.9 89.2 -2.5 83.7 88.5 -5.4
Enrofloxacin 93.2 92.6 +0.6 95.6 89.3 +7.1 75.8 87.1 -12.9 81.4 94.4 -13.8
Erythromycin A 71.0 86.1 -17.6 71.4 81.4 -12.3 38.2 71.2 -46.3 65.7 87.4 -24.8
Flumequine 93.8 101.7 -7.8 93.1 92.5 +0.7 80.3 90.1 -11.0 81.8 95.0 -13.9
Leucomycin A5 172.1 146.4 +17.6 110.1 99.7 +10.4 150.6 96.3 +56.4 146.3 95.4 +53.4
Marbofloxacin 92.5 94.2 -1.9 96.4 93.5 +3.1 79.5 91.5 -13.0 81.5 92.6 -12.0
Methylprednisolone 97.7 106.1 -7.9 94.7 90.7 +4.4 83.5 87.5 -4.6 86.2 89.5 -3.6
Miloxacin 94.6 99.6 -5.0 92.7 91.9 +0.9 74.4 87.1 -14.6 75.8 88.4 -14.2
Nalidixic acid 92.6 99.3 -6.7 92.5 95.8 -3.4 79.1 89.9 -12.1 82.3 96.1 -14.4
Neospiramycin | 124.3 119.7 +3.9 92.2 80.5 +14.5 92.6 87.0 +6.4 91.9 86.5 +6.3
Norfloxacin 91.1 96.5 -5.6 88.5 83.4 +6.2 93.3 90.2 +3.5 85.4 87.9 -2.8
Ofloxacin 85.7 87.1 -1.7 96.7 90.2 +7.2 79.4 85.9 -1.7 85.6 94.5 -9.4
Orbifloxacin 91.7 98.0 -6.5 93.2 90.9 +2.5 76.3 83.5 -8.6 80.9 95.2 -15.0
Ormetoprim 95.3 95.3 -0.0 91.6 88.0 +4.1 91.8 91.8 +0.0 93.4 98.3 -5.0
Oxolinic acid 91.4 99.3 -7.9 90.6 90.8 -0.2 72.2 79.5 -9.2 80.1 95.7 -16.4
Piromidic acid 92.9 98.8 -6.0 95.7 97.2 -1.5 89.0 95.8 -7.1 85.3 94.5 -9.8
Prednisolone 95.1 105.2 -9.6 98.7 93.3 +5.9 76.5 81.6 -6.2 79.0 92.0 -14.2
Pyrimethamine 95.0 95.8 -0.9 90.2 87.2 +3.4 87.1 87.9 -0.9 90.8 99.5 -8.7
Sarafloxacin 90.5 93.9 -3.6 92.3 89.2 +3.4 89.7 81.2 +10.5 87.0 88.7 -1.9
Spiramycin | 123.4 107.6 +14.7 88.9 81.1 +9.6 92.6 83.9 +10.4 89.9 81.0 +10.9
Sulfabenzamide 92.6 99.3 -6.8 91.2 93.7 -2.6 83.1 88.8 -6.4 87.6 94.6 -7.4
Sulfabromomethazine 92.9 104.7 -11.3 94.3 97.3 -3.1 75.7 86.2 -12.2 81.5 93.0 -12.4
Sulfachloropyridazine 94.4 103.0 -8.3 99.1 92.3 +7.4 88.2 91.6 -3.7 90.9 91.4 -0.5
Sulfadiazine 87.1 101.2 -13.9 91.5 92.8 -1.4 79.9 95.9 -16.6 81.4 89.3 -8.9
Sulfadimethoxine 96.6 98.7 -2.1 97.1 97.0 +0.1 84.0 88.6 -5.1 84.1 95.1 -11.6
Sulfadimidine 104.0 105.0 -1.0 99.1 95.4 +3.8 88.4 93.9 -5.8 88.7 94.2 -5.9
Sulfadoxine 95.8 98.8 -3.0 92.5 95.0 -2.6 91.4 92.7 -1.3 92.3 101.1 -8.7
Sulfaethoxypyridazine 92.6 90.2 +2.7 91.8 91.1 +0.8 84.4 88.5 -4.6 87.0 96.9 -10.2
Sulfaguanidine 110.2 102.1 +7.9 103.1 92.1 +12.0 103.9 93.4 +11.2 108.0 100.2 +7.8
Sulfamerazine 93.6 93.8 -0.2 104.0 93.2 +11.6 90.3 85.2 +6.0 89.5 93.2 -3.9
Sulfamethoxazole 93.5 98.7 -5.2 94.7 96.7 -2.1 75.3 83.7 -10.0 77.6 95.2 -18.5
Sulfamethoxypyridazine 94.3 99.5 -5.2 90.6 92.8 -2.4 95.5 92.6 +3.1 95.9 91.7 +4.6
Sulfamonomethoxine 104.5 97.6 +7.1 93.0 93.5 -0.6 84.5 86.6 -2.4 87.4 86.3 +1.3
Sulfanilamide 112.9 101.6 +11.2 97.0 89.7 +8.1 80.0 97.5 -17.9 87.2 103.2 -15.5
Sulfapyridine 90.2 104.2 -13.4 97.8 93.6 +4.4 91.3 94.4 -3.3 91.2 92.3 -11
Sulfaquinoxaline 95.2 100.4 -5.2 95.3 91.1 +4.6 76.4 94.7 -19.4 72.0 84.6 -14.9
Sulfathiazole 101.4 99.9 +1.5 101.3 92.9 +9.0 87.6 91.4 -4.1 85.9 87.7 -2.1
Sulfatroxazole 94.2 104.4 -9.8 98.2 91.8 +7.0 82.4 91.0 -9.5 79.0 89.2 -11.4
Sulfisomdine 95.2 100.5 -5.3 92.9 94.2 -1.4 84.3 99.2 -15.0 87.2 105.8 -17.6
Sulfisoxazole 96.8 103.6 -6.6 100.5 94.5 +6.3 84.8 88.3 -4.0 89.9 97.6 -7.9
Sulfisozole 96.8 94.6 +2.3 94.7 90.4 +4.7 79.7 92.5 -13.8 83.4 92.5 -9.8
Sulfacetamide 102.3 103.8 -1.5 97.7 93.2 +4.8 75.4 97.0 -22.3 78.1 97.9 -20.2
Tiamulin 95.1 96.7 -1.6 94.8 96.9 -2.1 91.8 92.6 -0.9 93.0 95.8 -2.9
Tilmicosin 103.1 91.7 +12.5 81.5 76.2 +6.8 70.7 73.4 -3.7 82.1 83.1 -1.2
Trimethoprim 94.5 97.2 -2.8 93.6 90.9 +3.0 88.7 95.1 -6.7 90.7 94.2 -3.7
Tylosin 114.7 110.0 +4.3 98.8 92.8 +6.4 99.4 89.6 +11.0 100.1 97.8 +2.3
a-Trenbolone 90.9 105.7 -13.9 95.1 98.1 -3.1 80.1 88.2 -9.2 1.7 95.3 -18.4
B-Trenbolone 92.0 100.7 -8.6 91.7 91.1 +0.7 76.4 85.9 -11.1 81.5 105.4 -22.7
Sulfanitran 123.8 107.2 +15.5 78.9 86.6 -8.8 85.7 79.4 +7.9 99.0 88.9 +11.5
Zeranol 96.0 104.7 -8.2 84.8 98.7 -14.1 79.4 90.0 -11.8 93.7 103.7 -9.6
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#3-4 =07 LREHER (GBI, %) . MEENE T BAEE (BIUXE  70~120%, < b U w7 AZhER
20~+20%) M HANTZH D E T (n=1). SSTD: WHAZUERIL, MSTD: ~ kU v 7 AIEHEREK . ME:
<~ hU v 2GR

C18-30 C18-50 AXi PSA

recovery | recover recovery | recover recovery | recover; recovery | recover
(vs. SSTDy) (vs. MSTE)/) ME (vs. SST;/) (vs. MSTé) ME (vs. SSTS/) (vs. MSTé) ME (vs. SSTI;/) (vs. MST[y)) ME
Ciprofloxacin 94.1 97.8 -3.9 90.4 89.6 +1.0 103.2 90.7 +13.7 93.8 93.9 -0.1
Clostebol 94.3 103.9 -9.3 94.5 96.1 -1.7 79.6 91.0 -12.6 80.5 100.9 -20.3
Danofloxacin 103.0 100.6 +2.3 100.4 85.0 +18.1 98.2 92.0 +6.7 89.8 90.3 -0.5
Diaveridine 91.8 96.9 -5.2 93.7 92.5 +1.4 90.9 93.5 -2.8 91.4 98.0 -6.7
Difloxacin 92.0 95.9 -4.0 102.8 96.8 +6.2 99.3 95.8 +3.7 89.4 94.7 -5.6
Enrofloxacin 95.0 93.8 +1.2 99.8 92.0 +8.5 91.0 92.7 -1.8 87.9 93.8 -6.3
Erythromycin A 90.3 93.3 -3.2 96.7 95.0 +1.7 51.1 4.4 -31.3 83.0 98.2 -15.5
Flumequine 95.3 100.9 -5.5 102.9 100.1 +2.8 96.8 95.6 +1.2 87.5 97.9 -10.6
Leucomycin A5 194.0 166.7 +16.4 129.6 120.1 +7.9 195.2 115.4 +69.2 186.9 112.5 +66.1
Marbofloxacin 104.2 92.1 +13.2 111.7 88.7 +25.9 96.0 87.3 +9.9 95.0 101.3 -6.2
Methylprednisolone 97.4 103.5 -5.9 97.5 92.5 +5.4 91.9 96.0 -4.3 86.7 104.6 -17.2
Miloxacin 93.8 98.8 -5.1 104.9 95.6 +9.7 90.5 95.5 -5.2 85.1 101.4 -16.1
Nalidixic acid 91.9 98.7 -6.9 96.1 96.8 -0.7 94.3 96.2 -2.0 86.2 96.0 -10.3
Neospiramycin | 146.3 137.5 +6.4 114.2 106.8 +6.9 118.1 94.4 +25.1 104.3 93.4 +11.8
Norfloxacin 95.7 102.2 -6.4 107.5 95.3 +12.7 119.9 90.8 +32.0 100.1 91.9 +9.0
Ofloxacin 92.6 100.2 -7.6 103.0 93.3 +10.4 90.0 93.8 -4.1 87.5 97.2 -10.0
Orbifloxacin 90.7 94.7 -4.2 92.8 93.2 -0.5 87.2 88.8 -1.9 88.0 105.0 -16.2
Ormetoprim 92.0 96.5 -4.6 94.3 104.5 -9.7 92.9 92.9 +0.1 91.3 92.8 -1.6
Oxolinic acid 89.6 98.4 -8.9 103.1 96.8 +6.5 89.4 87.4 +2.2 84.5 98.0 -13.7
Piromidic acid 92.2 96.7 -4.6 94.2 99.0 -4.8 94.0 97.0 -3.1 90.2 99.0 -8.9
Prednisolone 88.9 98.4 -9.7 97.5 92.9 +4.9 83.5 91.7 -9.0 78.3 102.4 -23.5
Pyrimethamine 90.9 92.8 -2.1 92.7 90.7 +2.2 93.8 92.0 +2.0 95.8 100.5 -4.6
Sarafloxacin 101.0 104.5 -3.3 94.8 92.2 +2.8 115.8 98.3 +17.9 106.4 92.2 +15.5
Spiramycin | 143.8 129.2 +11.3 104.3 100.6 +3.7 127.9 104.7 +22.2 111.1 107.0 +3.8
Sulfabenzamide 91.5 101.9 -10.2 93.8 103.7 -9.6 82.1 88.7 -7.4 78.0 91.1 -14.4
Sulfabromomethazine 88.8 100.1 -11.3 95.7 98.1 -2.4 97.0 99.0 -2.0 88.7 101.1 -12.3
Sulfachloropyridazine 91.6 99.4 -7.8 98.6 99.0 -0.4 95.0 92.6 +2.6 95.7 112.1 -14.7
Sulfadiazine 88.0 92.7 -5.1 95.4 92.2 +3.5 87.2 93.3 -6.5 89.6 99.2 -9.7
Sulfadimethoxine 98.9 102.3 -3.3 94.9 97.8 -3.0 95.0 101.0 -5.9 89.7 98.9 -9.3
Sulfadimidine 98.8 100.6 -1.8 96.3 96.1 +0.2 93.4 104.9 -11.0 85.8 96.1 -10.7
Sulfadoxine 94.8 99.0 -4.3 94.9 97.7 -2.9 101.8 100.5 +1.3 96.0 99.4 -3.4
Sulfaethoxypyridazine 94.7 98.9 -4.2 93.3 91.3 +2.3 90.2 93.9 -3.9 90.2 97.0 -7.1
Sulfaguanidine 96.7 96.0 +0.8 102.3 126.2 -19.0 92.9 108.2 -14.2 90.7 101.0 -10.2
Sulfamerazine 93.3 100.3 -7.0 97.7 88.7 +10.2 95.4 88.6 +7.7 96.2 102.3 -6.0
Sulfamethoxazole 88.6 96.2 -7.9 91.9 99.2 -7.3 87.1 95.6 -8.8 82.8 100.7 -17.8
Sulfamethoxypyridazine 86.3 91.2 -5.3 88.3 90.1 -2.0 107.6 114.8 -6.2 104.1 106.0 -1.8
Sulfamonomethoxine 105.6 105.0 +0.5 97.0 99.7 -2.7 87.1 86.9 +0.2 88.1 102.2 -13.8
Sulfanilamide 93.5 94.1 -0.7 91.3 90.6 +0.8 62.8 84.8 -26.0 69.1 124.3 -44.4
Sulfapyridine 91.0 99.3 -8.4 105.2 88.1 +19.4 108.0 94.6 +14.1 101.9 103.1 -1.2
Sulfaquinoxaline 89.9 97.0 -7.3 95.3 92.6 +2.9 89.6 102.5 -12.6 83.5 107.8 -22.5
Sulfathiazole 97.4 92.8 +4.9 97.0 92.3 +5.1 93.4 90.9 +2.7 89.1 103.6 -14.0
Sulfatroxazole 95.6 103.3 -7.5 100.6 98.1 +2.5 91.5 93.7 -2.4 88.7 98.5 -10.0
Sulfisomdine 93.7 95.7 -2.1 94.9 95.6 -0.7 82.7 95.3 -13.2 84.9 105.0 -19.2
Sulfisoxazole 101.7 110.9 -8.3 101.6 93.8 +8.3 86.6 85.6 +1.2 87.7 52.9 +65.8
Sulfisozole 97.9 101.9 -3.9 88.3 94.7 -6.8 83.2 93.2 -10.7 84.3 101.2 -16.7
Sulfacetamide 97.7 100.6 -2.9 96.3 94.9 +1.5 64.4 91.0 -29.2 68.2 114.0 -40.2
Tiamulin 97.0 100.0 -3.0 95.5 97.3 -1.8 94.5 98.3 -3.9 95.1 100.3 -5.3
Tilmicosin 110.3 104.9 +5.1 94.1 85.9 +9.6 82.8 94.8 -12.7 86.1 96.9 -11.2
Trimethoprim 91.7 99.6 -8.0 93.3 90.9 +2.6 92.4 92.1 +0.4 93.4 99.5 -6.2
Tylosin 116.8 113.8 +2.6 104.5 99.7 +4.8 116.9 99.7 +17.3 105.1 96.0 +9.6
a-Trenbolone 85.2 94.9 -10.2 90.4 94.0 -3.8 96.0 95.4 +0.7 85.0 96.7 -12.1
B-Trenbolone 92.7 98.2 -5.6 99.3 102.4 -3.0 87.4 91.5 -4.5 80.3 96.7 -17.0
Sulfanitran 113.5 114.1 -0.5 91.3 101.8 -10.3 105.8 104.5 +1.3 95.8 95.0 +0.9
Zeranol 93.9 100.8 -6.8 84.6 89.7 -5.7 89.5 108.0 -17.1 91.2 90.9 +0.3
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#3-5 AMBFIINZ 5 KOEOREHER (FHAL %). WIS EEE (B 70~120%, <
N w7 Z5hE 0 220~+20%) oAb O %ERT (n=1). SSTD: HEAFEMEYAHZ, MSTD: ~ VU v
7 ZNEUEYRHE . ME: ~ U v 7 Z%hE. K 04 mL OF5FIZE 1 @ C18-50+C18-50 Z 5|

7K0.4 mL 7K0.8 mL
recovery | recover recovery | recover
(vs. SSTDy) (vs. MSTg) ME (vs. SSTDy) (vs. MSTI;/) ME
Ciprofloxacin 86.3 87.9 -1.8 106.3 105.6 +0.7
Clostebol 90.1 96.4 -6.5 97.1 96.4 +0.7
Danofloxacin 85.7 89.8 -4.6 104.0 94.2 +10.4
Diaveridine 88.4 97.5 -9.3 97.9 101.7 -3.7
Difloxacin 87.3 96.7 -9.6 100.2 91.0 +10.1
Enrofloxacin 85.2 89.5 -4.8 104.2 95.9 +8.6
Erythromycin A 91.4 89.5 +2.1 167.9 96.7 +73.7
Flumequine 94.2 94.5 -0.3 107.1 95.9 +11.7
Leucomycin Ab 101.6 106.4 -4.5 97.6 97.6 -0.0
Marbofloxacin 89.1 90.1 -1.1 102.7 97.3 +5.5
Methylprednisolone 94.9 97.5 -2.7 95.5 96.3 -0.9
Miloxacin 90.4 95.6 -5.4 123.6 99.5 +24.2
Nalidixic acid 94.0 98.6 -4.6 104.4 101.4 +3.0
Neospiramycin | 95.4 104.0 -8.3 92.7 103.3 -10.3
Norfloxacin 77.8 87.3 -10.9 105.1 105.8 -0.7
Ofloxacin 84.7 94.4 -10.3 98.8 96.7 +2.1
Orbifloxacin 90.7 95.8 -5.3 103.1 98.7 +4.5
Ormetoprim 89.1 94.8 -6.0 100.7 100.2 +0.4
Oxolinic acid 86.3 97.0 -11.0 121.3 92.8 +30.6
Piromidic acid 94.3 96.5 -2.3 92.2 101.1 -8.9
Prednisolone 83.5 94.4 -11.6 83.8 97.2 -13.8
Pyrimethamine 86.6 92.0 -5.9 95.9 98.5 -2.6
Sarafloxacin 88.4 92.1 -4.1 101.6 92.6 +9.7
Spiramycin | 97.5 99.6 -2.1 109.6 105.5 +3.9
Sulfabenzamide 89.7 94.3 -4.9 101.7 106.9 -4.9
Sulfabromomethazine 88.3 93.3 -5.4 98.8 99.5 -0.7
Sulfachloropyridazine 87.4 93.9 -6.9 96.0 100.3 -4.3
Sulfadiazine 89.1 93.0 -4.2 94.6 101.5 -6.8
Sulfadimethoxine 92.2 98.3 -6.1 101.4 102.4 -0.9
Sulfadimidine 90.0 91.9 -2.1 98.2 104.4 -5.9
Sulfadoxine 93.5 96.5 -3.2 97.2 101.2 -4.0
Sulfaethoxypyridazine 93.2 94.5 -1.3 100.5 105.2 -4.5
Sulfaguanidine 68.2 83.6 -18.5 85.9 118.7 -27.6
Sulfamerazine 90.6 96.5 -6.1 96.6 96.0 +0.7
Sulfamethoxazole 91.2 99.3 -8.2 99.9 102.1 -2.1
Sulfamethoxypyridazine 83.4 99.4 -16.1 93.9 98.7 -4.8
Sulfamonomethoxine 90.1 98.9 -8.9 97.9 99.1 -1.2
Sulfanilamide 68.1 107.3 -36.6 66.4 96.0 -30.8
Sulfapyridine 90.9 96.1 -5.5 95.3 99.0 -3.7
Sulfaquinoxaline 91.3 93.5 -2.4 97.7 98.7 -1.0
Sulfathiazole 88.8 92.8 -4.4 99.4 102.7 -3.3
Sulfatroxazole 91.2 97.4 -6.4 96.0 98.8 -2.8
Sulfisomdine 90.3 97.9 -7.8 97.9 102.8 -4.8
Sulfisoxazole 90.5 96.7 -6.4 101.2 103.1 -1.9
Sulfisozole 87.5 92.2 -5.1 91.4 95.5 -4.3
Sulfacetamide 96.1 96.7 -0.6 77.1 98.9 -22.1
Tiamulin 94.1 96.6 -2.6 97.5 97.3 +0.2
Tilmicosin 88.2 91.0 -3.0 103.9 100.6 +3.3
Trimethoprim 91.8 96.9 -5.2 97.8 97.4 +0.4
Tylosin 89.3 96.0 -7.0 103.0 104.5 -14
a-Trenbolone 85.4 93.1 -8.2 94.4 99.2 -4.8
B-Trenbolone 86.3 93.2 -7.4 102.4 100.3 +2.1
Sulfanitran 83.4 93.8 -11.0 108.0 117.6 -8.2
Zeranol 73.6 87.0 -15.5 95.3 97.1 -1.9
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#3-6 AMBFIINZDKOEOREHER (FHAL %). WIS EEE (BN 70~120%, <
cU w7 ZZhEE 0 -20~+20%) PHAMNTZ L DERT (n=1). SSTD: IRBFEHERNE, MSTD: <~ KU »
7 AFEAERRHE . ME: <~ N U w7 Z8h58. /K 0.2 mL OFEH133 1 @ C18-50+C18-50 & 5|

7K0.2 mL 7K0.4 mL
recovery | recover recovery | recover
(vs. SSTDy) (vs. MSTIz) ME (vs. SSTDy) (vs. MSTI;/) ME
Ciprofloxacin 86.3 87.9 -1.8 95.0 89.7 +6.0
Clostebol 90.1 96.4 -6.5 91.2 86.7 +5.2
Danofloxacin 85.7 89.8 -4.6 94.7 80.6 +17.5
Diaveridine 88.4 97.5 -9.3 95.0 93.6 +1.5
Difloxacin 87.3 96.7 -9.6 103.3 95.6 +8.0
Enrofloxacin 85.2 89.5 -4.8 95.2 89.7 +6.1
Erythromycin A 91.4 89.5 +2.1 154.4 78.5 +96.9
Flumequine 94.2 94.5 -0.3 108.3 97.2 +11.5
Leucomycin Ab 101.6 106.4 -4.5 84.3 97.9 -13.9
Marbofloxacin 89.1 90.1 -1.1 103.4 90.0 +14.8
Methylprednisolone 94.9 97.5 -2.7 93.0 91.3 +1.9
Miloxacin 90.4 95.6 -5.4 111.0 93.6 +18.6
Nalidixic acid 94.0 98.6 -4.6 101.6 96.0 +5.8
Neospiramycin | 95.4 104.0 -8.3 85.2 97.4 -12.5
Norfloxacin 77.8 87.3 -10.9 93.3 85.3 +9.4
Ofloxacin 84.7 94.4 -10.3 96.7 89.8 +7.8
Orbifloxacin 90.7 95.8 -5.3 98.5 89.0 +10.8
Ormetoprim 89.1 94.8 -6.0 91.0 98.7 -7.8
Oxolinic acid 86.3 97.0 -11.0 119.7 93.9 +27.5
Piromidic acid 94.3 96.5 -2.3 89.6 95.9 -6.6
Prednisolone 83.5 94.4 -11.6 86.8 96.3 -9.8
Pyrimethamine 86.6 92.0 -5.9 88.9 89.3 -0.5
Sarafloxacin 88.4 92.1 -4.1 100.5 93.4 +7.6
Spiramycin | 97.5 99.6 -2.1 81.7 93.6 -12.7
Sulfabenzamide 89.7 94.3 -4.9 93.9 92.4 +1.6
Sulfabromomethazine 88.3 93.3 -5.4 98.8 93.8 +5.3
Sulfachloropyridazine 87.4 93.9 -6.9 93.1 89.5 +4.0
Sulfadiazine 89.1 93.0 -4.2 96.6 94.3 +2.5
Sulfadimethoxine 92.2 98.3 -6.1 98.6 95.9 +2.8
Sulfadimidine 90.0 91.9 -2.1 100.8 94.7 +6.4
Sulfadoxine 93.5 96.5 -3.2 98.2 95.5 +2.8
Sulfaethoxypyridazine 93.2 94.5 -1.3 97.7 91.7 +6.6
Sulfaguanidine 68.2 83.6 -18.5 71.8 96.4 -25.5
Sulfamerazine 90.6 96.5 -6.1 100.1 97.4 +2.7
Sulfamethoxazole 91.2 99.3 -8.2 99.3 93.9 +5.8
Sulfamethoxypyridazine 83.4 99.4 -16.1 91.6 95.5 -4.1
Sulfamonomethoxine 90.1 98.9 -8.9 96.6 90.4 +6.8
Sulfanilamide 68.1 107.3 -36.6 72.0 103.7 -30.6
Sulfapyridine 90.9 96.1 -5.5 102.0 94.7 +7.7
Sulfaquinoxaline 91.3 93.5 -2.4 96.2 94.9 +1.4
Sulfathiazole 88.8 92.8 -4.4 90.1 89.6 +0.6
Sulfatroxazole 91.2 97.4 -6.4 97.2 95.6 +1.7
Sulfisomdine 90.3 97.9 -7.8 95.8 93.8 +2.1
Sulfisoxazole 90.5 96.7 -6.4 102.3 93.4 +9.5
Sulfisozole 87.5 92.2 -5.1 96.4 96.1 +0.3
Sulfacetamide 96.1 96.7 -0.6 85.3 101.4 -15.9
Tiamulin 94.1 96.6 -2.6 96.5 95.3 +1.3
Tilmicosin 88.2 91.0 -3.0 89.0 81.1 +9.8
Trimethoprim 91.8 96.9 -5.2 98.2 93.2 +5.4
Tylosin 89.3 96.0 -7.0 90.5 89.1 +1.6
a-Trenbolone 85.4 93.1 -8.2 92.4 90.3 +2.3
B -Trenbolone 86.3 93.2 -7.4 98.9 95.1 +3.9
Sulfanitran 83.4 93.8 -11.0 86.5 88.0 -1.7
Zeranol 73.6 87.0 -15.5 81.9 81.4 +0.5
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# 3-7

30%ATM . ~ B U w7 ARhE  20~420%) O DE RS, ME: ~ b v 7 AR

FMPERHIRE S (%) . MEENT T BAEEE (B - 70~120%. DM TR © 25%A0 . BN -

EA il FRRRA 5

BE | GHTRE | EABE| ME BE | HHTRE|EABE| ME BE | GHTRE | EABE| ME BE | OHTRE|ENBE| ME
Ciprofloxacin 88.1 7.0 7.6 15.9 80.7 4.5 6.3 -15.8 74.5 7.6 10.0 5.4 105.6 3.8 4.3 16.2
Clostebol 89.8 3.7 4.0 0.3 60.5 2.2 11.9 -7.0 83.8 3.2 6.2 1.6 89.2 25 2.7 3.3
Danofloxacin 136.4 3.1 5.5 32.3 146.8 5.6 15.6 13.4 120.6 5.5 5.5 13.6 148.3 7.4 7.8 26.8
Diaveridine 82.1 2.8 31 3.8 79.8 2.0 2.0 -8.9 85.5 2.7 4.7 1.7 89.7 2.6 2.8 1.7
Difloxacin 105.6 6.3 8.0 0.8 104.8 3.7 5.6 -8.6 101.0 3.7 7.8 1.7 107.4 4.3 4.4 9.2
Enrofloxacin 106.6 3.6 4.8 7.9 110.9 2.2 6.1 -2.8 104.0 5.5 6.6 0.3 109.7 3.2 3.2 8.2
Erythromycin A 92.1 6.7 185 12.3 63.4 4.6 5. -6.7 71.8 5.1 24.7 -1.4 64.6 S 8) 32.9 4.9
Flumequine 101.8 3.9 8.0 5.8 103.5 3.1 10.2 -8.4 97.4 4.9 10.4 -3.7 105.0 6.1 6.4 3.4
Leucomycin A5 62.5 2.9 8.3 -1.1 145 4.6 413 -10.1 76.1 2.8 15.1 0.3 79.9 4.8 5.1 2.9
Marbofloxacin 123.2 3.9 5.1 17.8 112.7 4.2 5.7 6.4 110.6 2.8 6.8 10.0 141.8 4.9 5.1 25.6
Methylprednisolone 91.0 6.5 6.5 6.8 80.6 4.7 47 -2.5 89.2 4.1 7.3 -4.9 90.8 3.8 3.8 -6.6
Miloxacin 101.6 3.7 11.0 1.0 94.8 3.3 16.1 -10.0 97.5 3.9 9.6 -9.8 109.8 8.8 9.3 3.8
Nalidixic acid 104.0 2.7 9.8 45 105.2 2.2 8.2 -7.3 95.3 4.5 9.9 -3.5 106.7 6.9 7.3 2.3
Neospiramycin | 63.3 1.3 7.9 9.2 6.9 8.4 103.8 3.1 60.5 5.1 11.2 7.0 105.8 9.8 10.4 -2.9
Norfloxacin 86.3 4.0 5.6 16.7 78.8 2.9 7.6 -13.6 79.4 5.2 12.8 5.8 103.8 4.7 4.8 5.1
Ofloxacin 113.6 3.8 3.8 15.6 114.8 11 1.9 -3.0 110.6 4.1 7.3 7.9 1235 3.9 4.1 5.0
Orbifloxacin 99.7 3.9 4.9 4.9 95.4 4.5 4.5 -11.5 96.8 3.2 7.0 -2.2 101.7 3.2 3.3 -1.9
Ormetoprim 86.0 3.6 3.7 13 79.9 3.0 3.0 -5.9 85.3 3.0 5.1 -1.7 87.2 3.1 3.2 -3.2
Oxolinic acid 98.5 2.7 12.9 0.5 100.8 2.3 115 -12.8 97.2 5.4 12.5 -5.8 108.9 9.9 10.4 4.4
Piromidic acid 104.4 5.3 8.0 5.5 106.4 3.0 7.2 -9.3 97.0 4.9 9.7 -1.5 106.4 6.4 6.8 2.1
Prednisolone 90.2 3.4 3.4 5.0 79.3 5.5 5.5 -11.6 88.4 2.3 8.0 1.6 90.0 5.4 5.7 6.3
Pyrimethamine 80.7 2.0 3.7 11 75.7 4.1 5.1 -11.7 84.3 2.8 5.8 4.3 87.3 1.9 1.9 -0.3
Sarafloxacin 98.2 5.9 115 12.8 88.7 5.8 8.8 -2.6 83.1 3.5 7.1 -0.7 104.4 5.1 5.2 2.3
Spiramycin | 63.6 5.9 7.1 5.9 N 5.9 60.4 -6.1 60.3 3.8 11.7 5.4 92.3 3.8 4.0 2.9
Sulfabenzamide 88.6 3.1 4.6 3.1 87.8 3.1 5.5 -6.7 89.2 4.0 7.2 0.8 90.5 2.3 2.5 1.4
Sulfabromomethazine 88.7 2.0 3.6 -1.5 102.5 2.5 13.7 3.9 87.6 3.5 6.1 1.4 89.0 2.9 2.9 -6.1
Sulfachloropyridazine 89.8 5.2 5.2 5.5 88.8 3.1 3.9 -9.9 88.6 3.8 6.3 1.8 87.6 3.2 3.2 2.3
Sulfadiazine 89.9 3.5 4.8 4.0 91.5 3.5 3.5 -6.7 91.3 3.7 7.5 1.2 97.6 1.8 1.8 13.2
Sulfadimethoxine 89.9 3.3 5.1 0.4 89.4 4.2 4.2 -71.3 90.2 4.1 8.3 -0.7 88.4 2.4 2.5 2.6
Sulfadimidine 88.0 2.7 5.9 0.2 92.9 2.8 5.5 -8.2 90.4 0.5 7.0 7.0 90.1 5.1 5.1 5.1
Sulfadoxine 90.0 2.5 4.0 0.5 90.0 2.3 3.2 -1.3 90.1 2.6 7.3 -2.0 88.3 3.2 3.4 0.9
Sulfaethoxypyridazine 90.8 2.6 5.1 6.5 89.1 2.6 3.5 -7.1 89.9 2.8 6.2 3.0 86.6 3.1 3.2 -2.9
Sulfaguanidine 88.6 10.1 12.8 10.3 106.6 8.3 16.7 29.3 90.6 8.4 8.4 0.2 87.7 9.2 9.7 -16.3
Sulfamerazine 91.5 4.5 5.2 25 88.3 1.8 3.7 -5.7 91.1 33 6.1 5.6 89.1 2.6 2.6 -3.1
Sulfamethoxazole 90.3 4.5 6.9 4.0 87.3 2.7 4.2 -8.5 90.7 4.0 6.5 -1.1 88.0 3.7 3.8 -5.8
Sulfamethoxypyridazine 74.0 2.3 10.7 -9.4 91.2 3.2 3.2 -10.3 91.1 2.6 6.6 2.1 88.7 4.3 4.5 3.3
Sulfamonomethoxine 90.2 2.3 5.4 13 89.4 3.7 47 -10.3 89.7 3.0 5.9 -2.0 89.4 3.8 3.9 4.8
Sulfapyridine 89.8 2.7 4.4 2.2 91.1 3.4 3.4 -71.9 88.7 5.3 7.6 -0.4 104.4 5.9 6.2 4.8
Sulfaquinoxaline 88.2 2.9 4.8 1.0 10.3 5.8 42.6 -6.6 88.3 4.4 1.7 -1.1 85.3 3.7 3.8 -0.2
Sulfathiazole 88.2 2.6 4.1 25 91.7 3.6 4.3 -3.8 89.6 4.2 6.2 -1.2 90.5 3.5 3.7 0.7
Sulfatroxazole 90.4 2.8 4.7 0.3 90.0 2.9 47 -8.6 90.6 2.5 7.0 -0.4 88.1 2.6 3.0 5.1
Sulfisomdine 89.7 2.4 4.0 0.2 94.4 3.0 3.0 -7.1 90.5 2.3 6.4 15 93.5 3.2 3.2 5.3
Sulfisoxazole 88.2 2.7 5.1 -1.0 84.3 2.6 4.9 -10.9 89.9 4.1 7.6 -3.5 88.2 2.6 2.7 0.5
Sulfisozole 89.8 5.1 5.6 -4.7 85.5 3.7 4.9 -11.9 90.9 2.6 4.1 7.5 89.0 4.5 4.6 -5.8
Sulfacetamide 88.6 4.8 6.6 -0.8 71.6 1.8 4.6 -10.0 89.4 4.2 7.9 -1.1 91.2 3.5 3.6 5.9
Tiamulin 89.1 3.4 3.8 13 82.2 2.0 5.9 -8.6 86.7 2.7 6.1 0.8 88.0 1.4 14 -11
Tilmicosin 124.1 6.2 14.9 32.8 129.7 3.2 24.2 -4.4 89.5 2.8 9.3 10.5 128.6 22.5 23.8 -4.5
Trimethoprim 85.5 3.7 4.0 43 85.2 3.8 43 0.6 87.2 13 6.2 0.1 97.6 5.5 5.7 0.8
Tylosin 56.3 3.5 8.9 -1.2 13.0 7.0 61.7 29.7 65.7 2.3 16.2 -0.2 80.3 8.4 8.8 3.4
a-Trenbolone 85.8 5.7 5.7 -0.1 84.0 8.1 10.0 -15.1 85.0 4.1 6.8 5.0 88.0 2.4 2.4 -0.4
B -Trenbolone 84.3 3.6 3.9 -6.0 70.5 4.9 14.4 -22.2 84.1 2.8 5.9 -1.7 88.5 3.5 3.6 0.9
Sulfanitran 89.0 13.3 17.2 135 79.7 10.0 18.8 4.9 88.0 10.3 25.1 17.6 85.3 14.6 15.4 13.5
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B 3

TH4-5FE ELATENFMAERMBES (RMDOLZEMAHEENTEERE)
TR 6 FE RMELENFIERMGE (R LEMFIITERE)
BRPERERESEORBIEFFICI T 2 HEOMRI AT 2%
(#ef) oHEMEREE

P 3. ATLER & SATERED A T A bz B L B8 riE O
Mo EE RUTE (BEMRE RERREOTTLENREE - 2R)

MRES

TR, FEMMEEITOTICHED T L LBA A BT LORAE— R T L EHNT, BEh
DEE 7 VRS — R, JVRTF— N BLOENLOREM N-TEF LT Y AP — K (Gly-A) . 3-
AFNEKRAT 4 =aFa 4 (MPPA), N-TEF L7 ks F—b (Glu-A) ZRIFFEET DI
oo~ W7o 7207 NERSHE (LC-MSMS) #BH% L=, BE 7 bkt L, Wil
CsH— RV oI NTREBAF RN, H— M) v N7 L%HHL, LC-MS/MS TE&R LT,
7 U ARY— R, Glu-A, Gly-A, MPPA (i7" e hAbIicES<~ A AL A EF— FTRIHL, 7
R F— MIKRTT 4 TA A E— TR LT, Z 0BT — . Glu-A, MPPA [ 1~20 ugkg ®
BEFH T, Z VRV — b, Gly-A 1T 5~100ugkg OEEFHA CHRERZFE N LZ, WThoREiR
DREFENL 0.993 L0 bmdole, B LI-JEICT, Z U ARY— b & Gly-A % 25 pgkg, 7Lk
T — k& MPPA & Glu-A % 5 pg/kg BN U720 5708 2 O TS R 21T o 72, 5 pg/kg 13K
PRI DN TN D, MRl OR R, BAFREIER (86-106%) &FEE (<10%) Z s L7z,
AR L72 A Y v FOE&ERF X, 77U A¥— FTS5ugkg. Gly-A T 2ugkg, 7 /VRT 3 — k, MPPA,
Glu-A 1% 1 pgkg 707z,

2HEBIXEM A — R U » U H TP N-(tert-Butyldimethylsilyl)-N-methyltrifluoroacetamide (MTBSTFA)
2 & B TR AR H AR AT, KEHROZ Y A — K, 74k r— bk, Gly-A, MPPA, Glu-
A ZRIFFERET D LC-MS/MS Z B3 L7z, ARHRZRICT & h=F UV TRZ 37 % AXs [EFHS
— MU w V&AW ERH CHMER A BRE L, A A AL E OB R R/ NRICT S L O ITERIL
7. Gly, Gly-A 1% 0.1-2 ng/g D#ilH T, Glu, Glu-A. MPPA | 0.02-0.4 ng/g O #iPH TR EAR & 1ERE L
el ZA PERE (R?) 1£0.994 DL Lo BAFARE#MEZ R Uiz, & TIREIL SN =10 % 22 Gly
0% 0.05 mg/kg, Glu A% 0.1 mg/kg &R L7z, TAEITIHIT D KED Gly DEHEEIX Gly-A & DR
1T 20mg/kg THY . Glu DIEHEIL Glu-A B L NMPPA L AR T 2mgkg TH 5, HEEEL LD
HY MR O 72 8 Gly 281345 5 mg/kg, Glu ZH134 0.5 mg/kg £ 725 K O I KRE~RIL, B, §f
ITHER LOSNTHREE 2R U, BRI 97-108%, DM THEE X 2-5%., ENTTFHIGE 4-9% &
RO TA RT7A 2 OAGE (UL 70-120%., PHTHEEE 10%Am0 ., SNFFBIEE 15%A0m) itz L
7= . MHEE Ty NEOYAEMEA Y T A AT bR L. U AR LT,

3ERIT IEONATL ) ZRGE LT, LC-MS/MS Z W= x A =aF ) A KREEKI1T Ko E—F
SN DTk EFE L, ERE~OEAEZR T, TEXITY R A IF /0T YR FTARF
Yo, FTANSV LRI 0 FT=U0), V7770, Frruar) R, F7r7url R
BT T s a7 Y KT IR), =7 ET A =7 U ET ARBECPMA, CPMF), 7r=73 K,
7 =% FREP(TFNG, TENA), 74 7n=/L, =FFo—)L ZAEITV T RAJLKFH
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(Z &E DHERTT L N LT, >

M S iz, Ak

7ad 17 Ry EREWE L Uiz, BRI LIZIE o A% 9 10g 124 L, QUEChERS ik & [H
FRHNHIE(SPE) & LA G o E 72 1A THIM - B Z1T 572, Smart-SPE PBX 35 J UF PSA il L THll
ML, sMem sy 2 brs L TR b EEZ LC-MSMS THIE Lz, TRANEIGGRER IR o4
FEAY MRL F 72 13— EFE0.01 ppm)iZ 72 5 X S WIN L7, &Ry D MRM 135t L 72 B EiFH G4 C
AL ZAT 272, 1E D WAZ 5 P OIHERy Z2 3R K < BRET << PBX & PSA ZiflAf o7 SPE
Y MEREmARER A R 2 AL 1 H 2 FT. 3 BRI O L7z, FEYEE
DERE STV DRI OWNTIL, WL h BAFARBIRNE & EHRMENSE OV, B, OMTHRE. =N
PR & b IR BAEICIN E 5 BAFRRERAE b vz, REATIRIE O LAE 9 9 3EHT I H
%ﬁ%ﬁotk:%\4iﬁ7ufuﬁ\V/%7?y\7u:ﬁiRk%@ﬁ%%2&%\xw$
XHoraL, 74 Tao), IaFT Ty TIVE T U7 a O BRSO T
F EONAE IO T =aF /A RREIEOSHEL L THEHARETH D LR
BInic, T4 MFAEBBETT 2 TETH D,

WAFRE  OHEEAE. AR BN, R
e, BPATEEE ., RRAVERR (RIERRT
). BAEE, RN (ENLERE &R
TERT) Mk B — (REERKRFRFRE, 74 A
T 4 A = AfE)

A. HFRBEH

TAE D & OB R D 72 8D O£ O
BB TFIEO EHEFR L O OREED 7=, &
PERIE R N A =aF ) A FRIEEE %5 b
L C. fhiHi% QUEChERS {E% DEFEHICILA &
NTWDHE LR CEEEAE RV, Z0%OREHR
BEE R H T 5 & LT EE) S LC-MS/MS
SETEA Y TA AL L BB E BRFT 5
Z LT, i, fHE T, W O R R AR
RIERALEOMS A2 BT, 1FRIgE S
DR 7 VRV — b, AR r—h BLY
T O/EY N-7'F L7 Y s — 1 (Gly-

A) 3-AFINVHRAT =z a4 8 (MPPA) .

N-7E®F NI R x—hk (Glu-A) (Fig.l) O
INTEDRRZ 2HEBIZRKEF D7 VR — bk,

7 ViR 32— b, Gly-A, MPPA, Glu-A O/ #1k
DB L A T4 ALl 3ERIZ IZ O
NE D I D IRER SR T O RTALERL Aﬂ&%

w%ﬂéﬁ%?%éQﬁmﬂ$%@%ﬁ%&l
FRFH VR LS o T H B2 O Tl - kS
B R L7z, £ LT LC-MS/MS ZfiH L, %

F=aF ) A4 FREKLZNODOMRHY 17 ik
BT B EOBRE 2R AT,

B. BrRE5E
1. RK - A

LD Gly (98.9%) . Glu (FERE 23R ) |
MPPA (F%HRHGABA) . Gly-A 1IE L7 11
SRR L2, Glu-A X7 =
MMEFER L, 78X 17U R (98.0%), A
X7 a7 R(98.0%) .Y/ T 7T (99.0%)

FTAREH LA (90%), F7eTdF 7T =T
(99.0%), 777U LK (97.0%), F77nu
7V R-T7 X R (98.0%) ., 7u =71 X N (98.0%) .
TFNG (98.0%). TFNA (98.0%), =7 > E 7 A
(99.0%) . CPMA (95.0%). CPMF (90.0%). A
VAR FH T aL (RERIRS M, 98.0%) , =F 7
72—/ (98%), 7 4 7=/l (98.0%), 7/t
Zv7ur (£100%) . 7tb:b%v@OMs
). A% — (HPLC H). X (98.0%).
MMT/%:WA(WWQ\%M77$VWA
(K, 99.0%) . HifkF MU L (99.5%), <
AMEKFE T MU T A 15 KW
(97.0~103.0%) . < X ABR=F FU 7 A KF
¥ (99.0%) %M\ iz,

i E KL o MTBSTFA (97%) &
MTBSTFA+1%TBDMS (295%) % Merck 154 %
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FEH L7 BEHCRR R % O ACN (HPLC Al .
MeOH (HPLC fl). EFfRT > =7 4 (Fifk,
97%) . WEEE (Rrfk. 99%) 138 L7 4 L LF0
(B e e W AU W 95 BV NIEA v S T e | 31
FE. T AVARE, BT HEBIOHEELZHEH
L7, BIRHHKENTIEXT AV IE - 7790
PEIRG . AT HEZENL, £ANTRZIET
AU BERME LIz, BERLBSINES LA
FHICEHLTIEA—R—THALELDOF N
7=
2. ATALEICMER L2 EBR L UHRE

1.5 mL F = —7 % WATSON #L8 50 mL F =
— 713 VIORAMO #8450 mL 7 = — 7 iz 0>
S BERI T KUBOTA 18 (Model 2410) R & 5 #%&
AR 15 mL T 2 — 7 B3 D Sy B
eppendorf £-8 (MiniSpin) Z i/ L7=, ¥EHlic
EH L@ — R v D3 T XTI A AT o
oA =AM SPE-Presh % 7z, if
SHLBRC TN 2D EF A — ~ U > 213 SPE-
Flash B & 7z, R A= F 7 A RO
M/ — RV v C18, PSA, PBX (7 A A7 ¢
A = A8 Smart-SPE) (X7 A A7 ¢ ¥4 =
v AR T,
3. PR L UV LC-MS/MS ikt

KR E ORIk v~ N7 T 7-4
VT NEESHTEE (LC-MS/MS) ZfEH L7, K
K7 v~ b7 T 73 EEREEFRRO LC-30AD
DR 7 & SILI0AC DA— b2 7T —%&{fi
L. o7 2EESFHIEERERRO
LCMS-8060 2l L 7=, #2534 2 B LTI,
UHPLC PEEK InertSustain AX-C18 7 7 A (2.1
mm 1.d.x100 mm, 5 pm; GL Sciences, Tokyo, Japan)
ZHAWTITo 70, REICEH L TISHT D 7 A2
IZ InertSustain C18 (2.1 mmi.d.x150 mm,3 um; GL
Sciences, Tokyo, Japan) Zffif L7z, 7 7 AR
IX 30°CIZRRE L, H v 77 —TF —NiL 4°CiC
RE LT, EONAZI DRI =aF ) A FE
DT D 717 20X, InertSustain ODS-3 (2.1 mm
i.d.x150 mm,3 um; GL Sciences, Tokyo, Japan) %
L7z,

WEE R OSHTICE L CiX, BEIMEIX, KTk
F=hRU (3/1, viv) H1D 2% FEEEH LT 0.1%
Wi 2 BEHA L LT 7B F=R Y LHD 1%
Tl LN 0. 1% MR 2 BEH B & L THERL L .
053775 253£ T95%B.3 53 T 10%B £ THEH,
6 S RFE. 143 T 95%IZRT, IRDIEADHIIZ,
VAT L 3 B L, e 0.3
mL/min (ZERTE L. 7 u~ T 7 0 —DOER
FEH GEADLBEAET) X155 ThoTz,
K51 D HPLC G015, BEIEIZIE 0.2 mM FE
fe7 =7 A-MeOH % Jiti 0.2 mL/min Tk
WL 6 DT A Y7 T7T 4 7 WHIZ X - THE
LWEDEEL T EAT T2 MS DA A ALE
—RiZ=Lv 7 b 27 L—A 4 (ESD 1kiED
RYT 4 7 A A — KT Multiple reaction
monitoring (MRM) % FVNCo#T L 7= (Table 1),
4. PR E
4.1, BERLE O LR

MeEHUE (BiR) 10g % S50mLAY 7rE L
VIEILEICH R L, 30 mL OEHIKIZT T4y
IR E 5 LT - IBRA LTz, S HICHMAKE
F15mL Mz, &£8% 50mL & L7-, 1930xg

(3500 rpm) T 5 srfil B L2, BT 1
mL %, A% /—/K (1/1) 1mL & 0.02%FF%
AR ImL TR L7 Cs i— MU v & NH &
— U v U EMAEDEZ SPE A—FU v

(_Effliz Smart-SPE C18 (30mg) . F{HIIZ Smart-
SPENH2 (30mg)) (ZFeHE L7z, Afif S7=t
TUNFEG LT — N vy Uk L%, B
— U P& 0.02%NFRAE R 0.5 mL THEF L.
CsH—hY o PEGVEELTZ, NH 1 — U >
T% 1 mL O 1%HERAE IR CHelf L TN 2 B
L. 1 mL ® 0.02%FEFE/KEIK THEHE LTz,
0.07%7 > E=7 KEHK 09 mL TNH, #— U
> VNGNS AR LT, EHIRIE 0.5%
s 02%Y UEE T 20%NEREERIR 50
L 2Nz 72, BfRlCKkEMAZ, 2f% 1 mL &
L7,

4.2. RERBOHH DR
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B Lo KRR 1g 2 50mL AR Y 7'm
L mEREICEEL, S mL OBHKEZNZ,
50RHRE 5 Lz, D% 50%ACN KA % 5
mL JIxCeE 10mL &L, IR 5%, 1930xg
T 5 pfiE B AT 572, B35 0.4mL & ACN
0.6 mL Z{E5 L, 50FER. 1930xg T 5 57[H
OB TV BRY o7 Uiz, B 0.025 mL
& 10%ACN K¥EHE 0.975 mL 24 L, #EHH
Hik & Uiz, [ — R U » P13 Presh-AXs (55
457 V) EZHWZ, 10%ACN KA 0.1 mL
Tarvs 4 va=r7 LckICERBHEHIKRZ
0.05mL A7 L72, 0.02%FEE /KA 0.1 mL CTYE
Hi%. ACNO.1 mL CREAHFOKZIY R M
KEAT - 72, BiAK%. 10%MTBSTFA-ACN 0.1 mL
(2 K o THEAEFT THEMRL 21TV, FRTIC ACN
0.4 mL 2N L7oSA TOANEH, RvTr v
A% 10 BRIfT > 721212 LC-MS/MS 12 CTofir %
1T o7z BEEROFHERIT DOV CIEREHn
WKOWPE L RO FEAEMEH L TAf.
10%ACN ZKIEIRIZ K Pk, ik, FFEdibis
L OVEH 217V, LC-MS/MS ([Z Tt 247> 72,
4.3. IO NAZ 5 O L RER

1E D NAE D ZIRIRZE TR TR S it %
ATl 10g%250mLAY e LT
2= &5, TER=KU/L10mL &0
. FCOEREI EXZ v FIFH—ITLDIESE
D EL 10T D179,

REW 25g %Mz, FTORE S L ¥ vF
FH—IZLDIRE 9 &K 10T 2175, g~
TR L40gxMR, FTORE S L X v F
IFP—ICLDIRE D &K 1032179, 1930
x g CiOorBEE 5 M T, BUBHEHR & 5
Do

B Z— U v 21X PBX-20 mg, PSA-30 mg,
PBX-20 mg ONEFE TliE+ 25, 7k v 2mlL %
BRSEZ06, 77 b= KU VKEE 2mL %
WE L CEMIP— ) vy Darys va=y
T EAT D, — & FITEAE L2 PBX-20mg %44 L,
PBX-20 mg, PSA-30 mg CiifE L TV 5 [EFHIC,

D 1AH 500 pL Z2 2y B L TERT L, JIEIS
Lo T 2, BHIKITRRE T2 5,
BARG— bV o227 b= b U ILKIEHK
500 uL 2@ L, MEIC L - ORI 5, Rk
FITHMIAK S00uL Z Mz 72D b, /A —)L
Ny FT3EENYT 4 72T, 1ZLHIT
S UCE A L 72> 72 PBX-20 mg (ZFRERE N
DR Z BREAR L, MEIZE > THEET 5,
WHRIZAEIZ E L3R 53 RE T 5, o
DOREREIZT 7 h =k U LKEE 500 uL % 0 %
INAY— Ly N T3y T 4 75T
VW, BT — U DICRBRENORIR E 2R
BT 5, WHIRIE 2 DB ORBRE T%IF, &
#2mL ZHERERE T 2,
5. WAt

Microsoft Office and Business 2016 @ Excel %
FWT 2 BEM O Ll iE t e, 3 BERLL B o ki
I tukey FRUEIZ & o TREGHUWER 21T o 72, F£72,
FERD Y 7 N & T2 MEREAn R IRF 0 [B1Y
BRI 2 0MTRE R L OENBEREIX
—JCRLE BT LV R LT,

C. IR KRNEL

1. ¥EH D7 Y R — MEOSHT

1.1. 57 b L BEFEORE{L

FpkE s i < kR x e B LRI EE A FF D S
FEFA D Tt G 2 [RIRF I 3T 2 721, »
S OMDEA AL MW T Kt Lz, et
L7e# 72D 955, TSK gel Super IC-AP &
UHPLC PEEK InertSustain Ax-C18 7 7 A0 b
BWEREZ/R/TZN, A—h—~=a2T LD
& . TSK gel Super IC-AP [IBEMHOT & F =k
UVIRSEWGE TG LTy, £, kg
A AW F Z 2 (TSK gel Super IC-AP) % VT
SBEL -G oA 3.5~5.4 43 TR
SNDITHEPPP LT, N-TEFALT YR —
MO —2 0315 ik < BB S L2728, [FARESy
Bricidis S 7p & & %2 7=, % Z T, UHPLC PEEK
InertSustain Ax-C18 7 7 A& Wil L2 A 4 A2
WOREGE— FTHET L2, BYOBEIFHS
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& W84, Gly-A 2B L TIEiifid oun<
FERTITZ2 o 72, Gly-A DIEH B FEFITEL |
E— 7 OEIENIEN Y | BERENMEEIN
72o L2vL, BEMEIC 0.1% DOFRZ Nz 5 Z &
T, HELIZHERREZSGDL LN TERL, &
512, LCRTIX, @ROEFEICL Y E—r T —
U TIRFRAET L2, @REEERNT A
EHAL, A7 LA (SUS: SMERAAT L
) oD LC 74 & FRERIRY PEEK F =2 —
TIZYI Y B Z 7=, LC-MS/MS /0 #ric 17 5 MRM
T R, EYERE S T 2V REE HOV TR
w7z,
1.2. i3BHODOREFAR L eSO ER
9. RO pH (pH3~8, 0.5M HHFEIAIR
F72IE IM KERET R U U AEEROTEINC LY
FHEE) 23, SPE PRiSLOMEY L TN E D5y
Wrxt Sy DRI RAFE T B A et L=, fh
HIE D pH %24 2 T, SPE Ve th O Dl
INRIZE T 2o T, Tz, B THIE L
MNF VIR D pH 1% 3.5~4.5 TdH - 7=, SPE
=R U T BT EERHNEERENSD T YR
P—h, IR R— b BIOZEOREH OV
HHIEERT LT, NTF IV U7z, B
25T 2 BEERSCZ RN WS OE Eh
TWAED, 7V =T v T ATy 7 TING
DFEFRRCM O EWE ZRET H 2 & 2Rl A T,
MO 1 mL 7V a— &2, HH22U 1 mL
DAH 7=k (1/1) BEOT mL D 0.02%FE
FETA IR CA#E L7 Cis (30 mg) B K TYNH, (30
mg) 1 — VU vV L FEIRFIH A G DT SPE B
— MU PICaAm LT, AL — ) v
% 0.02%KFEAVANZ 0.5 mL T Lz, ~F IV
B DR CRENIE 72 & ORI H X,
Cis 1T LR E ST THRE L, BEOEWT
=AY VR A FEO NHY B T AT, T
TORHHGEMPIRFFSND EEZEx DN, T
T W7 E ORI EWE L, 2 b OEHE
RS NT, BREST, 7T =AU AR
D& D BRBEHEWE X, O ktg L & 12 NHy
T LTRSS N2, £ T, Cis W7 A%EY

S L. NHy 7 L% FEBESIR CHE3+ 252 & T
FRtEMVE 2 bR LTc, ot 8emid, NHy 7
AP OIRHVEBE T Lz, NHy 77 L0
TR AR AR o NH4OH O (0.017,0.035,0.07%)
L7z, 0.017%? NH4OH % iEH AL
RAWIZGE. 7Ry 53— R USO8
DAL 20% A5 T > 7=, NHsOH DIREIC
K17 LClalERigm E L7z, 0.07%% NH4OH %
R & LT L7256, T X T ki4
IOV TIEIE 100%D BRI S Hiiz, LTz
235 T, 0.07%% ¥ NHAOH Ot ff & L
72 NH4OH #EfE% EFC pH % LiF 5 &, NH,
DA FMEDMET L (NH; +25 NH (2284k) . VU
VIR E RO BB DS NHy 71 7 L B HIBE L
TIEHEND Z LB h D, VP IEBE O R
(0.1, 0.2, 0.5, 1.0%) ZfxiwE{t. L7, SPE %1 7
DOV IREE L U CHERRORE 22 % TH T
MOBLRIZ K E 2B R o T2 7o, Pk
W& LT 1% A Lz, S HIT, BEgO
B Z FIFTC pH %2 T 5 & BRIEWE DRk
T SN D78, NHy BT Lo b YW E B vk
U X7z IR HIIRIZ 0.5% 7 = U BREs K00 0.2%
U UREERIR G te 20%MERRESHE S0uL 2Nz T
FEVEIC L, ZKOBINC L0 — &R & ImL (2775
L7,
1.3. v bV v 7 AR OMREFE

T T s (REE) ZHNCT, v ) v
2R (%WME) #H M L7=, ME I%, 71
~ N w7 AR OGNS ORI)GE . R
BEHR DS HT RGO RS THEI S 72 EIZ 100 % 3
Ulfie LCHEBENET, v Y v 7 2D
BINT2WEA . ME X 100% & 725, 7 U k¥ —
& ME=114%., 7 VAT 53— hid ME=102%.
IS DA ORE ML ME=88~100% & &
HENT, BEORLTHRESHICBIT D ME
Z130~150% (7 U ARY— 1), 50% (ZFLAhv
F— k) LHETEESNTWATED, Fox ORTLHE
JFEIC X > T ME l3/Mb Sz, LavL., Hi
PR 1 A DG bIZ BN T, TFIESmE =%
< GRS DRWEERY MS IZIR AT 5 AlHE
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R %, 2T, LC-MSMS DiEG#RL< T
DIZ, BIDOSHTHE (GCMS) % W T EY
BoOREZMBE L, 22 L7 SPE FEIC XL 51
EWE (AR L) OBREEZFIfIZ LT,
1. 4. Z 2 MEFAmBRERE R

7Ry F— bk, Glu-A, MPPA Tl¥ 1~20
pgkg, 7 VAP — bk Gly-A TiX 5~100 pg/kg
DHEIPH CTROT-mEMRORERE R I
0993 LLEL7Zro7 (Fig.2), BARE LAY v R
ORI+ THD LW LTz, AABLID
EU IZR T2 &E D7 Y R4 — O MRLET
H % 50pgkg (77U AV —h :25ug/kg, Gly-A :
25ug/kg) WML, RERICZ VB R— RO
MRL fET& % 10 ngkg W58 L, 15 pgkg (7
JVIR T R— b 5pug/kg. MPPA : 5 ug/kg, Glu-A :
5ugkg) WL,

ZOfEFR, 7 VR — K& Gly-A IZHOWTE
FE 104~106%.RSD3.3~6.5%, 7 /LK ¥ F— b,
MPPA , Glu-A |22 CIFEFE 86~110%,RSD2.1
~42%% 7~ L7z (Table2), 26 DOffIX, BA
DA PRI RRER L (B4 574 2010 46k) C
EDHNTZEIEE (70~120%) &FEE (10 ug/kg
T<25%, 100 pg/kg T<15%) D HLUED FFEHiH
WThD, EEIER (LOQ) (X, 7' VAP —FhF&
Gly-A WENZEIL S BLO2 ngkg, 7 VE V%
— k. MPPA 5 L O Glu-A 23 F1LE4 1 pglkg &
HEE S,

1.5. ~"F I YRBI~DOEHA

FRARE PR A K UM Ot L~ LB
LHIEMESD 2O, AARTHEALHRO T
Y S RIRIZOWT, IBELIEEE AW TS
URH— bk, Gly-A, 7L F— k., MPPA 5
L Glu-A DEEALE AT, TORER, T
ZFEDY T InHE 7 ) AY— b (26 ugkg)
IRy x— b (2.8 ugkg). Glu-A (1.9 pg/kg)
DR S 7z (Table 3), THIROANF I VD
Glu-A M Sz &9 HiEiE, FE LR
DNVEFETIZRNEEZZ TS, LTen-sT,
T VR —FBIOT VR FX— MIDOWT,

A T2 S SICEERT D 2 & A
Thbb,

2. RKERBH DY R¥— MNEDOOHT
2. 1. EMEBEMELIZL D LC-MS/MS LD
ik
2.1.1. EMEFEMLRIG & MS &EORE
S BRFHE A EYENL % F N C  OMTBSTFA 338
2 Lo CHEEFHERILZITV, Gly $15 pg/L B
FO'GluJE 0.5 pg/L IZFHR L, MRM §{4- 0D
WL AT 572, AWFFETHWZ Y U ERISE
A FIFA1Z OH Je EOREHENKE L, 5 B
PR Z T, BEFEIT fert-Butyldimethylsilane
(TBDMS) ME#T HRISTHSD (Fig.3), A
WRFE T, A A RHEH A — Y v DI
EXT R & R SIS, BKEITO, 3
BB R 23 2 & CERMAHESR L ET
DL E L, FEMES IS ERERE 7 1
— oVl va k). Ly fu AT L
—A A4t (ESD) {ECMSIZEAL, A%y
E—RNETuH 7 M AUV ARy U FE— RTH
WradTH> 2 L2k o T, FHEIR LR EIR D
A F AR O B AT - T2 ESTIED R T
4T RHT 4 TAF = R Tl EIT- 72
FER, TRTOEERICBWNCRY T 4 74 F
YE— RN TEWEREZGZ, £0%k, FHEHt
YR DT ) h—Y—AF 2 TaZ s A
V. BEFEOREEZIT o7 (Table4),
2.1.2. BEHORET

2 U A DALE IR o3 fif 2 il = 3
ZENHEINTWS, 2o, BEEICE
RKEAND Z &7 < AL D H Tt 217
IMENDHD EE X T, FMBF IR A ER
ZRAWT, BEIHE L CEICEH SN S MeOH
BLO ACN Z@RLEKEOZNZENDOE —7
AR DREES JORE AR U, et
EiToTo, ZOREF. ACN X MeOH (T~ T
Gly, Gly-A. KO MPPA |2\ CHEITEE N
o Teh, EH L BREN R ThRiolz,
CORREREZX T, AFUMLELRESE DT
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DIZHET B =0 L BEHICINT 2 Z &
BB Z T, BEET B =T A ACN IZIET 720
728 MeOH (2N L, FEfET € =7 5 MeOH
OB TR, KR, IRINIREL IS DOV T AR
DOFFEMRCIEAER 2 O CHBRE LTz, T Ok
R HRT CE= U LAEIRINTSHZ LT Glu
DREEN ACN I[ZHARTHEICM EL, DIk
FEHm U, 72, IINEEIL 0.2mM ORRZ
EEEL R LT, BENELS, HENZELE
0.2 mM i 7 > & =7 5A-MeOH % B EH D i
WS Lz,
2. 2. EARMERIE & BEARIRIEDO RIS S&HED
53T |
2.2. 1. FEMEAE OB

VUM T 7 A FOBEHILIZ K-> TG
PEREEN AT D, T A FRITATFIVENR 3D
ft& L7z Trimethylsilyl (TMS) {23 & BOG L
T < oS LT W0 SBITHIEIZ IV T TMS
kA% & TBDMS fBAE D MS A7 FLZ bl
L7z & 25, TBDMS {KARHERR D MS A7 |k
NOREEREOEREZ R L TWD, RIS
T TMS (L2 FHW 285612, 3 Claamasib L
7= BB O MeOH (2 & » CTHfiRd 2 L HEHI L 7=,
DI, MKGIFE~DLZZENES BEIZANT
AR T ORI & vy TBDMS {Lak3E 2
Uz, JEATHFSEIC 3\ T, TBDMCS & Hi5EiZ &
% BOGIZ & o THEERALS b S h, RS
EEmD DO, GC-MS iz W\ T
MTBSTFA (Z 1%TBDMCS »3 i - 7= ik # % A
WOSHTIERZ S HESNTWD, £ T,
MTBSTFA #{3E & 1%TBDMCS+MTBSTFA {3
12 LD RS ELCIRE IOV TR 21T - 72,
ZORER, EHLLORIEE - THREICHE
HBALIZFTRE T d o 72723, 1% TBDMCS 3N S 4
TWAHEHZEBWT Gly BX O Glu 2350fiF L, &
FEMARA-4r b lpode, X, FBEMRILZRICAE
T DA A A T A 5 EBIFITED E
O, HH L U TR LR AR L & SO Loy il 2
RLTWD L& 2=, ZD7=H, MTBSTFA 3K
7 s SRR L LT,

2.2.2. FEMCAREOEMEI— Y vy VHFTO
FOSERE & AR SO MGt

MTBSTFA (T X 2% EHFEARE A BT IS S
NTWRWZ &b EHP TORISKRH, A
FRESIES0v H 7% O IRF[RRIEIC K 2 22 e M & Mest
L7z, 1ZU®IZ, B — MY » PR THER
{LRRIRIE AT O REICIAEH T2k E 5 ok
B LB T Dk & i Uz, 2 DR R,
B — R U DHICREF LTV DAEHES & 56
EAALRIIZERICSUGT 5 2 E VBT L7,
TR AT O EFE R CHE T 2 &3R8 AR Lak3E
BLOEEESERE T LR H -T2, 5
WAAERIRIR AT %, BEBICERT 52 & a2k
WML Lo, WRISHEMEERICHIRT 28
% MeOH 3 L TN ACN & L TLEMED i
FEATo T, WHUREL L LTk L72 MeOH 1X
FHERM L TOLHET 2 MR T L, FE%
{E#% 90 43T 0 4312~ T Gly 38X WY Gly-A (2
BT, RE R T 35MeRE S iz, xF LT,
ACN IFFFEMR(E LT 5 90 25kl L CHLEE
TH Y, Tz 24 FEEFRE L CTH K E < BREIHK
T Lotz ZORRNG, EReIHT 21T 9
LA, AL ACN Z i gk & Lz,
2.2.3. BEMFBERLIC L BHEL L BRREL
TR D FHEARALE T O MR R SO R RO K
ISR EIEBRESETH D, BIEXRWE O
ik & L T.FMOC-CL, AV MR R U A F )L
3,6-dimethoxy-9-phenyl-9H-carbazole- 1-sulfonyl
chloride (DPCS-Cl) %#% < OFFEMR(LAREEIC
LA MENHRES LTS, L, KGR
FEREOEEN S  BOGKH S BV 2 & AR
EINTWD, Fo, AV FHEEE N U A FLIC
£ B FHE AR CIIRUE R E CRBE 2R 2 &
DIRBEER R 2T L T\ b, £ 2T, Abf
ZEDEFIFBEARAIZ X > TR TR R S
DT 21T o7, EORER. AL TOE
FHFREARAIE IS X o TROSFERITERD . RISIR
FEIXERIR (25°C) TITA T2 &b ROHTET
PEHRIEL D LEECHRETH D Z LB LN E
7eol, EBHIT, I BAEOIHEM L IEFER
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ik & EHERE SRS LD RE DA% 5 pg/lL

IRATFHEARAFERIC LV i 21T o728 2 A,

Bk & He_T Gly : 3208 fi5. Gly-A : 308
£, Glu: 3%, Glu-A : 75f%. MPPA : 23 5%
ST S R D72 728 MTBSTFA O %A1k
IZ X > TRBEELEZ WREIC LT,
2.3. KE.OHILEDEHEL
2.3. 1. fIHGAOBRET
REDFBRENEIE 7, Rk, 5
BT 85 Hlax LD, ZohTHLH I E
1349 40% % oD, ZDE L BKEMEZRT Z &
No, HIRRMEIZIRIEL, v~ ) v Rk
LTAAMAEZRZTZENB LD,
ZZ T, ACNIC K BRZ T kBT, 130
DIZ, WK 1 g ITRAEMLIRIR O E
73 Gly, Gly-A:5ug/g. Glu, Glu-A, MPPA: 0.5 pg/g
D EIITEINL, EIET 30 piE S,
Z D%, BHK 10mL 212, IR & 5| 1m0k
(1920xg) %45 5 43 Z & AZATVKRIM L7z, /K
K 0.5 mL & ACNO.5 mL (2 CER¥ 37 %
1Toles BRZ VNI B O EZRRL, AXs
A—hY yPiz@L, FEMMEEITH> LT
R (ESASINRR-RRA 7 Z o 7 BEER)
x100 (%)) 3B X OVHTHGEE (BINCRIE (R /8]
INERFHEIX100 (%)) R LT, ZOfER, 7
JARY— FBIOZ IR R— bk DEIEREHR
120%% 2, Z/VARTT— MIOWTITHEED
BT STz, ZDOZEND, BE L /RT R
NENLEE 2 BRA /87O ACN % 0.8 mL,
KA 0.2mL ([CEHE L, [FEROFH MR 1%
IZ K> TEMER S GHMTHEZ R L, £k
B, Gly DFEILED 40%F TR TFLTLEW, B
BT IED ACN B EEITH D E&E 2T, &
ZC, AKHIH A 2 BEREIZ AT, 1 BXRE BB AR
5mL, 2 B H 1% S0%ACN /KIA#K 5 mL Nz T
K ERE DR Y LR BiTo T2, D,
R 0.4 mL & ACN 0.6 mL (2 X R4 v /37
BEATO, FROFERIEIC L > TEIE L
REZEM L, TOME, TXTOXNEYE
2B T 70-120%IZ 0 E D RAF7A SRR %

R ULTZD Al 2 THRD & EIEED 120% % 8 2 T
WD RRIRLCOM TR E & 10% IV R 2R LT,
ZDZ LD T FUSMIA A AT
EH 2D~ R o7 AR L, BRSO
FIRT T2 LB 2, BRICK > TRA R
DR A B LT,
2.3.2. fRA AU RBAIEME I — b Y v PO
HE B I oKEFICHB N T, Vv
FRlLo VAR X VN A A B E T2 ) B &
Fio, ZOZ &b, BA A BRI ER 7 —
MU DICREERSED Z ENAHEE & 27208,
T D EREIEIC L > TR OSSO~ Y v
J ADKER)ENRIR D= OFEMET— R v
DREFNMETH D LHR L=, £72, BAF
URPEREELITIN X CHUKYEE RIS A A
RHE eI A IR TR — R Y » I A
WK G E OME b, REF) O LD FTHENED
bbH LB, BEA T RBE R D I THERR &
NDHEET— BV » PIZOWN TR AR AR
W KOS O L RiT 21T o 72, It
Rt T B — Y v U o
IR X 7 e et ((CHCHCHoNH,) %
A SE N EMHA—F) v bR ~v—H
RIZ 487 2 > ((N(CH3)3")  ZHEA S H 72 AXs
BT — Y v PO 2ETH D, RitOREE,
TRTCORMNEWE BT AXs 2 L= 708
NH, fEHIFICHERTHEICEEZ R L, HED
mL Ipote, ZOBSIL, AROBRIZ B IxS
W DS NHy ~MRFFE TSI L7z & bz,
AXs [EFEA— R Y » CHOFEREREDOZEFHEIL NH,
BFHT— ) v HOEREDERL b F
F U MER RN T ORE R G E D38 < PREFL .
B TE L EZT, 2O, YU BF
NAEOFE S — N Y v Pa AT 5 2 &k
J. BRECRENLCRFTHo TR Y ~—H
EOAXsEFA— M) vV EEHT L EL
77
2.3.3. BKHERFREMEI— M) vy D2 K58
BorEt
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Refhtitco~ ~Y » 7 212i&, IFE (L
Fr) RONENEYHHEEN ST I TS L
O L UDIZBUKEWERREIC L D EINERTS
FOREDN 2R AT, £ 2T, BkEME
HRRFFT D Cis BT — MY » URBUKMES
FOBKMEWE % N7 > A L ARFFT D PBX
UL RY RF LoD =P ) [EH
F—hrVv¥ (EA) & AXsEHI—FY v
(M) ZERE L, o Cis LOVPBX 121X
BRAKPE DA & AXs 11T B BT RIE % (R
FESEDZLICk DEIREE HHTRE LR L L
oo RFFLTZ~ MU v 7 R EFHEAR(EIE ONTIR
HSERWeolz, ERFERMECEEZ1T 9
BRIZIE, HFE L T0D CigB LU PBX &4 L,
Iﬁ@ﬁ%ﬂ@w SO — KU > &g
BHFEREEIT o0, TORER, C18-AXs (GH

%H&Hﬂ%xm&?ﬁ@%ﬁb:&?@ﬂ%
PMETF L7, JRIKE LT, Cis BLOPBX ~D
KGE DIRFENE Z BN D, Cisldy U B 7L
\ZRFEE 18 HfEA ST E L2 . T
SUATNMIRINT D Z Ll ¥7 /—n
ELTHEELTOVWDAEENRZ ., 207D, &
MR 2 RS BME NS T ) —IL L DKFBRES
A UL TRFF T2 B X0, F72,
PBX ([ZDOWTIIBUKMEME & Bl x2 R4 2 &
MORBWE RS HEEZT-, ¥ T/ —
TEPEIXBEMERI CHIR CE 2 2 & h . ARTRTOD
AT 4V a = TITB W THEBRKE IR DR
AT T3, EGERIIEKRRVIREETH > 7272
DBKMERFFREME S — R Y > VDA O A
EZT,

2.3. 4. ERERVEIFIC & SRR OmE

% DWEIRICIIKEREE X I o Th DA
Ty (=aF o), Ny BT RO RN
WME G TWD EE X T, 2O IS
HIZ OH &AL, FHESEMA T OKEF TITA
BRSO D AXs B — Y v PIcA
FURAETDHIEREZBND, ZhbHD~ b
U 7 ANA A AUMEESCHEEOR T2 Z L
TV EZEZ BIRMICREEB T2, 22T,

WA — b U Dyed TR CHERRIC X 5 mevis
Z2ATH Z L & UTe, BEREIRE A 0.02%. 0.1%IZ7%
E L, B LHEE ARG LA R, 0.1%D K
Gly A HEEIZHE <72V Glu, Glu-A 1% 0.02%
DIRFIZAH FIC & < 722 72, Glu O X Gly $4
IZHARTENZ LD, BERT2M2 2% BN
T 0.02%NERE /K AIR & e 5t & LTz, feidl
L7, Rt ChICEE RN LI & 2 A,
BN, PHTREE R R R AR Uiz,
WAL Lo St TR Rl 21T o 2k & L
72
MEREAT 3R BR D £ e

ZHE T LC &fF MS & L O E AR
oW THE{L 21T~ 72, b L7z LT
B AT IEHE O B BE A BRI X 2 Afset i s g 2
FH L, EAEOFMAIT 72, Gly, Gly-A I
0.1-2 pg/L OFiPA T Glu, Glu-A, MPPA (% 0.02-
0.4 pg/L OFEPH CTHEM A VER L R EFRE % e
RBLTz, ZORfER, R>=0.994 DL EOE#RMEZE R
L7cZ b, BT RL &b L7,
IHREFE DRI R G EZHNT, v~ Y v
AMREEH L=, <~ MU v 7 AT RN
27T 7 LR R IR AR ER A i L. B
S G DAE HER TE - 72 EIZ 100 2T U 7=
ECHH L, 2O 80-120%NICINE S Z &
TERTEHLEENTWS, LrL, AHFZET
IR 2 E AT — R U > D2 L CREE R L
LCWb7e®, KE7 727 EHBICEERM
THZLBRTERY, FERELZFERISER
BT 7HRICRINT A2 EIXTEDLN, N
TR TOFERAERED KRG T 7 VI
IR & FFEMRLAEER CAENEZ D Z &N B IE
T A2 Z ERREETCHL EBZE LT, £2
T, KEZ 7 7 fhitikes L ONRGEERILE
HLHLEMIT— Y v VB L THEMRIEL T
WA=, B — R Y v T OB
T&EDEEZT, ZOH, HHBORIRICIE
AR AL, FEREToTo e — 7 H
FEE % 2 8 AR LRI O & — 7 AR E CTHl -
7AEIC 100 2/ U C~ b Y v 7 AR AR B L
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Too TOREF, 93.1-104.7% 2N F 2 B 7o 45 il
R, AT O~ N v 7 AR L ik L
THRERBIETH-T22 b, Losb &
EMEEZRINTE D LB X T,

Al Uiz a2 VT IR, [EIER, kS
BB L OERBRICOWTRF Lz, 3l ik
WZOWTIE, BRI EDTA RT A4 NTHKS
TEBRE 2 AL 1 B 20MT. 3 BEICHE L7,
(b L7 FIETHI R E & £V KE
T ERELEE A, IETLHE—T X
MR TETRIEIT o TH L LWLz, A
KIZBT 5 KT T Gly OHAHIEITL Gly-A & &
HLT20mg/L TH Y., Glu OHHMEIL Glu-A I
FO'MPPA LA LT 2mg/L Th b, A KT
A NZBWTTEREE S L < ITEEHEO5 %
WINT 2 L snCniz/=®, Gly JEII% 5
mg/L, Gluf8i34 0.5 mg/L & 725 & H 1T KT~
BN, RREE L 722 &9 ISR L= kL
FRAEWR & D v — 7 HRHE Tl R 2 H L7z,
BonNi-—r F—2hbREINEEZRIHL, &
D AR 2 — JCRLE 53 B HTTE TREGHLEL L |
DHTHE S L OSENEIREZEN L., 20
FER. [BIUCE, OMTHEE R KOS NHEEURE I
(G PRI T A KT A > D FEYEM (R 70-
120%., PHTHE 10%A0 ., ENTEEREE 15%K
i) Ziz L7z (Table5), F7=. &= FIREIX
SN k=10 L ¥ | Gly %4 0.05 mg/L, Glu ¥4 0.1 mg/L
ERM LTz, LLEORERNG ., AR TR L
T ONTE DR L YED R S LTz,

2. 5. BIAWE S LC-MS/MS HIEE TDA VT
A Ab~DkREt
B L & R TAE LR EZME L, BT O

AEWEOMESHT OEAETHBEE L & BIic,

LC-MS/MS Ldfi L, WM& DA T A Abx A
& LI TIEOMWSL 2 BT Lo, KT IEEMESL
HZ LR, BATOREEEREOREZ .,
R ONEHECNET D 2 N FREL 0D, £
TAEEMEORWHENAREE 70D Z b, B
BRI O EBRAIFEIELIC OV T HIEEDR DK
W 22 S IS = kT 5,

WROA T A EERH B#E LC-MS/MS
EXER A ECHAR RN Sh T b,
F oA CEMEBEE LD A Y v ME, AL
BN BHE E TREH), RIAEOTY MgV 72
VN, BN D O R & 42 HPLC ~8 A7 5%
T O I E AT AN ATHE & 72 D ORI RN & 5,
LU, BB OB E S HT IS & Bl 534 72
W, $ERD SPF-LC-MS/MS [LEFH A — h U » ¥
(T R E & kiR, WRIHT DRFICE D F
FEFAA— VU » P% HPLC DT A 2 THHAA
I, BEHZHWTEMEANGEH LR 6,
HPLC 7 A~EAL T TEMBERSH
TWo, ZoHRiT, BLTFTD &S BRREBE %
bivd, OBHIRICBEREZ VTN b7,
A OFFECT R (BBEIE) O E IR DS
D%, @EMS ORI Z pH REETE 72
Vo GRTLERIZ AL & LA A T < U,
(OHPLC |ZHHAGA A T TR T 5728,
AICHEM Y — Y PICEERDY | [EF
T— U » P L BE O i D RTRENE
Nd D, IHTRRYE ORFFOR I BV T
RITALVER 715 % BRI 95 2 & C _LRa o Ko % fiik
L7z,

WL ULTeA v T A AEDERE, W 277
57912, Gly & Gly-A =4 5 mg/kg, Glu,Glu-
A B LU MPPA % 0.5 mg/kg RN L 72 KEH0E
Z O CIRINENGGRBR 21T - 72, 22 PEREA R
BROFER, Bif72 B ([EUER 70-120%) & =N
FHESE (<10%) 2R L7-,

2.6. KE~DiHEH

BAZE LI=triEa T, ARFAKRT., &
T KRE, fEHHKE~OmH 2170, ST
EERMEICOWTIMBZIT ) 2 & & L, x5
E LT, BHAKE (ifErE, 7 AU WEE, B
FHE, REFE) 4T BRANTRE (7
AV AE) 1T FEHAKE (T AU D
PE GM, Non-GM £ 3 %> 7L 7 A U e 5
YT, TITIUNGEI T TL) | KGR
(T AV« 7T PNERE) 1 7 izon
THREREZSI & WEEIT -T2, TORHE., B H
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AKREEB L O TRETIE 5 T HRAAR
WChole, LnL, AEHAIKERLOKE
FICIEY > 7V Gly, Glu 38 XY Glu-A DFE
BRAUETERTE, EEIEZS7- (Table6),
A KT A B TERH KGO Gly DX
EIZ Gly-A & OFFITImg/L L EDHLNTND
7o, WEELE TR LR L, £/, AR
ICBWTEEHHRE O Glu IZEEENED S
nTWnicd, BEHRKEOREFEL FE 72D
FERAER LT,

ERMERND, TAV D TEEINLTHDHKR
Z.1% Gly it CP4EPSPS (7 & F /ALK Z Ak
L720) xGlu fiftE 7 2 FALFESR DA 7Y
RRIRERERE 2> TEY 77 PV TILGly
MittE CP4EPSPS 23 EHEIZ 72 > TV D Z L AR
Ihiz, 6T, FEHKEND Glu-A % iE R
L7 iRE TRV, AR D S HHEIC BV TRE
~OJHEAMENRE STz,

F o, WL LT iriEE L CREHH R ER
B & HEE ARG O Gly, Glu, Glu-A 23R S
Nize LEX D AOoHEE, A, i85, F
D& 5 AL HTE T, KEH D Gly, Glu ¥
LN S ORHH O [FIREE B rTEE & B
PID,

3.1. E2NAZEHIDOXRA=aF /A4 FREK
53T
3.1.1. MS/MS &H-DkEt

7 b= K U LIKEEHE T 1000 mg/kg 12 L 7o4%
fnz . 17 5y (Fig.4) = Fh 72 =KL
KT 10 pg/kg AR L, MRM &40 5 i
fb&4T o7, % 10 pg/kg #%dh % F1 ik & BESI 5%
FANTMSMS IZEAL AF vy E—RTTY
T =W —A F > OREEIT > T2 ESLHHEDOR T T
4 TE— K, FHT 4 7T E— FZNZENTHIE
TV, Bone T h——A A b T e
X N ODRBEIT T2, G677 U0
—Y—A A Tag s " F L OMBEDE
ZHWT, Q1 TOEE, CE, Q2 TOEEDI
WbE1T>7-, 55472 MRM §&:%2 W,
BAEGZT 2 = U AKERTHRL 2.5

pgkg IR L7z, ZhaolEs 7 A THIEL,
E— I RRBE ORI b ERA AV & EME
A F U EMEE LT,

E— 7 PHERTE 2ol b DR ER B —
IR BARRTH ST N TiE, 7 Uh
—— A F U OERERLT a Xy b A F v OB,
EEORELEFET->7-, ClLIEF°NET%
LOMDINH D LD, BEEEESEIZL
THVAD—Y—AF U EHEL, 7u&s
T OBRF L KBEOREILEIT- 72,

IEORGIORER., 74 7 o= LTI TT
4 TEH— R, EOMOEKSG TIIRTT 4 7TE—
R TR ZREENG LN,

3.1.2. BEFEOKGT

AHFFET b HATHIIE & RIS KRB B I
BRARINT 2 2 & & LA, JATHige L RfkEo
BRIETHD 01%DFMERMLIEEZ A,
TFNG, TFNA OV — 2 RN AR Th o712, £
DI, FEEIERE % 0.01%. 0.02%. 0.1% CHN
L7e%a. EXBE2RN L WS Ttz
fTo72, CPMFIZ 0.1%& 0D & 0.02% CERAF72
— 7R E B TZ, TENG (X% RN L 72
WAL 0.01%, 0.02% THIN L7354 TEnes
ngEHRov—rnEL, E—=2BIRLARART
& 77, TENA I, B — 7 58 A M D FRf £
INERZ R TR S O D 0.02% TR L 7255
ATHRLT VIR —T 4 Mz b,
L7z > T, KRBEHIL 0.02%FEEH 0.5
mM FEEE T B =T LOKIEIR ., AR ENHIX
0.5mM FEfET > E=17 . MeOH % fFoimdeft &
L7- (Fig.5),

3.1.3. MEXTRRERRIC K HEAREORER & EER
FROWRE

Icifl L7z LC 4:ff. MS S:fh % F O Tt i
BRI LD ERRIEDOHERZIT o7, 17 i DR
ARENERR 2 T, 1.25, 2.5, 5.0, 10, 20 pg/kg
D FEPA TR A TERL L RERRE A R LTz,
ZOFER, BT R =0.9996 LI EFRE
ZoR LizT2, EAEIZ R TH D LHIWr Lz,
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T, MEBROTIRMETHD 1.25 ngkg &A%y
BrikoE&RIME L LT,
3.2. FhHEEE OGS

ED AT D D BN RSy & it 4
HECHERAT 27 F= K U oW TR %
1oz, JakDEHA— Y v P ORFHT T
TRERED, MHOBICLEREZ NS Z & ThH
NVIRE VAT D HRS DN TR L 720 |
FNONAFELIY T ® = kU LFRICEITT
LEIGNEL 10D 2 & THRIEMIZRBIER A E <
B ETPALE, E5NAED 10g F1T 0.01
mg/kg 70D K OITEERAZRIML, HEED
TER=hUL10mL 227205, TERFIK
100 uL % 7=, (Bl ERIE 10 A4y C H RGNS
UL FE > 723 [BIULEEDS 120% L4 E & 72 B %oy 3 EE
LTz, EFEA— R Y > ORGSR,
ez b L hRE v EE2HT 5B H
B L0d < 72D — T, MR BIZ S A
ZHOFMLBHERTLEY, A A bR
ICEBEND LW HBRENEE D Z Lotz
3.3. B — MY v VI X AR OB

LC-MSMS THIEZTDIZH-D . 1 ZHNA
ZOHIZEENDIMEM R~ N v 7 AR %E
FlE L, WEDOHTIZRD D TRV E
EZl, FZTCHIAEO 1 BREHE LT
QuEChERS :% HV 7= B RO/ O & Fcdek
HOREEIT T,

FRE D B RHERR Sy £ 1F 9 LAZE D R DKy
Z A OKFE) ICBAT S8, B ARG & HEkif
PEDIRNKHER 7y &2 EFH (7 & = 1 U LFR)
ICBATESE D 2 L THi 21T o 72, AW
Fikix, 7 h= UL THBRSS ORI 21T
ST=DL ROV IZ PSA R Cis NS
NWIEMA— Y v VB HWCHEREZITY, F
RGEORERMEZ BT 212H) . — |
U v 1% PSA-30 mg, PSA-50 mg, PBX-20 mg,
C18-30 mg % i\ 7=, QuEChERS {EIZ L V155
otk (77 h= MU JLHH) & PBX & PSA
s Lo Am L, Ay oFkE & B

Iy DR Z T > T=0bh, 72 b=k UKk
IR A i3 5 2 & THIIRR Y OV E21T o 12,

B — R U DI2OWTOMEIL. 1o
A& D TOWIMENLGER 21T W EERIZ L - T
M L7z,

R 28 BB R B 3 2 T IZ PBX ChRET 5
Hiu7226, PBX X2 EfEHF 22440, 1M
H® PBX (2§ S & THEHT 5 PSA IT2W1 T
Bt &21T > 72, PSA-50 mg & WV THE21T-
Too FEARIE 5 B s BARERIIRSN & o7, 2
DML LTE, ARERMENZ LI D~
MU w7 ZRIC L DB L | B A RHR
Td D PSA [CHNVARFTIHE > TFNA,
CPMA 2MHAEMEH L. EICRFF SN2 T
bDHEEZZ, IV DMREF SR E R A A
THMEND D LT LT,

P DIRWNEROBRE A [ E S5~
PBX (2RS¥ L@ — Y v % PSA T
370 <, o) I RBEMHTHD Cis & H
W5 il E R T, Z O TIE TENG, TFNA
ZEUT 5 Z ERHRR o7, ZOBEBE L
T, Cis DEAHERIENAFET DIEHE T / — &
EHINRFVEPHAEFEH L TWDLOTHD
LBz,

Z D78, PBX-20 mg & C18-30 mg OiE [
FICHh R A AT - EHLTE0S, WK Th
7% h=FUNAIKEKIZ 2%F %0 % CHE
FA~DBIR 21T 5 HikzR iz, ZhIiZXD
TFNG, TFNA D[RS L7223, RIS
120% LA | & 72 2 55y DS PRSI A #R 2 N 272 D>
STEAITH T LT, BaEinz b &t
D HBIFSBEN LT < 25— 5T, B
ST Tl S IHER Y b EMA S S, K
HERR T C K DA A DBERNI Z D Z L 3B
R HNTz, LTI - T AREIORR S LT,
Cs[EHMEA—FY vV EHWD Z LI3EY TR
VNI L7,

B PSA TOMF 21TV, PSA-30mg & W
TRIUCREZFH Uiz, 15 B 0s B FEEE PPN (U
T, MRRFRERBE LN, PSA OFIH
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mAET I & THIERm ELZZ &9
5. PSA #fEHE T (PSA-72 L) PBX DA THE
L e SR AN WA W N

PSA ZfEH L7226 14 By D EIERS B
SR E > 72, PSA-30 mg & W24
& PSA-72 L DIGE LT BIERIZK & 725E W
RonRotz, TZ T, ZONAT )~
JERR Sy MRL JREEFY OURMNZ 1TV, PSA-50
mg. PSA-30 mg. PSA-7¢ L DA TLE AT -
7o fE5ID MRL 2338 E SALTWD Ry & IS4 T
UWNRUWES TIEAIROERN R D72 5]
D MRL MRREINTWDRDDHERGE L
720 PSA-50 mg Z WA 10D > H 7
%5y, PSA-30 mg & W2 3581% 9 14y, PSA-
72 LOBAIE 4 Ay CHEILEED B AR & 72
72, PSA-30mg & H\\7=34A & PSA-72 L DY
AT NT, 0.01 mgkg TIXENERIZ K X 22E
WER B o 7253 MRL AH SR ORI A
1T o 72BRIE PSA-72 L OBA T 120%% it 9
BRSNS T- (Table 7).

F 72, PSA-72 LOBAIZER PSA Z i L7z
BH O NEFERORERELELS 2D BIRY
DAY & FH ik oy DBR &% [FIRFIZAT 5 2 & 3]
REE72ole, ZNOLORENGHERIZERT S
B — YU v i, PBX-20 mg & PSA-30 mg
EFE L7 b DL B PBX-20 mg & L7z,
3.4. < bV v 7 2AFROEH

INEGREBR THW A IZ o AT 9
ZHWT ME(¥ MU v 7 2505 (Matrix effect) )
DEMEIT 57,

INESGRERIZFB VT, 19 1LA%E 91T 0.01
mg/kg F24 DRI 21T - 72354 & B O MRL 2
FEFR S DU ZEAT o 723556 & TIIARAE RN R
RO, BKEERICEENDY MY v 7 2D
Mokt EIX R D, TOREEBE L, MR~
Ean DWW AT o 72,

0.01 mgkg FHYOEMEEE LI=HE1E, H
FEFIAN ORI DO RS MR b2 < FHizo
X PSA-7Z2 LOFAD 15 sl TH Y, [BIERD
FERE—H L T ieho7z (Table 8),
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BT — U v T LD ME% (% 0.01
mg/kg FEMTRIN), —F4L  EWMEMZ =T b
= MU L THIHZAT 5 72,

fERID MRL JEEFY OFRMEEE L= 5HH
(ZIE, BRI — R Y v P PSA OFEFE T LI~ b
Uyl ZREEN LI Z A, BIERPAND
BN R DR D i S 2% <G B AT DT PSA-30
mg & WG ETH D | AR5 T HARFPNIC
INE >7- (Table9), FEILEE PSA-30mg Z U
BB ChHot==0, HHTHEMY —
U PIEPSA-30mg & L7,

3.5. Z MR ARER

et L7z LC-MS/MS &1, ¥ 7 /L DR
PR A -T2 Y Rl 2 1T o 7o, B
TEDITA R A4 I2HDE, =R, [\IY
B OKEEE, ERIBRICHOWTHER AT~ 1=, B
NGB ERWVNEOINAE DT T 7 ERE
Lic&ZA, iETLHIE—TITmSnzenro
oo, BIRMEIZ 0 Th D &Rl L7- (Fig. 6,
Fig. 7).

EINAZE D ~TIN LTS O, 1. 8
BD MRL 3% E STV DRI DWW TUIED
NAZ D POUHIPRED MRL & [R5 ORI
2% X oI 5754, 2. @5 MRL 238%
EENTORVESFIZCONWT, 1E25NAETIH
DUHPRE N —FHIEAETH 5 0.01 mgkg (2785
KON 2 H1ED 2 /382 — 2 TORBREAT
277,

Beft L7z LC &, MS &b v, BRY
MNEMEE G ERVNEINAED T T 7 %Y
ELLEZA, iETLHIE— 7 IR TE %
T+ Th o7,

Bonrra~ 7T LnbEINEEZE L,
e a AL ER 2 — ST L [E 0 AT TIT WM T E 3
FOENFBUEE 25 M L7z, @5 MRL 233
TE ST D IOV T, FERIE, [\
RIIT7NVET VT 2R 9 A H B EE
PN E 720 DMTREEE. |ENHEERE IS
T AR 272 LTz,



fERID MRL A3ERE 4L TV R ERIKR ST
DUNT, FERIE. BRI 4 55y AY B AT AR &G
WNERD . BHTRBEIT KRS, BENEBEEIX
CPMF % [R< 6 pliorHs BARE 20 72 L Cuhiz,

PLEDZ B MRL 3R E SN TV 5 RS

STV ENENICB W TR T A R
T A O BEMEENICIE 5 BAF 2B b
ERE S, AOHTEDOZLENHER S,
3.6. ERE~DEH
ROHTEZETIRIE 2 LA 9 3Bt /3 HT I
AL, EECIFINAZ IR A A #
) (EFEA) ., BB ) (EEB), #RFkC
(EHE C), FEEORENDHDIZOINAED
(u) (PEGH) Zofrag s Lic, Wit
HEUEE LI CTd o 7= (Table 10) . BALEW 72T
ThR{REMm LRS- s, e
MR L= BABETHDZ ENBEZDLND,
ULDZ &G AOPHEDIE )AL I ~D
BEHMERS D LR STz,

D. Z%£
1. ¥R D 7Y RY— NMEOSHT
HERMEATO TSR T LA A D
T LDREE—RIT7 L% HNT, BEROR%
M7 UVERY—F, ZAhRix—h, BLXOZEN
SONREY N-7F A7 VRV —F (Gly-A).
3-AF NIRRT 4 =a7 a4 i (MPPA) |, N-
TEFNT AR R—F (Glu-A) % [FIRFE &
LDk a~ N7 72 0T NERSHE
(LC-MS/MS) % B « Btz 1T o 7o AR T
WX, KERNTAF IV T Anbt L,
Wikl Cls H—F U v W T L e, A A3
NH, #—h VY v ¥ h T L%&HH L, LC-MS/MS
TE®E L, 7V A¥— b, Glu-A, Gly-A, MPPA
W7 e o AIZESLS~ A T AL F U E— R
THRIHL, ZVRT 32— NIRRT T 4 7 A 4
T— R THRHLE, ZVhR v F— bk, Glu-A,
MPPA % 1~20 pg/kg DIREFPAT, 7V K —
K. Gly-A (X 5~100 pg/kg D & FH TR R

R LU, WTNOREROIERE (R?) 1%
0993 LV bmnrol,

B L= il C, Z U A% — & Gly-A &
25 nglkg, 7 ViR r— K & MPPA & Glu-A % 5
pgrkg AN L 72 M5 ORE 2 FH VO C o Y A 2
To72. 5ugkg 1T REREE FEVEEIZ LSV T
% o 2B MEREAR O SR B AT 722 AN R (86-106%)
EREE (<10%) B LTz, B LAY v RO
EERIEL, 7V AY— TS5 ugkg, Gly-A T
2 ug/kg, 7 VAR T F— b \MPPA,Glu-A 13X 1 ng/kg
Lot

IO ORERN G BAFE LI kIR, BARD R
KPR LIS HEIL L 72T LY ORE 7Y
R — k., TR R— FBLXOZEOGEHY O
EREICEHAFRETHL Z ENRBINTZ, 6
2, |ME LI FiEE AT I YRE OO
LickZ A, ZUVFRY—F, ZAFTR— ],
Glu-A BN—H#DH 7T iz, BIEL
T HEE, BETOFRE ) R — N, Jk
A= hBIXOEALREMOHHE=4 1V
TWCHERBR IR B2 65,

2. KERBID T Y A — NEDOOHT

Gly., Glu B L2 OEWIIEEIZ Y
HERoNNVAREVEEESZ LS Emit &R,
ZOMEIZ LY R R 2 2 2 & oA
A AL FREE MR & WS T TEN B
%o PERIEITISNNT b A E A IO SE M 72
BEN LB TH S TSR b o7z, RBFET
IX.MTBSTFA % 7= [EFHF5 S 14 LC-MS/MS
BIZEoTKREHFD T VRS — K, TAKRTR
— FB L OO RBPORE CTHEET, A5F
W2 - W HTE DBRFE 24T o 7o, AWFSE
TIIBEHESC LC 77 A A A AbEH%5D LC-
MS/MS SO, bR & 2737 oA HER oy DR
FEOFLIR 2 RET L, BECREIZ OV TR
Wb Z1T o7, Fio, i b L7 B SR
EEAWD 2 LT KGO IR0k M %
M b2 & Lbic, MENRWE Z i)
BRI 5 2 & CEBIEOM B, mEE(L
ZATO & TEMEERMNCEL D~V N v 7 2D
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RIEARIR 2 FTREIC L7z, feidifb L 72 S CiRn
EINGRER 21T o 72 & 2 A, FHEIINER 97-108%,
DHTHEEE 2-5%. ENFHEBUIEE 4-9%% <7 BAIT
IRRERA R LT Te D, ROWIED R4 % i
L7z,

BiZE Lo mtribs 2 S E o HARKE, AN
TREBIOEFEEHKREICEA L Z A, fid
BHAKZICBWTH > 78I Gly, Glu, Glu-
A ODERMEAMHER L, EE/RNO, T2V
71 THPE AT 5 KELIE CP4EPSPS 233 A X
NTW5 Gly MiHExT EF ALEERE I EA SN
TW5 Glu MDA Z 7 SFED T & 72> T
BY . 7TV TiE CP4EPSPS ¥ A D Gly ffifik
DEIIZIR S TND I ERRB I, S5
fAEHHKE 2D Glu-A & E & L@ iEaun,
ULEDZ Lot ROHHEDITEMERHE M4
RLT

AROWHEITRE, S EHEIED & 5 738
ETHY, REEEROE=2Y 7R ME

DEFEHEOFRA R FEE LTRSS,

LRI E B 2 TR L 7o RE OB s AT K
GO GMEHE L C bR Y FH R
2D Gly, Glu 3 XD ORI O—FK 08T
BB 5 & & bICH R D ME b & FEMED
M) b 25k T4 B # EAE Al -LC-MS/MS 12 &
LA TACREEITO Z LA AEL TN D,
3IEONAEIOXREF=aF ) A4 FREEY
Br

P A IR O RITALERIC — X VW B D
J715Cd % QuEChERS fliHiE & | Bl L%
FAE DR IE TN - R A21T 72, LC-
MS/MS FEORFHIM A, 1Z 9 NLAZ D ORI

IBITDEFEI— N v UORFEITo T2,
ZOREHR, N ~—REHTH D PBX (Feliik
20mg) &fEA A AZHREMTH D PSA (B
& 30mg) #EFEL-HO, XHICPBX (FBHE
B 20 mg) A L CRBMBEMICHRIZITR D 2
& CHMERR oy B RS UL SEATAIFE T IE x5
ELTWWholz7ue=I REZDOMRHEWT
&5 TFNG, TFNA ZHA K74 O BiZEf

PN & 72 2ECEIUT 2 Z &N ATRE L 7o 72,
Il U7 S E 1T o 7o 2 S MRl R BR C i
{5 MRL 537 Eéﬂfwériﬁ“zﬁvt
UWNRUNEIER S R A RZ A4 D BEE
EFIPARN & 720 | K‘ﬁ&@ﬁé@#rwéh
72

KROWEZTIROIZ O NAE S ICHEM LT &
A, AHEREERRDOERE A D2 BTV DR
DS o7, EEBNLIZY )T
7 TFNA,EPFEC 1517 v =7 I F,TENG,
TFNA, HEENGIZA IF 7 a7 Y K ALK
F 47 1L CPMF 23 S 4v7z, Wi d MRL

UFThoT,
RO HHEIT iihh%5¢®*i::%/4
R 3R B A - —F o5 2 &N

ARETH Y, THBIZHBEL TWAIZINAE D

LEMEZRT 272D O R kL7252
EDNHIR S ND, A%IT. RlEoA T4 1k
OHHENLE | MOBEESLNS ZHEDRE~D
wWHZBREL, TROREMIIRE T 5134 =
aF A RRBEEOPEZITVIZNEEZZTWH
el

E. f

VERITF BRI TOTICHH Y 7 2 L[
AF 2 TTLDREET— DT LEHNT, &
EHROERE 7 VR —h, ZAKRTFr—R B
LN SO Gly-A. MPPA, Glu-A % A
IRFE &% LC-MS/MS £ % B - iFT 21T > 72,
2 4 H & N-(tert-Butyldimethylsilyl)-N-methyl-
trifluoroacetamid (MTBSTFA) (Z X 5 ffi{# CiliE
72 EAERE B A ATV, KELH O Gly, Gly-A &
', Glu, Glu-A, MPPA ® LC-MS/MS % f\ /-
S B ANEDORFEEIToT A T4 1k
HRET LS SR ST, Fe, AKRE
AR ~DWH 2 et LTz, AROoHrikiadas,
EPOEHEMEOH 2 5HETH Y | FEHEHEEH
DE=H Y » TRFEMEIO SWEE O HI 72
FikE LTHIfREN S,
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3EHEITIEFINAZEI BRR L LT, LC-
MS/MS Wiz A=aF /1 RREK 17 ik
3 FONTT D 7EEBRSE L. ERE~ i
RERATe, EEENPHESINL TV EEICD
VT, Wi s BAFZREIRME & ERREDTS 5
o, BIE OMTRE, SNHEIUEE & IR
IREICINE 2 BAFRRE RGN, KiEx
BIEONAZ S 9 REHTEH Lot a1 o792 &
A AIFIuTY R P I)TTT, Tz
71X R EZOREBW 2 sy, AR FH T a L
Jada=), raFr=vry, JAEIU7
7 B RISy DI RN O IR B TR S
Nic, RIEZ, EH5>hAE o004 =aF )
A RREROSHEE L GEAAREETH D LR
iz, 5%A L TA ALERGT S TET
o5,

F. @EAERE®R
L

G. BrFEFER

1. @mXHER

1. Torii, A., Seki, Y., Arimoto, C.., Hojo,
N.. Iijima, K., Nakamura, K., TIto,
R.. Yamakawa, H.. Akiyama, H.,
Development of a simple and reliable LC-
MS/MS method to simultaneously detect walnut
and almond as specified in food allergen
labelling regulations in processed foods.
Current Research in Food Science, 2023; 6,
100444.

2.  SasanoR., ItoR., KusumotoM., Sekizawa
J.. Akiyama H. Simultaneous determination of
glyphosate, glufosinate, and their metabolites
in honey using liquid chromatography-tandem
mass spectrometry and solid-phase extraction.
Anal. Sci.. 2023;39, 1023-1031.

3. SasanoR. Sekizawal, Saitol, Harano M,
Katsumoto K, Ito R, IwasakiY. Taguchi

T. TsutsumiT, AkiyamaH, Simultaneous

b

— 173 —

Determination of Glyphosate, Glufosinate and
their Metabolites in Soybeans using Solid-phase
Analytical Derivatization and LC-MS/MS
Determination, Food Chem. X, 2024;24,
Article 101806.

FRRR

fox iy H— O HE MAREZ, B
MSE, FaIl 7 : LC-MS/MS (2 L 2 E o
TUVRP—h, FAKRHF—FBIOEN
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Hiroshi Akiyama . Yoshinari Suzuki .
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JREFRRA, e BF E— B MR BEA
M, O HLEL AR REST. L 3 LC-
MSMS IZEDRTHD 7 Y AY— k7
B F— b RO S RE O HTED B
FE. AARFETS F 144 202443 H
30 H)

1 B4R — | MBILITG . BEVSRAEAE, SRR
WA FrREL, DR SR,
B, HIRHEN - A T4 EMRFE AR -
LC-MSMS (2 &L REHD T U ARH— b,
TR F— M B L OEN LGOI
EOB%E. AARMESFE 5 30 [
Rz (2024 45 7 24 H)

AR, xR — B, i
OG, BPREHER | R R, CEIRTRET | O R
AL HAEE, A, MILE  LC-MS/MS
rHWEOohAt o Hxrt=aF /(4
RIRFE & Z ORI D—F o HTEDBRE.
AARMEAETS 5 120 B2 HE =
(2024 4211 A 7 H)

BPRTEYEE AN, R RRAC, R PR RR
e WP — CHIRKEST, OHEELE. M OH
B, BRI Mg LC-MS/MS & v
FyEmafp s )Ry — B LXOI LR



A= b EX DR D —FF o HTIEDBAE. H. Z0A0RAERED HEE - B ERIRIL

AASE 2 55 14522 (202543 H 27 H) 1. FEFEUS

R AR RR . BPA VR | BEARHEA , JREPRRC L

ez Bpfet—, B =R0fa. AR, PR 2. FERHEEEK
A HAERE, R ML LC-MS/MS 2L

EHW Wb TR F=aF A NEED 3. it
RO —F DPriEOR%E. AARRKES 5 L

145 /42 (202543 H 27 H)
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Table 1. Optimized LC-MS/MS (MRM) parameters for target analytes

Retention Pos. or Precursor ion Product ion
Analytes ] ) CE (eV)
time (min) Neg. (m/z) (m/z)
Neg. 151 107 16
MPPA 4.636 152
Neg. 151 133 14
Pos. 182 119 21
Glufosinate 4.659 181
Pos. 182 136 15
N-acetylglufosinate Neg. 222 136 21
4980 223
(Glu-A) Neg. 222 59 15
Neg. 168 63 24
Glyphosate 5.503 169
Neg. 168 150 13
N-acetylglyphosate Neg. 210 150 12
yEYP 6.817 211
(Gly-A) Neg. 210 124 18
Transition in bolded italics vsed for quantitation
Pos.: positive, Neg.: negative
CE: collision energy
Table 2. Validation results of the proposal method in honey sample
Spike level Trueness RSDrb RSDWRc
No. Analyte
ng’kg % % %
1 MPPA 5 102 2.1 6.1
2 Glufosinate 5 86 3.7 9.3
3 Glu-A 5 110 4.2 6.8
4 Glyphosate 25 106 6.5 8.5
5 Gly-A 25 104 33 4.2

n =2 x 3 operators x 2 days

a
Mean recovery rates

b . . .
Relative standard deviation of repeatability

‘ Relative standard deviation of within-laboratory reproducibility
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Table 3. Determination of analytes in honey samples

Honey MPPA  Glufosinate Glu-A  Glyphosate  Gly-A
Sunflower, Ukraine N.D. N.D. N.D. N.D. N.D.
Acacia, China N.D. N.D. N.D. N.D. N.D.
Lotus flower, China N.D. 1.1 N.D. 5.5 N.D.
Canada N.D. 2.8 1.9 26.4 N.D.
Mexico N.D. N.D. N.D. N.D. N.D.
Japan N.D. N.D. N.D. N.D. N.D.
LOQ 1.0 1.0 1.0 5.0 2.0

Unit: pg/kg

N.D. (not determined) |L/E&RFE (7 U AR¥— b: 5 ug/ke, Gly-A: 2 ughkg, 7V F— ., MPPA K5
KW Glu-A: 1 pgkg) LLTFZERT,
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Table 4. MTBSTFA & A4 4E)#Z D MRM transition

Analytes*! B MW MRM transition Q1 Pre Bias CE Q3 Pre Bias
(FHEMER) Q1>Q3 *2 V) % V)
Gly- - 512>311 -20 -25 -15
3TBDMS 512>295 -26 -32 -14
Gly-A- 554>311 -20 -30 -12
3TBDMS >3 554>352 -28 -25 -28
Glu- 410>195 -25 -35 -21
2TBDMS 109 410>179 -22 -32 -21
Glu-A- 452>195 -14 -42 -21
2TBDMS I 452>250 -24 -32 =27
MPPA- 382>249 -14 -21 =27
2TBDMS 81 382>151 -18 -34 -30

Table 5. {HNEIEER (%, n=2X2 A X3 HH)

Gly Gly-A Glu Glu-A MPPA
SER AN R 97 108 99 98 99
DHTHEEE 5 2 4 2 5
N EURE B 8.8 8.0 9.4 3.5 7.6

Table 6. FAEHAKRG, KETOEREME (mg/L)

PEHE - KR Gly Gly-A Glu Glu-A MPPA
GM-1 0.97 N.D. N.D. 2.00 N.D.
GM-2 1.50 N.D. N.D. 1.22 N.D.
GM-3 1.25 N.D. N.D. 1.91 N.D.

Non. GM-1 N.D. N.D. 0.26 N.D. N.D.

Non. GM-2 N.D. N.D. 0.29 N.D. N.D.

Non. GM-3 N.D. N.D. 0.24 N.D. N.D.

T AU H-1 0.41 N.D. N.D. 0.31 N.D.

TAYH2 0.37 N.D. N.D. 0.57 N.D.

TAY I3 0.44 N.D. N.D. 0.85 N.D.

TAY A4 0.36 N.D. N.D. 0.58 N.D.

TAY TS N.D. N.D. N.D. N.D. N.D.

7T V-1 3.39 N.D. N.D. N.D. N.D.

7T UN2 1.05 N.D. N.D. N.D. N.D.

7T N3 1.42 N.D. N.D. N.D. N.D.

TAUR -

" 1.73 N.D. N.D. 0.28 N.D.

* N.D. (not determined) [ZE&RFE (Gly 5 0.05 mg/L, Glu#10.1 mg/L) L FE2RT,
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Table 7. [EFAH— h VU v Z & DEILER (f5] MRL ¥EEM S EHM)
Recovery (%)

Analytes
PSA-50 mg PSA-30mg PSA-72 L

Acetamiprid 77 113 84
Imidacloprid 114 114 118
Dinotefuran 125 93 129
Thiamethoxam 124 115 125
Clothianidin 113 117 113
Flonicamid 129 99 126
TENG 93 106 108
TENA 109 96 126
Sulfoxaflor 107 94 123
Flupyradifurone 118 141 128

Table 8. [EAHI — F VU T LD ME% (4 0.01 mg/kg FH24%s00)

ME (%)
Analytes PSA-30 mg
PSA-50 mg PSA-30mg PSA-72L .
(Z1R)

Acetamiprid 85 86 89 88
Imidacloprid 120 140 110 140
Dinotefuran 72 86 77 146
Thiamethoxam 89 107 108 141
Clothianidin 119 121 99 132
Flonicamid 92 116 98 147
TFENG 69 107 105 115
TFNA 81 110 97 120
Sulfoxaflor 58 83 93 83
Flupyradifurone 89 122 96 126
Thiacloprid 76 92 95 94
Thiacloprid-amide 91 113 94 115
Nitenpyram 94 113 98 140
CPMA 90 123 106 154
CPMF 42 55 44 93
Ethiprole 89 99 87 134
Fipronil 119 93 85 110

—Fh KRNz TE h= U LTI AR T,
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Table 9. AT — RV v T LD ME% ({H%] MRL JEEEFE 4 7:00)

ME (%)
Analytes
PSA-50 mg PSA-30mg PSA-72 L

Acetamiprid 83 101 87
Imidacloprid 117 99 121
Dinotefuran 135 100 136
Thiamethoxam 126 104 125
Clothianidin 112 98 113
Flonicamid 141 108 133
TENG 114 100 118
TENA 130 98 135
Sulfoxaflor 116 99 143
Flupyradifurone 93 96 96

Table 10. THRIE D FLAE 5 DHTHE R
EEfE (mg/kg)

Analytes
[EEA [EEB EHEC HEGR

Acetamiprid N.D. N.D. N.D. N.D.
Imidacloprid N.D. N.D. N.D. 0.01
Dinotefuran N.D. 0.03 N.D. N.D.
Thiamethoxam N.D. N.D. N.D. N.D.
Clothianidin N.D. N.D. N.D. N.D.
Flonicamid N.D. N.D. 0.25 N.D.
TFNG N.D. N.D. 0.04 N.D.
TFNA N.D. 0.03 0.08 N.D.
Sulfoxaflor N.D. N.D. N.D. 0.01
Flupyradifurone N.D. N.D. N.D. N.D.
Thiacloprid N.D. N.D. N.D. N.D.
Thiacloprid-amide ~ N.D. N.D. N.D. N.D.
Nitenpyram N.D. N.D. N.D. N.D.
CPMA N.D. N.D. N.D. N.D.
CPMF N.D. N.D. N.D. 0.01
Ethiprole N.D. N.D. N.D. N.D.
Fipronil N.D. N.D. N.D. N.D.

N.D. (not determined) (X&&FRSME (1.25 pgkg) LT ERT,
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