PLUS(D 4 — & — X1k
8. 500mg, 2T 4a=y TG AY — L
10mL & T87K10mL) ., Bond Elut NH: (-3
T8, 500mg, 3mL,=2rF4ia=y
FiZAF /= 10mL), DM, Bond Elut
Cis, PRS, SAX, SCX (U T 48 500mg,
3mL) &MV e,

4. LC/MSZ%EH

¥(E BEMEAKLC/MS QP-2010

Sep-pak Ci:

FH P — DGU14AM
EH L=k LC-10ADv»
F—hrAfr¥ 75—  SIL-10ADv»
BT LT CTO-10ACy»

TH+M AF—FFL A SPD-10AD:»
=0 Akl
AT M

LC/MS QP-2010

Shim-pack VP-ODS(2.0mm i.d.

x150mm., FEEA R EOEES 4 m)
BEH

A 02%EEBET T AKERK

Bt O2%EIET L TowAEHA

2 — EEE
TSI s

0 - 55(30>95%), 5 - 155(95—>97%),

15 - 18453(97%), 18 - 1973 (97>100%),
19 - 2243 (100%), 2353(30%)

EAR 104 L

H LR 50°C

AF AMALE—F ESI(+)
BV 25 & 4.5 L/min

Tu—7 BT +4.5kV

CDLEE 5V

Q-array 38.0V

V7L o5 — 150V

b—hTuyZigE 2007C

it v 1 B 7 RE 300°C

BivE K EEE -60V

TV —BE  +70V

BT A 1.8kV

FRE—F Scan & U'SIME—F

43 #7 m/z  200~1000(Scan)
m/z=872,886,922,936,
895,897,551,565

7 -4 BGAREM 0.5sec/scan

5. RBRBHOFEH
OHXOBE
a. i i ik

BMEZIFH - CTHOLLEER. £05g
225mLORVTF Lo BELOBEICRY
B, TEh20mLEMNL, 3LHIELHLE
#%.AKERAVTIOONIDTVEbEREE
BEREDPCABLE, ABLOBRBEYDEE
D, 7 AMmMLEMZ ., 3B LE
B, FRLFAKRCBRIELTAEEZTVED
HEEEHERZEPIZEDE 4 OCUTTK
DT ERAZBREL, MHEEE:-,
bRk

a THRAEMEBEREIILTTEALERE.
10mLOKZEAL . BEHERBE L, KR
TIZAFLERBILTHTLAFDOKR G EZR
DERW, AF /—A2mLERWT, MY



EFRETOOIZAVETVADEEIE BN
RV B EREFLIZSep-pak Cisiz
WHEZEATLRELZ2EIBIELZHE., &
DAZAS /A SmLEEAL, 260 HH
EAZ100mLO T 65 bR EBHR DI
B A CLUTTAEZ /) — L EBRELF,
IDBREBYEI%EB IR 7= LE
WICHEMLTERICImLEL, XBEKE
L.
QE DS
a. b (H %

BAKO.5g%25mL DR Y F L BLE O
SEEIZRBVED, TR 20mLE N L R
EOBERWTIISOMBLIURVEY 2%,
7,500g TRIZDEEALDBEERITV, TR
BadvEdbeREBHEEPIIBLL, B
DOBEOREWICT Zh10mLENL
EREFHRICBRELT, 7R BE RO
TOEb Y BEBERICEL 40CLLTT
TEehZEEL BHEESE.
b R

AZ L= 2mlE A WVTTY S bE R

JEBEME R RV, e & Sep-pak  CuslliE
AL, AF/—SmLE2EEAL,. ZH
La LEREOTHEDbERLEBHER TS
WL A0 C L F AL/ — N EBELE, 2O
BEMEL1NES®BESE T 2RI A CED
LTEMTImLEL RRERELEZ,
NODHBRBHRARELZHIIRLE,
6. BER

TEAPFUOBOBRBRAERESHIK
OIER L., BRINEI R B A EHER AR
P1%EEBSE T =PIV ERTRERL
THRRL-Z,
7. WRANEIN E B

T A FoEOBEMBEIRR R AEER
G (% 10u g/mL) & K I20.5ppm, 72
WZ A P RZ0lppmiZ R AL ICHM
LoABICECERESENLE, BEOR
WEBOBEHIT. &7 7R EBERS
BRAPEMULELOEZBRBERERLLT
T,

C. BRRUER
LLC/MSRMHFIZHNT
OSIMBIEREDE =X —AF

M4—-10063IlFLEYHD~vRAATL
NWERLE, Wb [MtNa] " H 50 M
+tH] %X =R — 2 LT RB O v~
AANGTRININE - BR LT, K
A — T B AF LT,

QB EMEOREIR

LCMSHIETIR. A~ DM ERRYE
EZORRNALm 2 TRV TAIENTES
2, HPLV{UV)iEERb b launeiinwx | B
A EDA A BEOCHBRGE. H5
Wit —m/zEbL O EH B R SIZ LS
ERFBIZONAED . HLEECHHEIT)
VERSD, FOH M OI= 075013
B L HPLCRIER 7 7V = MER T
To7z,

S Hlo T, BHMORMEIT -
Tmo #4113 .05 g/mLEBE R SEHE %10
pLEAL, QO2%FE —0.2%FBES
TRRmhUA, D0.2%E B - 0.2%EERE S



FEAEZ)— NV RURI2%EB T E=T A
—02%BBT v E=VLEHAZ/— VD3
GETOYIV L NBERTHFTETVWY
— JEERECCE— 7B OLEEITo LR
ThHd, QROKR VOB L TREIZE
N.HFILOQOLETRAETERN -3
NRRATF PRV TRAE TE,
HoT, Z=A7F U EORMECEHLT. B
BT e=bIARIDL A/ — VRO
FHRBAYETHHLEZONEOT, BE#IHLE
LCIE0.2%EEBE 7 > B =0 L —0.2%BE T
YEZULABEEFEAZ ) —LERWE, 2B,
T2 AIF Bk AT RO THYEE
KaEDZHELNENDO T, BRI RS
MBIXRA LT,
QEBEABEIOBEROEE
TRATFEORERIIODNT, B
BEABWYOBEORBERHN LE, 10
pg/mLBEREBHREAY /— | 1%HEE
BEFAZ/ N 1%EBT U E=U LS
BAZ /=N  TEI=FIAV 1%BBEER
TEL=PMIAMICENRENEHELOS 1 g/ml
BWIZLELOEZLCMSTRIEL, ¥ —7
EREOMRRELEBELL (H5-122), *
DIERAZ /- LR THRELZbDE~
AVFUBWRTI/EOE-JEEMNTIH %
THRYEZIEKED L, BHIZIARATF R
AR AZF L TIREMLE, TR

ROBHE TR, C—7EBOEMLID2H,
ot Mo T EAE A B RO W7
Fr=hARBEEFAVDIILLL, B2
BMLUEBACRE—-2ERDBRIFICRDHE
HMhbHsIehrsd, ChiCEBREMI ZE
B, tabb, 1%EBERIE7EI =MV
BHWARZ EELE,
@EARORN

EHER S EH(0.5, g/mL)ES, 10Kk O
200 LEALARLEZO, EARLY — 7 IHH
OEFRERS HRERG-1L2ITR LT,
T AIF U ROCEFORE D CHL L, &
NI LEARETCHEY—7HERART
ML RAEALEREE TR LN,
20 LEARTRERZBEIER»OGAN
BEMER LI, TRAZF L INRATF
YROARNAZF TR, 2FNICERE
BAEBREHMIENAETHo, . A
ANARTFEBROTSp LEARKRINL10
p LEABEROFHRCVEBES, IH2%H
Piplpnotled  fRELTI0u LEEEER
REARELE,
OREBROBERMELRHRR

T ATF BT OWT, LC/MSIZEBY
— REBOCERUELBRHEBARAEEST
L.ZDORERLZK7T-1L2ILFLE. BE
BMOBREIMNERERBEN TRE D
097U ETRFRAERMERLE, £,



BUBRAET0.195051g/mL(10L¥EA
) CHOHELF S U EOREERLE,
©Me I LB T o0 B E A 0 22 E MO
<
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KES-DTHILERDHY, EHTLIERLY
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> TWna, £,

CRLIZE I WFIZBWTIav s 7 A
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ol T BBIEC .= F7A0KEL
T L, BRBOTRRATF L IRy
FAARBELERVRAELRE T -1
BLHBREOMBLEBELT.C.OBD
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BREBEDOS R ESLITE
RIS SEZELT, EHTRERD
FAERFELL, BT- 1006313, &SRBk
THWBER TWSHCis, NH., PRSE £ 4L
ADSAX. SCXI=NThiZHNT, BiHE
ORI EITo%, RT-1i1CFK 1T 5Bond
Elut CistSep-pak CuDRREZLE TS
&. Sep-pak CuTHBIBRETEIRT I
ThHHow A0 F L RBEEBRRCBI-ZREMK
&, TIMER, A /= AETTERERD
DIZHK L. Bond Elut CulTL TR, A¥/
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LA TAEDEEZLND, Eh. K
HMEYERBRT TV LAEFAX ) LT
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LC/MSZu= b5 hx 811 54ITRL
7

KRIZELDAWERIA~F T2 5
103.5% ., "WV A T95.155105.6% T -
. /v TA LI EE -2, 12
BREIZ04D S4B E ELEET
Hol, ~H.ETORINEIZTIL.40H12
0.9%. EHEMEIL0.5MH11.4TH o758,
TRAZF eI N _ATF AT, Fl—
Om/z2FHREGEHBZEZE-—RTH05F
E—IBRbNRd (EXFEE(ET
FHLIERPL, BB LLTHWERICK
WThoOTwA2F U HEEEh TRV
LEBRES. ) MEFRE ThoT, i
ATRBREAT ok RAEEEA
THILIZIVLCHTABNFERSH, SHER
BN g — o RELE, I3 h T A
TREHEFNOERDRNONFTABES
WiERSNDHEZEZLND,
@41 Z AL

— k5., LREDRBEWOLC/MSHIE
TRVARZav L0 BRFSITIBER
O TFRbLEMBRHHEIZEZE R b3
AF AL MBI R R o,
HUTHERBREBER. b~ BEHE (b~
N7V EBRABHAERMLEE



WbV MIEBRESEEREAZBML TEIRL
EHBRER I ODWT, FE 7 HHEEED
E@zrL, MERHORBLEELIIEY
— ZEBESEN T 52EmIchY . LbE
ERSEW LT oM ET
o Fhb A A AMH AR RO,
FehicHil RS2 RNLE
WE R Mo AT AL CELL
MEBBEWIEAE L2 R Lb llE
B g @ IcE O EE I NEhoT,
o T LC/MSTREDERELERIZTD
Te ¥ CEERMETREREL MERL.
MBI BEERNBEHRERZHIZEALT
METLLERSLEEZ N,
QDB EDOEH
HHAEFEEMICLAERRBELERL
EEICE. P MBIV T AT T
B.R8,9-ZE VN T I /K
A7F Bl B TSR ERR LN
B ERME R IZB W RO RINE
RARBEBRIISIZLERD -7, 4H
DENFEEEZLELLRWLC/MSTD
HMETHEDIIRRRIE RO o7
OTWMENRABIT—E 2T
Teo T KIETHERBRERGRB D E
MBS To2ERAl LA, 72
B, ZABOBECENTT, R b0
PF R B2 R0 F RGO LETE

LAl

FA{GE T~

T AF R EBEICBRE L &R E
T INRNATFUBAELAEOSEHET

RTLEIDHD,

D. &%

LC/MSE R~ A7 F 02 R EBIE
BOEORBHODRESTIEEIERL, X
ExhVvh WD A CEICEA L, £,
ARBBIL, SR A0F B (T
INRADF o AN RATF o ARG RAYF L)
CLHEH TEARIEEH O IILE, ARER
EOFBLELTBBICERT A
HAFEELELELLZW
e BETHY, ERHEE TR N
BRARZETHD, £ MBRBRAR Pz
YAVF OB FREERR NS
o fe AL A B o REEE B 4 AT A3 A R

Al

=hT A

IXCDH T,

B, RBHEROLC/MSHEI &L
AFAMACIME B RO, EERNES
AnasibizioT, BIERGLREINELE
7o, L, Bl ClEC3= T AR

X EHOBRENTR 45 THY, BiC
mELERSTAAMNETIHEICIE. M
DI=HTLEHRALTHERES LiTFDH, LC
IMSOE=F—~AF L EELTHETER
EOLTRERLEEZ ZLNTE,

BT

_ 24—



E. %X
1) EF11FEIIA222HBEE E&RE225

2) ERE14F4H 24 REA ERGT
NEFKI2F12A 21 OREHE RS

4) Yoshii K., Kaihara A., Tsumura Y.,
Ishimitsu S., Tonogai Y.: Simultaneous
determination of residues of emamectin
and its metabolites, and milbemectin,
ivermectin, and abamectin in crops by
ligquid chromatography with
fluorescence detection, J. AOAC Int.,
84, 910-917(2001)

5) Yoshii K., Kaihara A., Tsumura Y.,
Ishimitsu S.,

Tonogai Y.: Liquid

chromatographic determination of

emamecilin, milbemectin, ivermectin

and abamectin in crops and

confirmation by liquid
chromatography-mass spectrometry, J.

Chromatogr. A., 27; 896, 75-85.(2000)

F. AR
1. #XFHER

Yoshii K., Kaihara A., Tsu‘mura Y.,
Ishimitsu S., Tonogai Y.: Simultaneous
determination of residues of emamectin
and its metlabolites, and milbemectin,

ivermectin, and abamectin in crops by

liquid chromatography with
fluorescence detection, J. AdAC Int.,
84, 910-917(2001)

Yoshii- K., Kaihara A., Tsumura Y.,
Liquid

Ishimitsu 8., Tonogai Y.:

chromatographic determination of

emamectin, milbemectin, ivermectin

and abamectin in crops and

confirmation by liquid
chromatography-mass spectrometry, J.

Chromatogr A., 27;896, 75-85.(2000)

2. BRER

EHAE, #ORD, AX & NERES
 EEFOBRBL A F U REERE
W, PIRRATF 2, INRATF U, LR A
2 F > OLCMSIC X 2 AESITE, HARM
R RHEesEFiiTENE, TR 1545H,
By (PRE)



1 IXAMFORBEREOBEHBUERRTELE
BREBEEE (ppm)

RFWCAB(BSTF4 1) DR 0.1
EWIABRESTAV1)DE 0.1
[FCEL 0.1
Fp A (EFF LAY 0.1
B (Fayay—) 0.1
e o1
L5 N 0.1
=S ES—F) 01
® T e o5 T

EHR11E11A22BELEEERE2375 &Y

F2 IVAFORRBEREOBRLESRETEERE
EH{E (ppm)

MWEUNOEZSE 0.1
B A 0.1
AoRRREE 0.1
eREw o1
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BOREE 0.1
SRMRERMES ot
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Wl T o1

Eri14F 4 A 24 HEREEEREISS LY

3 INNAVFUOOBBERRERALEM
#HAEE (ppm)

Py 0.2
B ALIIAD D A, SR 0.2
g N T8 2 0.2
BRI 0.2
ARERER 0.5
B 02
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#4 LC/MSBE L v— 7 mBRoOBE&%

E—Vm#E

&40

E-dat) 43

Ei B

EIL i B i S

Emamectin B,
Amino

Emamectin B;,
Emamectin 897
Emamectin FA

- 234,366 25,017

1,959,247 213,798
6,624,439 703,299
7,081,126 722,861
2,866,859 290,800

Emamectiin MFA 2,209,378 140,270

Abamection
Ivermectin
Milbemectin A,
Milbemectin A,

2,624,244 251,625
2,631,335 260,924

152,448 18,780 526,445 63,878
881,495 96,519 2,677,135 291,015
3,509,266 377,583 16,065,820 1,763,083
4,495,113 475,200 16,978,043 1,675,392
6,010,053 591,322 6,876,692 618,601
5,685,750 418,202 8,011,874 413,487
5,015,761 604,448 5,080,477 610,588
5,071,470 462,662 6,128,298 509,678

427,599 44,928 38,343,860 4,338,598 34,836,564 3,863,687
211,607 22,344 37,874,530 4,103,283 39,636,211 4,146,298

EHOIRNYT

&40

—_—

o 20

FRERLUTOEBYTHS,

A 0.2%EEEE B 0.2%EFEES E 7RI

(G2
20
30
31

4@

A 0.2%EFEE B: 0.2%EFEE S B AR/ —IL
B.Conc(%)

RFfR (5)
10
30
31

ESLE6)

B.Conc(%)

97
a7
30

97
97
50

A 0.2%FFEETVE=DA B: 0.2%EFEE7 E-ASH A% /—IL

IRFRI(53)
5
15
18
19
22
23

B.Conc(%)

95
97
97
100
100
30



£H REBROBEHRMER CBRHER

L&Y RISE n/z BRERO  RERRE RERA 2ZE (ng/unl)
(m:n) EARE (R'fE) » (ug/ml) *X (BULRIE & SRR
(ng/nl)
Amino 11.56 873 0.9955 0.05-0.5 0.2 0.2
Emamectin B, 11.76 ~ 8886 0.9999 0.05-1.0 0.2 0.2
Emamectin 8,9-Z 12.18 886 1.000 0.05-1.0 0.2 0.2
Emamectin FA 11.81 922 0.9972 0.05-0.5 0.2 0.2
Emamectiin MFA 12.63 936 [ 0.9980 I 0.05-1.0 | 0.0 ______.0.5____
Abamection 12.45 895 0.9798 0.05-0.5 0.2 0.5
Ivermectin 14.38 897 0.9821 0.05-1.0 0.2 0.5
Milbemectin A, 12.56 551 0.9793 0.05-1.0 0.2 0.5
Milbemectin A, 13.28 heh 0.9889 0.05-1.0 0.1 0.5
*10ul FAROHEBRHRICBIT2E
¥x5/N= 3
# 6 AREEASEWGMN b MO S AR O M EE O et
v — 7 kg
RANGE(n=10)

Minimum Maximum Ave. SD cv (%)
Arinc 2312948 3047143 2722756 179701.8 6.6
Emamectin B, 17307006 19174198 18477489 619650.3 3.4
Emamectin 8,9-7 17813400 20787815 19452014 488853 2.5
Emamectin FA 5200973 7268721 6595263 443506 6.7
Emamectiin MFA 8903626 10550507 10016412 372907.3 3.7
Abamection 3192244 5369586 4262577 h87T744 13.8
[vermectin 3847236 5159481 4490695 302196.6 6.7
Milbemectin A, 3856134 7237007 5750422 577902.5 10.0
Milbemectin A, 4008853 7393607 5117637 760862.1  14.9
-2

RANGE(n=10)

Minimum Maximum Ave. SD CV (%)
Amino 249162 272403 264679 5927.8 2.2
Emamectin B, 1935099 2052374 1930673 82951.56 4.3
Emamectin 8,9-2 1502246 1822676 16659339 74624.22 4.5
Emamectin FA 468573 691455 637521.7 44829.08 7.0
Emamectiin MFA 547869 615564 583997.1 21490.48 3.7
Abamection 312029 407842 376621.5 19983.5 5.3
Ivermectin 292808 470012 354001.1 46260.74 13.1
Milbemectin A, 426989 716901 586757.9 58392.5 10.0
Milbemectin A, 362946 634028 473476.1 72750.94 15.

T ATF A 0.5 e/l EA e Pl (C RO HEIZ NH, 71 5 L0 2 N A 7=
- b bEEIL g/l b b0V AL F BRI O 1ppn) # 10ul FOFEALRE,



£7-1 BEMI-HSLOBEH

Bond Elut Cg(First 10ml Eluate) Recovery (%)
1% 1% : 1% - 1%
Eluate CH;COOH CH;COONH, CH,COOH CH,;COONH,
CH,CN /CH,CN /CH.CN CH,OH /CH,OH /CH,OH
Amino 0% 0% 0% 0% 0% 94%
Emamectin B,, 0% 0% 0% 0% 1% 98%
8,9-Z 0% 0% 0% 0% 3% 96%
FA 98% 73% T9% 100% 103% 103%
MFA 100% 37% 33% 108% 104% 107%
Abamectin 105% 69% 65% 106% 108% 96%
Ivermectin 72% 33% 28% 100% 105% 102%
Milbemectin A, 94% 49% 42% 96% 98% 103%
Milbemectin A, 96% 38% 0% 90% 100% 98%
Bond Elut C,g (Second 10m] Eluate) Recovery (%)
1% 1% 1% 1%
Eluate CH,;COOH CH,;COONH, CH;COOH CH;COONH,
CH,CN /CH.CN /CH,CN CH,OH /CH,OH /CH,OH
Amino 0% 14% 8% 6% 88% 0%
Emamectin B, 0% 17% 11% 5% 96% 0%
8,9-Z 0% 8% 2% 3% 92% 0%
FA 2% 3% 2% 0% 0% 0%
MFA 0% 0% 0% 0% 0% 0%
Abamectin 0% 0% 0% 0% 0% 0%
{vermectin 0% 0% 0% 0% 0% 0%
Milbemectin A, 0% 0% 0% 0% 0% 0%
Milbemectin A, 0% 0% 0% 5% 0% 0%
Sep-pak C;; (10ml Eluate) , __Recovery (%)
. 1% 1% 1% 1%
Eluate CH,COOH CH;COONH, CH,COOH CH;COONH,
CH,CN /CH,CN /CH,CN CH,OH /CH,OH /CH;OH
Amino 0% 2% 96% 97% 95% 97%
Emamectin B,, 0% 0% 98% 92% 94% 96%
8,9.7 0% 0% 94% 97% 93% 94%
FA 0% 104% 101% 95% 98% 103%
MFA 0% 96% 96% 93% 92% 105%
Abamectin 0% 95% 96% 94% 92% 101%
Ivermectin 0% 103% 108% 94% 104% 106%
Milbemectin A, 0% 97% 93% 91% 92% 92%
Milbemectin A, 0% 108% 101% 96% 102% 108%

TRTCENZN 10m] TODOBEBER B L.



®7-2 BEAI-HSLOKE
Bond Elut NH, (10ml Eluate)

Recovery (%)

1% 1% 1% 1%
Eluate CH.;COOH CH,COONH, CH,COOH CH,COONH,
CH,CN /CH,CN /{CH,CN CH.,OH /CH;OH J/CH,OH

Amino 1% 98% 0% 95% 88% 79%
Emamectin B, 28% 93% 9% 94% 86% 91%
8,9-Z 34% 91% 13% 97% 87% 92%

FA 14% 101% 10% 95% 87% 106%
MFA 69% 102% 87% 91% 80% 104%
Abamectin 0% 106% 0% 95% 86% 108%
Ivermectin 0% 96% 0% 94% 82% G7%
Milbemectin A, 91% 94% 92% 94% 92% 94%
Milbemectin A, 81% 105% 101% 96% 74% 100%
Bond Elut SAX (10ml Eluate) Recovery (%)

1% 1% 1% 1%
Eluate CH,COOH CH;COONH, CH;COOH CH,COONH,
CH,CN /CH,CN {CH;CN CH,OH /CH,OH {CH;OH

Amino 100% 102% 95% 100% 103% 21%
Emamectin B, 101% 98% 101% 95% 105% 28%
8,9-7 101% 103% 100% 103% 105% 34%

FA 88% 97% 92% 96% 94% 28%
MFA 100% 97% 96% 99% 105% 5%
Abamectin 100% 96% 96% 102% 102% 47%
Ivermectin 87% 108% 76% 69% 68% 44%
Milbemectin A, 102% 106% 101% 105% 105% 34%
Milbemectin A, 94% 108% 88% 91% 73% 26%

TATEFNZFN 10m] T2 OBEBERTHEY Lz,
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Bond Elut PRS (10ml Eluate) Recovery (%)
1% 1% 1% 1%
Eluate CH,COOH CH,COONH, CH,COOH CH,COONH,
CH,CN /CH,CN /CH,CN CH,OH /CH,0H /CH,OH
Amino 0% 0% 0% 0% 0% 88%
Emamectin B,, 0% 0% 0% 0% 0% 96%
8,9-Z 0% 0% 0% 0% 0% 96%
FA 0% 0% 0% 89% 89% 88%
MFA 0% 0% 0% 87% 88% 89%
Abamectin 0% 0% 0% 91% 94% 96%
Ivermectin 0% 0% 0% 90% 87% 90%
Milbemectin Ag 72% 0% 0% 96% 99% 93%
Milbemectin A, 82% 0% 0% 96% 108% 102%
Bond Elut SCX (10ml Eluate) Recovery (%)
1% 1% 1% 1%
Eluate CH,COOH CH,COONH, CH,COOH CH,;COONH,
CH,CN /CH.,CN {CH,CN CH,OH /CH,0OH /CH,OH
Amino 0% 0% 0% 0% 0% 84%
Emamectin B, 0% 0% 0% 0% 0% 89%
8,9-Z 0% 0% 0% 0% 0% 92%
FA 0% 0% 0% 76% 0% 80%
MFA 0% 0% 0% 76% 7% 90%
Abamectin 0% 0% 0% 54% 62% 91%
Ivermectin 0% 0% 0% 44% 86% 92%
Milbemectin A, 0% 0% 0% 101% 93% 90%

Milbemectin A, 0% 0% 0% 81% 102% 102%




& 8-1 b= MalKD & ORI IR RS B

ElRE (%)
1 2 3 Ave SD
Amino 90.1 988 959 94.9 3.2
Emamectin B,, 93.8 928 93.1 93.2 0.4
Emamectin 8,9-7Z 94.6 96.4 101.0 97.3 2.4
Emamectin FA 99.3 92.3 88.9 93.5 3.9
Emamectiin MFA 94.4 89.] 924 92.0 1.9
Abamection 97.4 84.4 88.3 90.1 4.9
Ivermectin 99.8 89.7 976 95.7 4.0
Milbemectin A, 99.6 92.3 102.5 98.1 3.9
Milbemectin A, 108.8 98.3 103.5 103.5 3.5
F8-2 BELZAREDYSORMERRERESR
B4R (%)
1 2 3 Ave SD
Amino 95.3 96.0 94.0 95.1 0.7
Emamectin B,, 102.8 102.2 97.3 100.8 2.3
Emamectin 8,9-Z 104.6 101.2 104.6 103.4 1.5
Emamectin FA 994 103.7 107.7 103.6 2.8
Emamectiin MFA 101.2 103.1 96.1 100.1 2.7
Abamection 100.5 98.0 97.8 98.7 1.1
Tvermectin 104.7 103.7 108.3 105.6 1.8
Milbemectin A, 97.6 105.2 101.0 101.3 2.6
Milbemectin A, 104.6 98.0 108.3 103.6 3.8
# 8-3  FalE D5 OB RS R
B4R (%)
1 2 3 Ave SD
Amino 923 89.0 93.1 91.4 1.6
Emamectin B, 100.4 99.5 99.3 99.7 0.5
IEmamectin 8,9-7Z 125.9 115.5 105.3 115.6 6.9
Emamectin FA 95.9 87.8 106.9 96.9 6.7
Emamectiin MFA 92.1 94.5 98.7 95.1 2.4
Abamection nd nd nd nd nd
Ivermectin 103.7 122.1 136.7 120.9 11.4
Milbemectin A, 87.9 95.0 101.5 94 .8 4.6
Milbemectin A, nd nd nd nd nd

nd ;. iED - OHHETEE
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FAIR 1 2 3 4 5 6 1 8
x¢ S |EE MY FRRTSY RIMEM RIREBRE RIRNEN RIS REBRER
5o H4+sTD™ EEET  IEE?2  EUWEE3 Y+STD

Amino 7511184 94529 5560617 5096395 5664353 5580714 5901787 8121058
Emamectin B.. 28747066 821739 25020898 23892846 24035247 24467942 26632772 33670108
89-Z 27862225 4787626 27204314 26325115 27070101 28466870 28579717 32643785
FA 16917276 539474 5461071 5444639 5117109 4966073 5535984 18407164
MFA 23288509 526344 12435373 11844407 11275688 11750970 12752927 26051320
Abamection 15724307 198001 3880120 3800524 33300905 3490715 3939786 15908319
Ivermectin 18326934 76553 3629920 3631703 3279051 3566408 3661458 15330738
Milbemectin A: 26451548 3637 5152009 5308368 5079872 5821858 5854627 23740224
Milbemectin As 13204744 463573 3042194 3397348 3236641 3504555 3525016 13145855

Chs5OFBHE 156 8ICARTIRICEAL, LCMS HEEIT o720
“REEMWIL 0.6 4 g/ml 1272 5 & 510, RMEIBNHBRAIFERAERERR L TR L
AT TBIRATF CHERM UL THARRARE T AR TH S,
MIRhT TS+ STDIRERDO M M Z 712056 i gml i8R 2 XD ICfER L ERADSHEYR
BRABETH S,



OCHj,

R;
CH; 0
OH
1-a. IRAIFUETORBYBRUTHRA2FY
DITAIF o REBBIE

B.. CsoHetNO,s [R,]=C,Hs— [R,]=CH,NH— (M.W. 1008.3)
Bir, CssH:sNO,s [R,J=CH,— [R,]= CH,NH— (M.W. 994.2)
QK #H 7z/&

Bie CuH7sNO,; [R,]=C,H.— [Ra}=NH,~ (M.W. 872.1)
Biw CuiHiNO,; [R]=CH,~ [R,]= NH,— (M.W. 858.1)
QR BE RIS FP/k(FAHK)

B,. CuHisNO,, [R,]=C,Hs— [R,]=COHNH— (M.W. 900.1)
Bi, CuH,NO,, [R,]=CH, [R,J=COHNH— (M.W. 886.1)
@DRBHE N-AFILKRILI LTI/ 4k (MFA k)

Bia CsoHyzsNO., [R,]=C.Hi— [R,J=COHN(CHy)— (M.W. 914.1)
By, CuHsNO,, [R]=CH, [R,)=COHN(CH,)— (M.W. 900.1)
@®F RAYFY

Bia CuHy0.4 [Ri}=CHs— [R.]=CH;— (M.W. 873.1)

By C.H0us [R4]1=CH,— [R:]1=CH;— (M.W. 860.1)



OCH,

1-b IXAVFLHKBIM89-ZREMR
OITAVFUOREM 8,9-ZRIEH(B,.DEMEH)
CueH7sNO,s [R]=C.H;— [R,]=CH;NH— (M.W. 886.1)

CH, CHs

R
CH3II|31..
OH
1-c ENAADTF
@I RAIF

A, C;H,0, [R]=CH, (M.W.528.7)
A, CiH,0;, [R]=C,Hs (M.W.542.7)



B 1-d 4RLAYFY
DARNADF
B1a CABH74O14
B1b Cd?'H"f2O14

{R]:CH(CHs)Csz
[R]=CH(CH;)CH,

(M.W. 875.1)
(M.W. 862.1)



HhiHE

BEOBRS XOBE
7+ b > 100mil+50ml
R

5, 7t BEQCLUF. #E)

[ Hhiam

TSk
BEOBRA (REBLUZhUNOBE)
{ } BRIBOBEDH
| Cis3Zh3h(1g) |
OfHBEREEA
5%A8 -k B bml X 2 THBEEF LEA
BT LOKZRE
| C18(1g)-{PRS}-NH, |
@3-l 5ml THERE R LiEA
@A% 7 —) 10ml
CiiIthihER D AT

{PRS :=h3hZE D AT}
@NH, 32h7,219 ) 10 m]

{D~@% ALY TAERHEACCLT, WH)}
| {Cie32h7M(360mg)} |
{7k Bmlx 2 THBE¥E LIEA}
{7k 10m1l}
{®r9)-) 2ml CARSE R LEANBH}
{®#5)-) 5ml}

{@PRS-NH, 321742 1%EEER7/E2UMAS )~ 20m1}

B
| 7+& k> 20ml+10ml
[ m |

EOSME., LBEASE

7 b BEACCELF, WE)
A& 7 —)v 2ml CiBkg
T

KOG

I C]s_NHg Efjﬁl\ l

@ AWE A

@*9)-) 2ml THEBEE R LITEA
@A% 7 —)bmlx2

O V1% 3: L S

@NH, 3=h741218)-) 10 ml

ESTI I

BEEE =1 0.2ml
TEb=FV 1ml, K& F
1-AFNAIF ) 0.1ml
10w HE

TFAA-T7 b=V (1:2)0.3ml
20°C. 10 43 [ RIS
TE=FIAV T 2ml (ZE R

] HPLC |51 A

D~@. O~Od 2\WID~DEEHE TAEBERACCUT, B
FERRIFNAY ) -I(1:1)2 ml X 2 IZ PR L 156ml YIMEEBRE ICE ¢
e, BEE(40°CLUF N, I A H)

X2

BABBECLZT YA F o ERERIES RAAREDO 7 O—— |




BRoBa ROBE

[ ¥¥REL 25 0.5¢ |
7% b > 20ml+10ml | 7% b~ 20mi+10mi
St} T
ow iyt i
. ot 7t b U BEGOCLLT, )
7 b EBEACCLLT, W) X5 ) o ¢
MEAER [ ﬁmmi@m 1
| Cis32894(0.58) | | Cit#7h(0.5g) |
MHERETA Rl AW A
K 10m! THS L& ¥k A7 2ml X 2 THRBEREG LIEA
h 7 L DKRAERE A% J—) 5mlx2

A0 2miX 2 THREEHF LiEA
AH =) smix2
| 1%EBEATLI=NAT 1ml DA
| LCMS | 10 u1 3 A

K3 ARICLHZIVAIF U HEBREDO 7D — b




