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[E]
1. AR ORBRIE DR T #1455

TRATF AT, 16 BB~ a T4 REKEETHRBAITH S, BELXOEAHERN S LTE
Hansd, EHEEIL. v ¥ IVBeRR BRI Fryxn) OT7 A=A e LTEE, R
A F BN T & B TR OIFENEN R AE 2 IH L, B Roar A R o EEhERE 2 3l L C
ERZRBT B2 LTS, £, BAHERLE LT, IMIBWTE, EE0FEE % x5
E LN A R (BEBESE) KON TAR (¥ =5H%) OBRBRA] (2 FRGAl. SMEBARHISE)
ELTHEHENRTWS, BARTITEMA L O MHESRE E L TKRI TR,

TRA 7 F o DORBREIL. LOMS 12 X5 EEED—FRERE T (BEY) I2BWTT LA F 2 By,
DHPFFFIN TS, ZOMORERIE L LT, #EF SR —mEREk s n~ 77 71k (e
%) CTHOMARETH DM, TV AT F 2 By & 8,9-Z-T VAT F 2 By 7-ULAZF L B & 8,9-
Z-T IV AT F U By X —E—27 L LTHIE S NS 7280, lx DILEMD 3 BIERITIARFARETH 5,
BE, 7V ATF Y Blaw 7oA T F 2 By KIN8,9-Z- TV A7 F 2 By DA L VERE S
TN D FEYEE 2 ki © & 2 BRI S T2y,

Z T, AFETIE, ARBRIEFRICY Y . BEWEOEMEEREL A2 AT L, A oRBREER T
DZEERGET 5 & & blT, RRE T Al Re e BIE O ME 217 - 72,

2. HTRIGAL A M OREE L O b 2
1) SRS AbEY « 7L A 7 F B,
TV AT F B
8,9-Z- T ~UL A 7 F LB ({RHITFEY)

2) MG OB bR E

O/CHJ O/CHJ
HO, f HO, ’
O O/CH3 O O/CH3
HC™ No o HiC™™ S

OH OH

TV AT F L B, T YL AT T B



8,9-Z-T YL AV F 2 By 8,9-Z-T ~JL A7 F . B

b4« 7~V A 7 F 2B, IUPAC)
(10E,14E,16E)-(1R,4S5,5°S,65,6’R,8R,12S5,13S5,20R,21R,245)-6’-[(S)-sec-butyl]-21,24-dihydroxy-
5°,11,13,22-tetramethyl-2-0x0-3,7,19-trioxatetracyclo[ 15.6.1.148.02%24]pentacosa-10,14,16,22-tetraene-
6-spiro-2°-(5°,6’-dihydro-2’ H-pyran)-12-yl ,6-dideoxy-4-O-(2,6-dideoxy-3-O-methyl-a-L-arabino-
hexopyranosyl)-3-O-methyl -a-L-arabino-hexopyranoside

7 AL A 7 F By (IUPAC)
(10E,14E,16F)-(1R,4S5,5°S,6S,6’'R,8R,125,13S,20R,21R,245)-21,24-dihydroxy-6’-isopropyl-5°,11,13,22-
tetramethyl-2-0x0-3,7,19-trioxatetracyclo[15.6.1.148.02%24]pentacosa-10,14,16,22-tetraene-6-spiro-2’-
(5°,6’-dihydro-2’ H-pyran)-12-yl ,6-dideoxy-4-O-(2,6-dideoxy-3-O-methyl-a-L-arabino-
hexopyranosyl)-3-O-methyl-a-L-arabino-hexopyranoside

8,9-Z-7 ~ )L X 7 F . B (IUPAC)
(10E,14E,16E,227)-(1R,4S5,5°S,6S,6’R,8R,125,13S,20R,21R,245)-6’-[(S)-sec- butyl]-21, 24- dihydroxy
-5°, 11, 13, 22- tetramethyl -2- oxo -3,7,19- trioxatetracyclo [15.6.1.148.0%%24] pentacosa -10,14,16,22-
tetraene -6- spiro -2°~(5°,6’- dihydro -2’ H- pyran)-12- yl -2,6- dideoxy -4-O-(2, 6- dideoxy -3-O-
methyl-a-L- arabino- hexopyranosyl)-3-O- methyl -a-L-arabino- hexopyranoside

8,9-Z-7 ~ )L A 7 F By, (IUPAC)
(10E,14E,16E,227)-(1R,4S,5’S,6S,6’R,8R,125,13S,20R,21R,24S5)-21, 24- dihydroxy -6'- isopropyl -5°,
11, 13, 22- tetramethyl -2- oxo -3,7,19- trioxatetracyclo [15.6.1.148.02%24] pentacosa -10,14,16,22-
tetraene -6- spiro -2’-(5°,6’- dihydro -2’ H- pyran)-12- yl -2,6- dideoxy -4-O-(2, 6- dideoxy -3-O- methyl
-a-L- arabino- hexopyranosyl)-3-O- methyl -a-L-arabino- hexopyranoside

b7 TV A7 F 2 By CasH72014
T YL A T F Bip C47H70014
8,9-Z-T )L A7 F 2 B CagH72014
8,9—2—7“\“/1/} 7 7‘\/Blb C47H70014

DT E: TV AT F U B 873.08
TV AT F 2 By 859.05
89-Z-T YL AT F > By, 873.08
8,9-Z-T L A 7 F By 859.05



CASNo : 7 /NA T F 71751-41-2
TrIV AT F 2 B 65195-55-3
TV AT T By 65195-56-4
8,9-Z-7 ~JV A 7 F 2 Bia N/A
8,9-Z-7 ~JV A J F 2 By N/A

LLF. 7827 F v Wb F g

TR K R A - R - R (2570)

Al 161.8~169.4°C

WL B TR D 7o O IE AN RE

AT @ <3.7%X10-6 Pa (25°C)

LEM  BIR~150C £ TLE

WSARIE - K (ZRE7K)  1.21 mg/L (257C)
~FH 110 mg/L (25°C)
rr=> 23 g/L (25C)
vruan A& 470 g/L (257C)
7% b 72 g/L(25C)
FEf—F /L 160 g/L (25°C)
A X ) —)L 13 g/L (25C)
Fr % ) —) 83 gL (25C)

=

fEREES (pKa) @ fREEET (pH 1~12)

A7 B =V EARE log Pow=4.4 (pH 7.2)

ISy fRE © 2258 (50°C, pH 4. SKOVT). Y1930 (25°C. pH9)

KAFSERVE - FRER(pH ) I1.0 B (7 XV A 7 F 2By« 24.7°C. 38.8 W/m2, 300~400 nm)
[ . 7N 2 7 T o 3R PbEE (FAMIC) |

3. FLUEfH
B4 FEVEME (ppm)

Tho L& 0.01
LV (KON LLEED) 0.01
ML & 0.01
RFENE (EWban)) 0.01
F DoV IE 0.01
LA (BT HERORE LREET) 0.05
nPE (V—x%51e) 0.1
Z DD Y BB 0.05
k= b 0.02
B—< 0.5
729 0.2
DD 7T BB 0.2
I (H—Fr%ET) 0.01
NEBLRL (Ah v v arEie) 0.01
SRAYE 0.05
A v UFARE 0.05
ZOMD H Y BB 0.01




LEoM 0.01
saoliitnalisa 0.01
PRI D RELIK 0.01
LEy 0.01
FL oY (R—=TNF L EET) 0.01
TVL—T T = 0.01
T4 L 0.01
DD E DFAFE 0.01
VAT 0.02
AARZ: L 0.02
WL 0.02
X7 B 0.09
bALT (TFTVay FEET) 0.09
THh (Fr—rmE) 0.09
Bo2&9H (F=V—%5EL) 0.09
WwhH o 0.02
eSS 0.01
<Y 0.01
A 0.01
7—Fr K 0.01
< B 0.01
S 1
AN 0.2
DD N—T 0.03
DA 0.01
Z OO IIEIC R T 2B O A 0.01
ER2) ] 0.1
K DHEN 0.02
Z OO EFEHILIEICE T B ORN 0.01
DT 0.1
K D Tl 0.02
Z OMOBAEAIEIC BT DB O I 0.1
2 DR ik 0.06
JR D R ik 0.01
Z OMOBEAIEIC BT DB OB i 0.1
O 0.06
KD &Sy 0.02
Z DM OEEW IR T 2B OB 0.1
Fl 0.02
OB L (FESEEHD) 0.2

TPV RAT TV Blay TV AT T By KIR,9-Z-T )L A T T B, DRFAZE U,



[(EB 1]

1. 3k

ZKIE, BNOEERZNGEEEA, ZOMIZA — R—IZTHEA L,

(1) ZKiF, v—F— I L& T425 um DIEHERS D WABD X9 Ik LB —(b L=,

(2)  RElE, v—F—IVZHWTL25 um OEEESL WEED L O ITHmirLE—(b L7,

(3) 1EFINAZIIE, WIREOEEELZRE, 7— N ey —2HOTllgIE—{k L7,

(4)  RZFEF, AEKEOWNTREREL, 7— 7 ety —%2HW TS —(k L7z

(5) L xiE, JEEAKTRIEWEE L, 7— K7ty h—%2 g —b L7,

(6) ALt Rk E 77— Rt v —% H0 TRl kb L7,

(1) VAT, fEBb, LAKOREOEKTZRE, 7— N7ty h—% g —bL
7=

(8) ZKiF., v—F—INEHNTL25 um OFEEESDLWEZED X 51Tk L% —{b LT,

(9)  HomuiL. IBliEEZ TX AR R, MUkl

(10) 4OfEMIL., HAEEZ T DR R, My —bL7z,

(11) 4oL, 2EEmu—b L7,

(12) 43k, 2z L<RAL T kLT,

2. - i
1) RS O
T R=R I, TERS M BT NY DA BKERET N U UL GREEEIEEER)
TER=FI, AZ =N (EHEER7 e~ 87T 7 4 —H)
Fef 7 = L (LC-MSH)
VT Fe Rr¥xy oy GRIERR)
74 Y vt (BEF7A 1545)
T BTN LT Y BTSN =TT A
(Bond Elut C18 ., £ CAME] g/mL, 7 ¥ L > hlfl)
TT77A NI—RAT ) Ta e U U A7 VIEE I =0T A
(Supelclean ENVI-Carb/LC-NH,, 78T A &#500 mg/500 mg/6mL, SUPELCO#Y)
10 wv%lift 7 U U AR
TONA Y F U REAES, (FE Bia : 94.5%. Bib @ 0.5%. Dr.Ehrenstorferfi)
TV AT F UBiRES (M >95%., 7 2 k&4 0 Chem Sceneff )
TV AT F OB RS (BE 97%. 7 2 RS 4L - Tront Research Chemicals Inc.5)
TV AT F OB ERERL (R >99%., 7 2 URkAIE 4L - Bioaustralisf)
8,9-Z-7 ~ L A 7 F B IEMES (M 98.1%. ARMISE T ¥EpRatt)
8,9-Z-7 ~ L A 7 F UBiufEEM (ML 95.4%., MRMIZE T3k SH)

2) FEMERIR OFARST UL

IRHERHR © TR T F o By IR BIEMESL OMEEN HROTZ 2.5 mg AU REAKEFFL, 7k =
N U VCERMR L CIEREZ 25 mL & Lo, Z OFRIRITEIEAES % 100 mg/L &1,

MRESIERERE . EWFERE T = P U L THEEAR L T, 0.001~0.05 mg/L D¥EEDRAIE
WERIR A TR LTz,

USINAREYEAE © EYEFUR ORI A R T AZRE T CREL, 7T P THIRL CTRE L2,

HREI~OUWINEEF 1 ITRT,



7 1-1 BB A~ORMAIR A FERERIR ORI R GEEEREESM)

. WO AR mie PVIEREEE
(ppm) (g) (mL) (ug/mL) (mL)
Zok 0.01 (—f#) 10 20 0.1 1.0
NI 0.01 (—#) 10 20 0.1 1.0
EFONAED 0.01 (—f#) 20 — 0.2 1.0
RE 0.1 20 — 2 1.0
ThLox 0.01 20 - 0.2 1.0
Frov 0.01 20 — 0.2 1.0
DWAT 0.02 20 — 0.4 1.0
VS 1 5 20 5 1.0
BRI 0.01 10 - 0.1 1.0
REN 0.1 5 — 0.5 1.0
BRI 0.1 10 - 1 1.0
L 0.02 5 — 0.1 1.0
# 12 ZE A~ ORI RS IEEEIR O RIS (E &R AR RN
_— R A i PWIREEE e
ppm) (2) (mL) (ug/mL) (mL)
LK 0.005 10 20 0.05 1.0
KE 0.005 10 20 0.05 1.0
ZHNAZ D 0.00125 20 — 0.025 1.0
nE 0.00125 20 —~ 0.025 1.0
L x 0.00125 20 - 0.025 1.0
FLov 0.00125 20 —~ 0.025 1.0
D hZ 0.00125 20 - 0.025 1.0
PiS 0.02 5 20 0.10 1.0
ER A 0.005 10 — 0.05 1.0
B} 0.005 5 - 0.025 1.0
BRI 0.005 10 — 0.05 1.0
e 0.005 5 — 0.025 1.0




3. Bl

yfegs (m—4&—3/1) : ULTRA CENTRIFUGAL MILL DRI1000 (L ¥ =)
7— K7 vt v¥—: (Panasonicil)

LC-MS/MS
= A R = it
MS API-3000 AB SCIEX
LC LC-1100 Agilent Technologies
7 — ZALBR Analyst 1.6 AB SCIEX
4. JIESM:
WE S AT 5,
LC-MS/MS
LC &4t
- InertSustain C18 (& 2.1 mm, £ & 150 mm, Fi 73 um: ¥—
TY A = AR SR
BEFEE# (mL/min) 0.20
HEAE (ub) 5
7 LNEE (C) 40
S A@:ﬁmmmMMTV%:ﬁA%% o
Bk : 5mmol/L FEfET > E= A -« 7& b=k U LAWK
R (99) AR (%) B ik (%)
0.0 10 90
1.0 10 90
VAV =Y S s 8.0 5 95
10.0 5 95
10.1 10 90
12.0 10 90
MS 4
N . MRM (ZEKILE=F V7)., XIESRM (EIRISE=H U
HEE— R )
A A AbE—F ESI (+)
A F AT L—FEE
as) 4500 V
J—7 > HA (CUR) 10.0 HAfZ7Z2 L
(3;74ﬁ_ﬁx 100 HfL7 L
AR & (TEM) 400°C
Vs B 7T A 223, 6 L/min
a2 Va A (CAD) | EFE 40 HARL
WEA A CE DP
T YL A7 F 2 B +890. 8—567. 1 21 41
ETEALY (nk) T AT F L B +876. 6—552. 8 21 41
8,9-Z-7 ~ LA 7 F > By, +890. 7—567. 1 21 41
8,9-Z-7 ~ LA 7 F > By +876. 6—552. 8 21 41
CE : Collision Energy, DP : Declustering Potential




HEA A CE DP

T AT F L Bla +890. 7—304. 9 35 41

T RA T F L By +876.6—291.0 39 41
EHEA A (mk) - >

8,9-Z-7 )L A F . By, +890. 7—304. 9 35 41

8,9-Z-7 )L A 7 F > By +876.6—291.0 39 41

CE : Collision Energy, DP : Declustering Potential

DRFF IR ] TRFFHERR
T YL AT F 2 B, 52 1.44
. TGV AT F 2 By 43 1.39
RIS (min) 8.9-2-7 <A U F L By, 6.0 1.48
8,9-Z-7 )V AT F 2 B 5.2 1.44

TREFRIE © o Y %Y 7L b — L OARFFREERN 6 2 A

5. B

TSIV AT F U Blay TV AT F U By, 8,9-Z-T UL A 7 F LB M U89-Z-T ~ UL A 7 F L BpyDZ
ZN2.5 mga 7 b= b U ML, EHERKI00 mg/LE iR L=, ZOEK%E7 % b=tV /L TH
L. 0.001~0.05 mg/LOYRE DIRATEER K 2 i U 7o, BIEERIKS WLZLC-MSIZHEA L, 5 biuTz
v — 7 AR 2 O CRERR 2 VERR L7z, SBRIATES uLA LC-MSIZIEA L, B EHRD b Mo &Rk
LV T VAT F UBlay TULA T F 2By, 8,9-Z-T UL A 7 F VB L U8,9-Z-T ~ L A 7 F By D i
mAEEH L,

NIEEY S AT A
(1) ESYEfEIREE C OB

O #JE, T, FEEHE
VKK OKE (IR 0.01 ppm)  : 50EH 0.0 glZ IRIMMAEEHEZRHZO0.1 pg/mL% 1 mLFAM L, /K
20mLAE M Z CTEIBA LI, 300 MIkE L,

© B3 - RFE
EINAZI, IFRNL RO Loy (IR : 0.01 ppm)  : 308420.0 gl W0 HERR TR
0.2 ug/mLZ 1 mLIFAIN L, K <IEA L72#, 300 HIAIE LTz,

@ E (IR : 0.1 ppm) : #E20.0 gl EIAFEHEA#R2.0 pg/mLZ I mLE L, L<IREL
7ot 305y RfikiE Lz,

@ VAT (FINEE : 0.02ppm) : #AKEH20.0 gl U AIEHEA%0.4 pg/mLZ I mLEEs L, LK <IES
L7t 3057 RIAE LT,

® %
A BIREE @ 1ppm)  : 3UBKS.0 glZWSINAAEEYAIKS.0 pg/mL% 1 mLiAsI L, 7K20 mLA& Jlz T
K IRA L7t 3040 MiGE LT,

® FoOmA (FINPEE : 0.01 ppm) : #AKH0.0 giCHSIAEAEZATR0.1 pg/mL% 1 mLEN L, K <R
A L2tk 30 e Lz,

@ FOlflE (TSI 0.1 ppm)  : REHO0.0 gl FAEYERK1.0 pg/mLZ I mLEsi L, LK<
B L=, 300MiE L=,

RENG GASONPREE © 0.1 ppm) @ 3UEES.00 gl AR ERRIK0.5 pg/mLZ I mLishi L, LK <iE& L7z
%, 304 RIfkE L7z,

@ 4F (RIIREE - 0.02 ppm) : #EES. 00 g (ZIRIDAAEEHEYS 0.1 pg/mLZ 1 mLi L, L <EE
U721, 3057 fikiE Lz,



(2) ERERFERRE T O

O BJE, U, M
ZK R OKE. (FINEEE © 0.005 ppm) : #0EH 0.0 glZHINAEAERRZ0.05 ng/mL% 1 mLE L, /K
20mLE A CTESIEE LT, 305 MkE LTz,

@ B R
FOoNAEH, X, Tl x, ALY ROY AT (BIERE : 0.00125 ppm) : #0E+20.0 gl
VRN HEZRR0.025 pg/mLZ I mLEsI L, L <IBRE L7z, 300 fAkE L7,

@ XK

A (BINREE © 0.02 ppm) = 0BS5S0 gl 2SR MERA 0.1 pg/mL% 1 mLIAIN L, 7K 20 mLZ& % T
K IRA L=, 300 MiuE LTz,

@ O O (FSIIEEE © 0.005 ppm) : 50EH0.0 glZ RN AEHERRIZ0.05 ng/mL% 1 mLIR
mu., X<EA LUK, 305 E L,

® FORFHE (AR 0.1 ppm) : #0BH 0.0 gl UM EEYERS1.0 pg/mLAZ 1 mLFM L, X<
BA L%, 300 MhkiE Lz,

®  AFREVIEOYEL. (RINREE @ 0.005 ppm) : #0EHS.00 gl BN AR HEVA#R0.025 pg/mL% 1 mLiN
L. K<EALEE, 300 RHAkE LT,

7. ABREIE OFR R
M

TIVA T F By TV AT FUBRKUB9-Z-T L A Y F LB A BB T R THIH T 5.
R O — 8 2 B0 R FERR = F/VICERE L, Bk L= BIs 2 i1 5,

ORI, B REOHE. I T 7 A MA—RT I Tue s Vb Y A VEE R
=T A THRT S,

PO - O - MEHEAOEOGA, TE R Ve aFHr (1:1) SEICE Y lfEEREL, 77
T7A NI—=RAT I Ty VUL VB TAVREE R =5 7 L TR 5,

KOBE, A7 B2FINT I MU VAN I =N T DTRER L%, 7T 774 " O—RT I
Fae T YL Y A SAREE S =0 T AT 5,

BEDOHE, T =RV e~FHr (1:1) SBEUCK D HEZREL, A7 2Ty )by
VBTN =T A THE-T 5,

()EEMDOBE
a) filith
O B - SHEEORIE
ZoK R OKRT T, 3BH0.0 g2 AT A X H v FITERD . K20mLE Mz, 305 MHkE L
7o ZHIZTERFSOMLEMZ THRET T A A LTHE, 74 Y U tE21 emDE SZHAN T A
(260 mm, No.6, HillLIfA/ERTI) ZHAWCWs|AiE Lz, A EOEREWICT = 25 mLE
MZTHREDFA XL, EREFRICAR LT, AiREGE, 71 a2z TEMIZI00 mL
L7z, 2O H10mL GREHL00 gfHY) Z8D ., 40CLL T TME L., 78 h o &BRE L,
WA, HHCD10wN%ELT MY 7 AEHKS0 mLAa AiL72200 mLO 53 kRS2, BE
g = F /150 mLZ W C LS OBERMEERD T AR 7 5 2 a 200, Wik %z B oSk &b
Bz, IBEIBERH TSR LSRRV IBE %, #E L, =T /LE4200mLO =47 7 A
IR, KBEICHIE=F LS50 mLE Mz, Bl FRRICERMEL C, Fife=F V@ % Lo =4~
TAAILEbES, ZHICHEEOEKAEET N U LAEZINA, KEx RV IRE R0 5155 ME L
e, PRI T2 AB L, RS FA20mLEHWT =M 7 7 A%z, TOWKTA
M EDOREY AV O BEE 200V K LTz, WPk A € ORIE R I A, 40°CLL T CHEEE
TFILEBREL,



FERAMNZ n-~F Y230 mLE 2. 100 mLOSMERFICB Lz, Zhuln-~FH a7 & k=
FUABOMLEMZ, IEE HHZHOCTSOMM LR IRE %, HEL, 7= ) LE%E
FAB T F 2 apIB LTz, n-~FT U EIn-~F Y o fEfnT e = MU A30mLE Mz, kit
FAREDBEEZ 2[RV KL, 7® b=V IVEEZOWEEESRTFICEDE, 40CUTF T =
MU NVERRELE, ZOREWCTE =R ALK (3:1) B2 mLE I CTEML
776

@ P, RFEXOFEEHE

ABR0.0 gERETFTA ATy FITHD . ZHICT ' FSO0mLEMA THREY A AL
%, 74 YU LEl emOEIIZEW A (BER£60 mm, No.6, HillLiBUERTR) &Ml A
WLz, A EOEREMICT 2 Fo25mLE MM THREYFA AL, Lt RRICABLE, A
Wadbt, 7 b2z CEMIZIO0mLE Lz, ZO#EA 520 mL GREH.00 gflX) 2%
D, 40CLLTFTRMEL, 7k hra2RELE,

R, O T O10WwN%IELT N U 7 AR50 mLa AdU72200 mLO 73R H 3,
FEfR = /150 mL%& VW C LR O ER g O+ A M 7 T 2 a 230, ik E EiLo ik =He
Aoz, lRE DA AV TSOME L IEYREZ%, #E L. BT T /L8 2200 mLOD =4
7 IR LTz, KEICHE-FAS0mLE A, EREERERICEIEL T, BT Vg% bk
RO 7T A EpED, ZHUCHEBEOEKMET MY U LAEINA, REARVIEERNS
150 ME L-th, T AR T Z 2AaficAl L, BT 20 mLE W C A7 T A a %t
VN, ZOBIR TAHREOFRE Y % BE O BEE 2RI K LT, MR A 2 ORJERMeR TG
. 40CLULF CHEfR = F L2 BRE LTz, M7 b= I ALK ML (3:1) (RIK2
mLZ Nz TN LT,

® XK

EF.00 g% RE VT A XA v FITED . AK20mLE Mz, 303 RE Lz, Z4UZ7 & b 50mL
ZMZTRES T A X LTt%, A Y0 +E1emDE S IZ8 - AHE (BAL60 mm, No.6, HillififE
Arid) 2D TG A LT, AR EOEREWICT & o 25mLANZ THRES T A XL, EE LA
RIZAB LT, AREEDE, 78 b2 M TEMIZI00mLE Lz, 2O 5H5mL GUE0.25 g
FEY) &80, 40CLLF TR L, 7 hrZbrE L,

PRI Wi = F LS50 mL%E VT H 50 U 10wn% i kT b U o AFEKRS0 mL% A417-200 mL
DIEIRHCE T, IRE M2 AW TSI L IRV IRE-1%, #iE L. Bk~ 7 /L& %200 mLOD
AT T AT, KBICHHET T LS0mLE A, i & FRRICEEL C. BT VE S ERD
D=7 T ZalZGoEl, ZNICHEOEKEET ) v azilz, KeiRVIBER1S 5155 M
g Lictk, AT Z2afiz Al L, BT A20mLad VT =47 7 23z, T OWIK
TAHRK DT 208 5 BEZ 208 0 IR U e, WPEHK % € ORI gs P& oE, 40°CLL T CRE
T L alrE Lz, ZOERBMITE =) A2mLz iz CEN LT,

b) K

OEF R OIRE (KIS O5E

TI7277A NI—RAT I 7Ta e Uk U 7 VEERE I =7 A (500 mg/500 mg) (2,
TER=FIALEO LT 3:1) RK10mL ZFEA L, WHRITE T, 200 7 AT #dyE
THROLNIERETEA LR, 72 F=FU ALK ML= (3:1) {BK2mL T2 BIPEVIAZ, 21
mL T EW7e, REHIK A 40CLL T Tl L, BRI A 2R EAHT TR ZBRE LTz, Z D%
WMET7T2 b= MU VZEML, EMEICImL & L2b 0z BREKE Lz,

QXK DOHH
F o 2T VAT Y BTV =F T 2 [BondElutC18 (1g/6mL) ] (27 & h=F U /L10mL



ZIEAL, MHEKIIE T, 2007 22, fhilEETHR Nk ETEA L%, 72 =KL
2mL TR Z 2V IAT M EZ G D, 2E20mLO T & = b U LTI S8 7, 2R & 08,
ACLLT T L, BRI AZWREA T TR ZBRE LT, BEWICTE =R ALK ML=
(3: 1) JRI2 mLEM % CTHEN LT,

TI7277A NI—RAT I 7Ta e Uk U 7 VEERE I =7 A (500 mg/500 mg) (2,
TER=FIULEO R 3:1) B 10mL ZFEA L, MHRITE T, 208 7 A EFLTH
NI ZTEA LTS, 7T =R UKL=y (3:1) {E#K2 mL T2 FYEVIAZ, 21 mL
TS, REHKEZ A0CLL T TR L, ERTAZWREA T TRELRE LTz, ZOKREY
7 =N UMIEAER L, EMEIC ITmL & L72b02RBIERE L,

Q) BEDDYE
a)

AL OO S & 30EH0.0 gv TENI R O OGERES0 g2 RET T4 Xh v S8R |
T ' R USOMLEMA THRED T A A LR, 74 VU L% emDJE S|8N AR (B
60 mm, No.6, filllIFWEFTR) 2 HWTESI A\ LT7-, A EOEEMICT = 25 mLa Nz T
REVFTARXL, EREFRRICAB LT, AREEDYE, 78 M2 TEMIZI00mLE L
oo ZOWNG, HALOIBOSE ., 10mL GUEFL00 gfEXY) | BB M OVFALOEAE20 mL GR
FHL.00 gfHY) RV, 40CLLF TR L., 7k b zBRELL,

M A, HO U110 wvYiiibT MU T AR50 mLA AiL72200 mLO 5K HIE T, HiE
TF 50 mLE W T _EFLOWERMERR O T A 7 F X azH0, BEk%E _ELo ik oG b,
e OEHNTS MM L IRVIBE %, fE L, B F VB 42200mLD = A7 7 2 allB L
7o KBIZHFB=F AS0mLAE N2, ERL & [FERICEAEL €, Bf=F Vg %E LRt =/ 7 7 2 aic
Hodiz, ZTHCHEEOEKEET N U AEZML, a2 RVIEERNOI150MKE L7-%, 39
EbEEE R PIZ A1 L, BT 120mLE ANT=/A7 7 2 azikn, ZOHRTAK ED
FeREW) %0 O BEA 2[R 0 IR LT, Wik % 2 OJERMER TG E, 40°CLL F CHEfR =T L %
M2 L7z,

Z DR n-~F Y 30mLE Nz . 100 mLOSER-FCB T, Zhin-~FV 87 =
FUAZ mLEMA, ;RE SBEHWTS ORI LBV IEE %, EL, TR A= N VEET
AT Z 2 AT, n-~FT YV B~ T b= R A30mLE ML, B E RO
BEZ2EIV IR L, 7k F= MY VEEZEOBERMGRTIZEDE, 40CLLFTTre = L%
brET D, ZOEREWITE F= MU A2mLEMAZ TN LT,

b) K
F o BTN Y by Y VI =5 T 2 [Bond Elut C18 (1 g/6 mL)] (27 h=Hk U/l 10
mL ZEAL, WHKRITE T, 2ok 7410, iiBfETH O ERRETEALZE, 7E =

KU v 2mL CTHREZZ 2 FEVIATEMEEZ ED, £2E20mL O7 & b= M) L TRH SET=, 2%
HiRZ . 40CLL T Tl L., BEH A 2RI CREZ2RE L,
COEREMETE b= M VICIREL, EMEIC ImL & L2 b O RBRIEKE Lz,

8. ¥ MU v 7 AUHIEEAEGSHR D 5
BB T T 7 BRI AL U, WA BRE L721% . SBer R &M O TIMNEIGRER 2 381T 5 Bl
100%FH 24 2 P OIRBEMERIK N2 TR LT-b D&~ b v 7 ARINEERK E L,

9.1 &

0.001 ppm 7> 5 0.02 ppm (ZFHHY U 72 R HEVR IR A E 41240 LC-MS/MS |2 5 uL (0.005 ng~0.1 ng) FA
L. BEREIER LTz, YWIEREHF O T~V 2 7 F U YREEN 0.005 ppm & 722 X H 12, ERifECHE



SNTZRABRImIRZ KL OTE F=F U (1:9) BIRTARL THIE L7,



[tk 7 v —F v — b REY B - CHEKOREIER)

| 30EF 10.0 g 127K 20 mL 20 % 30 45 ik

!

| 72 b 50mL 2Nz, REDFHA X

| 5| A i

| BT b 25mL AZ, REDTFA X
| W5 A i

| 72 A A DY, 100 mL IZER

!

| BEfE— T LR
| #hH#E 10 mL
| RS, 7k b oBRE

| 10wiv%HE b7 b U w7 AYEHE 50 mL

| WEfR—F /L 50 mL Z /0%, 550RHRE 5

| Wit —F V& %% 5

| KR F L S0mL 2%, 5oMiRE 9

| it = F LB A DY D

| KRR T R Y AR, Al

| JERENE, Bl =T LR

!

| 7 b= R U~ 4]

| n-~%4 > 30 mL

| T a7 h= YA 30mL #MZ. 5 HREE S

| 7T h=F U LVEBEERD

| (EFREO#EEZ 2 [l 3KT)

| TR b= R VEEEDES

| A, 2Rl

| BRI TE h= R U AR Ry (3:1) 18I 2 mL 200 % Vi

!

V5774 R A=K7 Ta AL I ) A SRR =5 T 2

| 72 h=hrU KO L=y 3:1) IRIKIOmML CavF 4> a=7
| SBHIR AT

| 72 h= RU ALK MLy (3:1) IR 25 mL CEH

l

RN

| BIRHRE G, TR, R0

| AKROTE R=FU (1:9) TEMICImL &L, RBEKET S
l
| LC-MS /MS & |




[k 7 v —F v — b REY (BREVCRSE) 056

| 3 20.0 g
!
| 72 b 50mL 2Nz, REDFHA X
| 5| A i
| BRI T2 hr25mL A, REDFA X
| W5 A i
| 7 o f@a b, 100 mL ICER
l
| BEfE— T LR
| #h R 20 mL
| RS, 7k b oBRE
| 10wiv%HE b7 b U w7 AYEHE 50 mL
| WEfR—F /L 50 mL Z /0%, 550RHRE 5
| Hilig—F L8 %% 5
| KR F L S0mL 2%, 5oMiRE 9
| it = F LB A DY D
| EEARREET R Y ABK, Al
| JERENE, Bl =T LR
| BT F= B U VRO b vy (30 1) JRIE 2 mL &N AR
l
V5774 P A=K7 I TR EA LY MES ) A S AEIB I =0 T 2
| 72 h=hU KOy B3:1) BIKI0mL Cars4ya=y7
| S AT
| 72 h=hFU LKAy (3:1) JRIE 25 mL CIEH
l

FRBR AR

| DRI A G, WL, 223K

| AKEOTER=FrU/L (1:9) TIEMIZImL &L, REBREIKET D
l

| LC-MS /MS 7 &




[Tk 7 v —F v — b REW 8 OBEE

| 308 5.0 g 127K 20 mL % 41 % 30 4yf s
!
| 72 b 50mL 2Nz, REDFHA X
| 5| A i
| BT b 25mL AZ, REDTFA X
| W5 A i
| 72 A A DY, 100 mL IZER
!
| BEfE— T LR
| FhH#E 5 mL
| R, TR oA
| 10wNV%HEALT B U w7 KR 50 mL
| WEfR—F /L 50 mL Z /0%, 550RHRE 5
| it = F VB AR D
| KR F L S0mL 2%, 5oMiRE 9
| Bife =T VEZ GhE D
| KRR T R Y AR, Al
| A, HEfe = T LR
| TR\ T % b= b UL 2mL &2 RAR
!
o 2 F v U ) LI =H T 2
| 7 h=FU L 10mL CarFT 4 a=r
| BB & far
| 7 F= kUL 20mL TI&HEH
| RUEHRZ G, TR, 258
| BT =R UAKRO ML (1) IR 2 mL &2
!
V5774 b A=K7 I ) TaEAL LU ML ) AP AEB =5 T 2
| 72 F=F UKLy 3:1) BIEIOmML TarsF4va=r2
| SN & far
| 72 =R UAKEO LTy (3:1) JBIE 25 mL CIAEH
!

PRI

| BIRHRE G, TR, 2R

| AKROTE R=FrU (1:9) TEMICImL &L, RBEKET S
!

[ LC-MS /MS FE fit |




[T B —F ¢ — ] HHEOHE

S

| 5P - TN : RAEF10.0 g
| HEl - 49l 3k 5.0 g
|

| 7 bl |
| 72 b 50mL 2Nz, REDFHA X
| W5 A
| BRI T2 hr25mL A, REDFA X
| 5] A
| 7& U f@a b, 100 mL ICEER
!
| BEfR— LR
| Fhite (5P - FFBE - 10 mL, SRS - 4+%L : 20 mL)
| BUE AR, 7R R oBRE
| 10w/v%HE b7 b U w7 AYEHE 50 mL
| WEfE—F /L 50 mL #0012, 5 5RHEE 5
| Wit —F L8 %% 5
| AKJBIZEERE—F L 50 mL 0%, 545RIRE 5
| Bt =T VEZ GhE D
| BEAKRRERT B U o LK, Al
| JBEENE, EEe = L REE
!
[ 7 b= F U ~FF 55
| n-~F > 30 mL
| n-~F P BT b= R UL 30mL 2%, 50MIES 5
| T r= I ABERD
| (EREO#EEZ 2 [\l 3ET)
| 7 r=F U ABEADED
| WL RAE, ZEHEE
| BRI T & b= kUL 2 mL &0 IR
!
| A2 2T Vb DAL I=H T 2
| 7 h=FU L 10mL CarFT 4 a=r
| B AT
| 7 k=K UL 20 mL CIEH

IR
| DRI A G, WL, 223K

| AKEOTER=FrU/L (1:9) TIEMICImL &L, REBREIKRET D
l

LC-MS /MS 7 &




(R KB E]
(1) LCEUMS/MSSAE:DRT
OMS/MS S

BEHRELOTE F= N VRIEKEA 72— 3 LICEOMSEIZEA L, JIBWEDA 4
ERERLIZE Z A, ESIH KL OVESI-)DOMT— K& b0 fETH - 7=,

ESI(+)E— R CHER INToA A ZK1-1 ~ K1-612/R LTz, TUE=UAIMA [M+NH,4]
TOROY B Y U AAINE [M+Na] T I E AL, e b AN [MAH] I 2R T
BU SN olz, £, ESIOET— RTIEM 7 v b4+ [M-H] B8l Sz,

ZITELBNIEAA LV E TSI I —AF LT AT a—Va itk b RELE
fTo 7=, ESIMMOESI-DEE— R TEHEONTZHEAS A0 5 b, MEREIEIC EA24 4
CESNA A E L CGRE L, ESIH) B— RIZBITAHEA A4 2% 1-112., ESI-)E— KiZ
BIFDHIEA A 2FI21TR LT,

T E R 2 Heilge U 7= . ESI(H) TIXESIC) DRI 0E DREEN G bz Z L6, ESI(+) £— K&
A F ik E L T&ER L,

TRV AT F Bl K N8,9-Z-T NV A T F VB, TlE, 7T =T AN F m/z891%
TV h—Y—A A LT, 7u&7 b A rm/z 567 ZEERA AT, m/z305% M
HAA LTz, TRAVAT FUBWMVS8,9-Z-T X)L A7 F B TlE, 7TV E=U LA
Moy m/z877% 7V 1 —H—A A LT, Fay s M Fm/z553 ZERHA A I
m/z291 % EMHA A & Lz,

ESI(+)E— RHIERF COEAEMEYE D~ A AT ML EK2-1~K2-412, EEALOEREHA T a &
J " A T AT MV EH3-1~[X3-8 (TR LT,

#1-1 ESI(H)E— NZBITHMELS 4

WEA A CE DP

+890. 8—567. 1 21 41
T YL A7 F L Bra

+890. 7—304. 9 35 41

+876. 6—552. 8 21 41
T YL A 7 F 2 B

+876.6—291. 0 39 41

+890. 7—567. 1 21 41
8,9-Z-T ~JL A 7 F B,

+890. 7—304. 9 35 41

+876. 6—552. 8 21 41
89-Z-7T )L A 7 F > By

+876.6—291. 0 39 41

CE : Collision Energy, DP : Declustering Potential

#1-2 ESI(-)E— RIZBITHHIEA 4

WEA A CE DP
-871. 5—229. 44 -81
FANVA Y F L By 871.57229. 0
871.5—84. 1 74 -81
-857. 6—551. -38 71
AT B 857.6—551. 5
-857.6—108. 8 -68 71
871.5-229.0 44 -81
8.9-7-T ~JL X 7 F+ B ~
871.5—-84. 1 74 -81
-857. 6—551. 5 238 71
89-Z-7T )L A 7 F > By —
-857.6—108. 8 68 71

CE : Collision Energy, DP : Declustering Potential

N



Intensity, cps

'

+Q1: 60 MCA scans from Sample ... Max. 1.2eBcps. | M +Q1: 60 MCA scans from Sample ... Max, 4.7e6 cps.
856 —— | M+Na | + 8956 —— + +
1.20e8 | [ ] 476 : [M+Na]
4,506
1.10e8
4.0e6
1.00e8
9.00e7 3.5e6
8.00e7 ‘
8965 3.0e6
7.00e7 l .
8 | 896.5
O 2506 |
6.00e7 | | &
| c
| g
E
5.00e7 - [\[+NH,] + | 2.0e6
4.00e7 \ i 9116
8006 1.5e6
|
3.00e7 ‘ ei‘?.s . [M+NH,] * |
2.00e7 6918y o116 \ 875 on2s
+ \ 890.6 i
1 0937[ M+H] L U 5.0e5 U 9136
' Mg ' ‘ 9436
) 8735 8848 ' 9015 9145 9356 881.5 s> 9096 8218 ; 946.5
0.00% 5 : Y il : it ot ot M Ml T
0.0
860 880 goewz Dagzo 940 960 i o oo ey . =M
T B - miz.Da ]
X 1-1 TR F U fERE g, 1-2 7YV A7 F > By, (CEM) 1EHES,
M +Q1. 50 MCA scans from Sample ... Max. 1.6e7 cps | W +Q1: 60 MCA scans from Sample ... Max. 4.0e7 cps
8956 —— [M+Na] + 4087 8816 —— [M+Na] +
167 | !
‘ 3.8e7
Loei 3687
1.4e7 3.4e7 -
1.3e7 | 3.2e7
3.0e7
1.2e7
! 2.8e7 -
1.1e7 ‘ it I
|
1.0e7 |
: e s . 2.4e7 ,
2 | 2.2e7 |
5} 9.0e6 ] -
z ‘ £ 2067 I
3 8.0e6 } g 2 i
2 i 2 1.8e7
= 7.0e6 = ‘
\ 1.8e7 I
6.0e6 | e
5 0e6 1.2e7
‘ 1.0e7
4.0e6 [M |
+NHa] * o756 f
8. + +
3066 ' e11s 06 M+NH] *gos 8975
\ 6.065 |
2.0e6
8906 9126 4.0e6 e 898.5 e
10e6 8816 ' . 6. 8995 911.
88268926 gfap 9337 9437 .2 086’ 8056 >0 © 9278  54n-
no* by . 00" My i i
860 880 900 920 940 960 860 880 900 920 940
| S m/z, Da - miz, Da
1-3 7~V A2 F 2 B, (BAU) EEHES 1-4 7YV A7 F > By (TRC) HEHEN,

_18_



+Q1: 60 MCA scans from Sample ...

2.9e7 39?5— [M+Na] +

2.8e7

| 2867

2.4e7 I

2.2e7

2.0e7

1.8e7 I
1.6e7 EQP o

1.4e7

Intensity, cps

1.2e7

1.0e7 [M+NH4] +
8.0e6

|
6.0e6 897.5

[M+H] + |
4 0eb

9115
f\gs_;gg\;op?
8816 9025
900

2.0e6
8735
0.0

9135 93_4_5 943.7960.7

920 960

m/z, Da

1-5 8,9-Z7~UL AV F o B, (KK
FEEE

880 940

Max 2.9e7 cps.

7.0e6
6.5e6
6.0e6
5.5e6

Intensity, cps

3.5e6
3.0e6
2.5e6
2.0e6
1.5e6

5.0e5

9.0e6 |
B.5¢6

7.5e6 -

4 5e6 |
4.0e6 -

00"

T W +Q1: 60 MCA scans from Sample ...

8816 —— [M+Na] +

8.0e6

5.0e6 |

[M+NH.,] ;I

1.0e6

2557 6765 891,
" 8808

860 880

83.5

‘Max. 5.0e6 cps.

897.6

8
896_.5 9115 9297 9494

900
miz, Da

920 940

1-6 8,9-Z 7 ~ULAZF o B (Mflizk)
FEE
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B .51 5009 min from Sample 13 (B1a{TRC) Q1) of Data2018-03-24 P-SCAN.wiff {Turbo Spray), Centroided Mazx. 3.8e7 ops.

100% - 8958
80% |
£ 60%
£
E‘ 40% A 890.8 297 2
20% | 873.7 17 8.0
” 856.1857 0 L 3796 890.0.7T | o048
°850 855 860 865 870 875 830 835 890 895 900 905
miz, Da
X2-1 T X)L ATTF VB, DTAANRT NV
B .01 4271 min from Sample 14 (B1b{BAL) Q1) of Data2016-02-24 P-SCAM.wiff {Turbo Spray), Centroided Mazx. 2 Te7 cps.
100% - 881.8
80% | 897.7
i 60% 876.8 881|2
E
Ej 40% + 8483.0 409.0
20% 4 8601 778 :
3.9 900.1
0% | |./86‘]'8 L |||. | |‘/8852 9p U
°850 855 860 865 870 875 830 885 590 895 900 905
m/z, Da
X2-2 T X)L RARTF By DV AANRY R
B .51 5628 min from Sample 15 (8,8-Z B1a Q1) of Data2018-03-24 P-SCAN.wiff {Turbo Spray), Centroided Max. 4.4e7 ops.
100% - 8908 8958
80% |
£ 60%
£ 8D6.6
5 40%1
v 8738 492 0,
=892,
20%
0% 854.4.89-2857.0 %7?;8 BM'I#‘W ||/.898'1
°850 855 860 865 870 875 830 835 890 895 900 905
miz, Da
X2-3 8,9-Z-7 X)L A T F VB, DVAANRT ML
B .01 4975 min from Sample 16 (8,97 B1b Q1) of Data2016-02-24 P-SCAM.wiff {Turbo Spray). Centroided Max. 4 0e7 cps.
100% 876.1
80% 881.8
£ go%.
= 896.0
= 4% 8777
I 829 00 0
20% 8598 897.3.
| |-8612 790 | |4s48 8909 -895/9, _900.8
0% M. . L , . . L L, ; — | _||| .
850 855 860 865 870 875 850 885 590 895 900 905
m/z, Da

[X|2-4 8,9-Z-7 )L A T F UBipyDVAANT fL

,20,



B 52 (s20 50) CE (21) Exp Max. 2.2e5 cf BB 4|52 (880.50) CE (25) Exp ... Mazx. 7.8e5 cps.
100% 567.8 100% - 305.3
3047
80% - 80% -
F gomd 2564 £ 60%-
E =
2 40% - 192.9 2 40% -
20% 4 8733 20% -
144 7
~2p9.0
096 M . : : : . 0% K - : : : .
200 400 600 go0 100 200 400 600 g00 1000
miz, Da miz, Da
X3-1 7 X)L A T F L B.D X3-2 T )L AT FUB,D
Ty M A AR MV (EEM) TaRy A F AT MV (EMEH)
TV =Y —AF :miz 891 TV =Y —AF i miz 891
W 7E S5 F : ESI(+), CE=21 V., DP=41V W E S5 1F : ESI(+), CE=35 V., DP=41V
(CE : Collision energy, DP : Declustering Potential) (CE : Collision energy. DP : Declustering Potential)
T X)L A7 F 2 Bra s 10mg/L T )V A7 F 2 Bia s 10mg/L
W= +Ms52(876.50) CE (21): Exp .. Max. 8.5e5cps B 452 (576.50) CE (28): Exp ... Mazx. 1.4e8 cps.
100% - 553.0 100% - 500.9
20% 4 a0% 4
£ 60%; £ 60%
E =
= 409 - = 1
o = 40%
291.3 696.3
20% 20%
20.9
| 145.0
0%k : : : : . 0o bl . . . .
200 400 G600 200 1000 200 400 GO0 500 1000
m.fZ. Da m.fz, Da

X3-3 TN AT F UBp®D

Tay hAF AR hL (EEM)
TV =Y —AF cmiz 877
W S5 1F © ESI(+), CE=21V, DP=41V
(CE : Collision energy, DP : Declustering Potential)

7 XV A7 F By : 10mg/L

X3-4 T XA T FUBipdD
TaL g " A AT Mv (EER)
TV =Y —AF > tmz 877
W S5 1F © ESI(+), CE=39V, DP=41V
(CE : Collision energy, DP : Declustering Potential)

T X)L A7 F By ¢ 10mg/L



B .52 (890.50) CE {35): Exp ... Max. 2.3e6 cps.

B .52 (290.50) CE (21): Exp ... Mazx. 1.98 cps.
100% - 100% - 304.8
56Y7.3
80% - B0% -
g 50% - g G0% 4
E E
— - 1451
@ 40% - @ 40%
o o
20% 20% -
890.3 923
161.9 306.8
5656 ') ” 5744 54@1-1
D%F | . |II | i I| i . D%F T ¥t ||I ||I | .
200 400 G600 g0oo 1000 200 400 600 g00 1000
miz, Da miz, Da
X3-5 8,9-Z-T XV AV F UB.D X3-6 8,9-Z-7 X)L A 7 F UB,D
TuLy b F AT My (EREM) TaZ g hA A ART v GEMER)
TV =Y —AF i miz 891 TV —Y—AF > miz 891
& 2 F © ESI(+), CE=21V, DP=41V M & S F : ESI(+), CE=35V, DP=41V
(CE : Collision energy, DP : Declustering Potential) (CE : Collision energy, DP : Declustering Potential)
8,9-Z-7 )L A 7 F By : 10mg/L 8,9-Z-7 )L A 7 F Bia: 10mg/L
R .MS2(878.50) CE (21): Exp ... Max. 288 cps B 453 (576.50) CE (28): Exp ... Mazx, 2.8e8 cps.
100% 553.3 100% - 290.9
20% 30% 4
£ 60%- = 60%-
E E
= 40% - = 40% -
0 i
20% 4 4
5911 8761 20% 144.9
161.9291.0 5348, B96.9 | o074 BE3.0
0% ||.I 1L i il I — . 0o Pt “.'f" . L i .
200 400 600 g00 1000 200 400 600 300 1000
X|3-7 8,9-Z-T7 X)L A 7 F Bp®D X|3-8 8,9-Z-7 X)L A 7 F U BipD
TuL g " A AT MV (EREA) Tay hA A AT bV GEMER)
TV =Y —AF i miz 877 TV =Y —AF cmiz 877
B E G F : ESI(+), CE=21V, DP=41V WE 2 BSI(+), CE=39V, DP=41V
(CE : Collision energy, DP : Declustering Potential) (CE : Collision energy, DP : Declustering Potential)
8,9-Z-7 )L A 7 F By : 10mg/L 8,9-Z-7 )L X 7 F By : 10 mg/L

,22,



O A NDL )

IIMTH T BT, Inertsustain C18(2.1 X 150 mm, 3 um, GL Science )} (¥ Inertsil ODS-4 (2.1 X
150 mm, 3 pum, GL Science ), Kinetics (2.1 X150mm, 5um, Phenomenex ) & TN Ascentis Express
C18 (2.1X150mm, 5pum, SUPELCO ) ZHAW/=HAa D — 7 IR, ik, FIME, BEICSONT
BETEAT o7z EHIHW T2 7 22 W TR —&EFETRIE L r~ N7 T A%x[X 4-1~[ 4-
41ZR LT, (T DH T ZZBWTHHEIEILATRE TH - 7228, KA ORI TR, = F¥y v B
THUEENEEICH SN TRBY, TV A7 F 2 By & 8,9-Z-T UL A 7 F 2 By, D — 7 /3B i
HE<, B2k, BEEEAMEIL TV /2 InertSustain C18 (PNAR 2.1 mm, & 150 mm, ki1 3

pm : YT A = ZRASHR) AT L L LT,

,23,

o ) e X 4-1
2.0ed
: GL-Science
£ 10ed 54 .
A InertSustainC18(P)
0. L]
10 20 30 40 50 6.0 70 8.0 90 10.0 1.0
Time, min 2.1 mmX150 mm (3 um)
C of (4 pairs): 876.830/552. 2 rem Ssmple 2 {Avermectin ;D;: 'eta2018-07-04.wiff (Turbe Spray) jax. 1.224 cps. B 1a/8’9_ZBla O) %\%EE : 3 '60
1.00ed il
: ‘e B1v/8,9-ZB1y D43 EfEAE + 3.18
£ 5000.00
0 ]
1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 1.0
Time. min
[ ™ XIC of +MRM (6 pairs): 850 725/567.100 Da ID: B1a from Sample 12 (Avermedhin 100ppb (OD5-4)) of Dats2016-07-04 wiff (Turbo Spray) Mo 3024 cps. <
55 4-2
3.0ed
: zuan j\\ GL-Science
= 10684 49
ODS-4
o 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 1.0
' e oo 2.1 mmX150mm (3 pm)
e B ” "I B14/8,9-ZB1. D4THERE ¢ 3.57
1.20e4
s B11/8,9-ZB1y, D47 : 3.33
£ 5000.00 43
v 10 20 30 4.0 50 6.0 70 8.0 9.0 10.0 1.0
Time_min
2.6ed
2084 Phenomenex 3
£ 1.0e4 . .
3/{ Kinetics
0.
10 20 30 4.0 50 T‘mi,‘ﬂmm 70 8.0 9.0 10.0 1.0 2 . 1 >< 1 50 mm (5 Hm)
XIC of +MRM (8 pairs): 878.630/552.800 Da ID: B|bﬁ:>; ZEIHD\E 17 (Avermedtin 100ppb (kinetex)) of Data2016-07-04 wiff {Turbo Spray) Max 1.124 cps. B la/8,9_ZBla O) ﬁj\%‘ﬁg : 3 .43
1.00e4 e
B1v/8,9-ZB1y D47 EEAE : 2.98
g 5000.00 28
U A
10 20 30 40 50 6.0 70 8.0 9.0 10.0 1.0
Time. min
W00 of +MRM (8 pairs): 890 725/567 100 Da ID: B1a from Sample 28 (Avermedtin 100ppb (Ascentis Express C18)) of Data2016-07-04 wiff [, Max. 2 9ed ops)
4-4
L a“A SUPELCO #¢
e Ascentis Express C18
B 1C of +MRM (@ pain: 576, 590/552.500 Da ID: B1b from S ample 20 Avermacin 100ppb (Ascentis Express C1) of Dats2016:07-04 it Mar. 1364 cps 2 I mmX1 50 mm (5 },Lm)
- ‘ B14/8,9-ZB 1. D43 HEEE : 3.50
/\ B1v/8,9-ZB1, D43 HIENE : 3.27



OB EhE DT

HEICHWNA T Y H—P— A F L L L TCT VB ML GV BRI L= D T UE=T
A F AN TF- DA F AR A ED D722, 5 mmol/LFET = LA %M LT,

5 mmoL/L FEfET > & =7 AEI KN 5 mmol/L HEfe 7 &= L « 7T b= ;U JLIRIEDIRIE
WX DB ZRET LTofER, VT v a v XA L 43T~V AT F 2 B, 53T VA
T Bla kN 8,927 XN A7 F 2 B, K16 3T 8,9 ZT NV ATF LV Bla DRI/~ T T
LADELNT,

5mmoL/L BfliE 7 & = AIEHR % O S5 mmol/L HFfiE T =0 -7 & b= b U VAR O (1:
9) T 1 4MfRFr, (1:19) £ TOREAEZ 7 7M., (1:19) T2H0MEFTL7 7V MR
ZEAL,

(2) HEf o AR

0.001ppm 7> 0.02ppm (ZFHH U 72 HEFRIE 2 Z 440 5 ul (0.005 ng~0.1 ng) EAL, REMREE
R U7z, X 5-1~[X] 5-4 I[ZEAEHES O ERROFI &R Uiz, IREREIL, WD 0.999 [IZUTEl OB
HITEY, BiFREREEZ R LT,

5000
R = 0.9988 T — R ALPRAEE R E S D — 15
4000 | F—ZWFY 7 R =7 : Analyst (AB SCIEX
)
& 3000 E—7 OERIE B2 HEE
2 RO | &/ T FRE
B 5000 | WA YE © — 27 O ¢ 0.005 ng~0.1 ng
b fHx (a) :a=41694
1000 815 (b) : b=33.589
R? : 0.9988
o A A ‘ A
0 002 004 006 008 0.1 0.12
Tl A2 F o BlaEE(ng)

5-1 TV AT F v B EfE (mz  +890.8—567.1)

2000 F e 0 IR R S D —
R® =0.9993 F—HHEY 7 =7 : Analyst (AB SCIEX

4000 + @)
E 2000 v—7 ODERSE tb‘& [
5" MREAROFELE « fe/h —Fik
B 2000 AR Y — 2 OEE : 0.005ng~0.1 ng
i fHx (a) :a=38312

Bk (b) : b=8.8286
1000 r R2 : 0.9993
0
0 0.02 0.04 0.06 0.08 0.1 0.12
Tl A2 F o BlbEE(ng)

5-2 TV AT F 2 B MEMRB] (mz  +876.6—552.8)

,24,



25000

7 3 BB R A D —

20000 - R*=0.9998 ;;—"7&&ﬁy 7 I\ '7 =7 Analyst (AB SCIEX
¥ 15000 | v—7 OERGE B — 7 mfkk
5 B O « B/l — ik
B 10000 | FRREYE ©— 2 OFE & ¢ 0.005 ng~0.1 ng
& fHx (a) :a=215886
5000 A (b) : b=85.547
R2 : 0.9998
0
0 0.02 0.04 0.06 0.08 0.1 0.12
8,9-Z-7 L A 27 F L BlaBE £(ng)
53 89-Z-T LA F U B mEMH (mz +890.7-567.1)
12000 r . -
T A QUERLRE R TE S D — 5]
10000 - R#=0.9988 g T—HMEY 7 N =T : Analyst (AB SCIEX
)
L 8000 v—7 OFE®RFGTE . ©— 7 HEEE
0' 6000 | EIROME - f/h T FE
& AR Y — 2 OEE : 0.005ng~0.1 ng
4000 fHx (a) :a=102598
h (b) :b5=20.972
2000 R? : 0.9988
0 Il 1 1 1
0 0.02 0.04 0.06 0.08 0.1 0.12
8,9-Z-F7 )L A 27 F L BlbE&E(ng)
54 8,9-Z-T UL A F L B MEME] (m/z +876.6—552.8)

(3) EERH
ERRAOFMFEREZLTIORL,

EERUE (mg/kg)

(B iR (mL) /ABREEE T Ok (g) |

X [T BB O E B IR A Y B (ng) AEA R (uL) ]

B Ul EHEOLG@
*110.0 gX10 mL/100 mL
B - BREOLES © 0.00125 mg/kg
*220.0 g X 20 mL/100 mL
ROYA : 0.02 mg/kg
*3 5.0 gX5mL/100 mL
i - IFlEO%E 0 0.005 mg/kg
*410.0 g X 10 mL/100 mL
REWG - F5LD%E 0 0.005 mg/kg
*55.0 gX20 mL/100 mL

0.005 mg/kg

,25,

[(1mL/1 g¥1) X (0.025ng/5pL)]
[(1 mL/4 g*2) X (0.025ng/5 pL) ]

[(1 mL/0.25 g*3) X (0.025 ng/5 pL) ]

[ (1 mL/1 g*a) X (0.025ng/5 uL) ]

[(1mL/1 g*s) X (0.025ng/5 uL) ]



2

. ARBRIS G RE DR
(1) #hHFEORKE

TRIVATF LD B ) —)v/ KR EIT4. 4 (pHT.2) THY ., BWREDORKE ZFIY 7 no A
ZUSHRBRTTFNSF I Z ) —=NV>T B RS> MVZ US> AR ) =)L >AFH UDIEE 72> TN
Do TrIOVATF U OEWVIREEN G, 2, SEWH ORI D O 28 LT, 3k
ST A LT, TR b ERALE,

T N AR ST T XV A T T UAREEEELR IR 2 K20 mLIZTRIN L CHAH B EZ T o 72, 155
AT HHE B IE, WL ZEERE ORENEI I TE Y ABICHW 7 A4 Y U7 L~
LR LN T, HHHIZHWS 7 b ORBEEIZ OV TE, 1BEIES0mL, 2B H25 mLA T
L, 78 F o T100 mLER E T2 HEERF LT L 2 A, (Mt EHZB W T HER R 472
FERMGF DNz, LovL, TARX T F TR EOIL G TH D Z L IREDZWRE
WCBWTCIE, +oREEEEZ WA NETH D, T, MommaERE L OBEMEL EE
L, fhoiEHZB W T, 1EIE100mL, 2EHS0 mLZHW T L, 71 b T200 mLER &
THHEERRA LR,

(2) HAERIEEORREY

HEfE = F L ~DHRRE A 2R LT,

K20 mLIZT & F 2 MATI00mLE L, ZOEHK20 mLIZ T~V A 7 F ARG (1 pg/mL
T N UERIR) 1 mLETI LRI BRI & Uiz, 2 ORENARIRZ WM L C7 ' &R
ELI%, HOENLDI0wN%IEELT N U U7 ARKS0 mLE A= 0iEe — M L, Hilig—=T /1
50 mLC3REHREHEA MRV K L, ENENDIREEIE COIREER (%) ZRD7, 2B OIREEAE
T2 BEICERPGE L2, BREFEFEIES0 mLC2EIZEH LT,

K2 FiE= T L~ DEEEER (%)

1|1 B 2[5 H RJEINE aEt
(50mL) (50mL) (50mL)

T YL A T F By, 96 tr 0 96

T YL A 7 F By 101 tr 0 101

8,9-Z-7 ~ L X 7 F By, 94 tr 0 94

8,9-2 97 tr 0 97

STV AT F B
tr: : trace (17'%5(%\ *ﬁﬂjﬁﬁﬁiﬁﬁﬁ)

(3) W7 ik

T b= R U AT USRI OV TR LT,

T r= R U ASTY RIS K D EIGERA R 3 IR LT,

TV A T FARBHERERIR (1pg/mL 78 hARIKR) 1mL 27297 7 A 2280 | EREE% n-
XY 30 mLIZIEME L, n-~FH gy b= VU L 30 mL T3 B L7z, 1 [BH O T
90% LA LD BAFRBIGENRGE LN TWA A, 3EHEF THEIREIN TS Z LD, n-~Fi o
KR p-~FH o fgfm7 2 h=hr U1 : 1 OLFET3EFMHEZEA L,

#£3 TER= MU ATHUSE (%)

1= H 2[A] H 3= H a5
TSIV AT F VB 91 2 tr 93
TV AT F B 101 tr tr 101
8,9-Z-T ~JL X 7 F By, 90 3 tr 93
8,9-Z-7 )V A7 F B 91 3 tr 94

,26,



(4) 517 PEROKE

OA 2 BTN Vb VBTN T AT a~ T T 74—

FI BTN VI D ATNIT BT a~ 8T T T 4= b ORMIRILE 4R LTz,
BTN I ANV =T AT b= KU L10 mL T PETEE L2k, 7L A
I FARBIERERWE 2mL (1 pg/mL ) ZAM L, 7 h=HFUA20mLTHEH Lz, Ak, §mL
THI% DA 4L, 20 mL TIRIEEENEN T 2 BRI 72BN Sz,

a4 FIETINVINMET Y BTN T T AT a~ NI T T 4 —0EOEHRI (%)
0-4 mL 4-8 mL 8-12mL  12-16 mL 16-20 mL Azt

TSIV AT F VB 15 77 4 2 2 99
TV AT F B 31 60 3 2 2 98
8,9-Z-T ~JL X 7 F By, 2 &4 7 1 1 94
8,9-Z-7 )V A7 F B 8 &5 4 1 1 99

@OV 757 A "H—RUIT I Ta N U b U B FALFEEI =h T A

75774 NI—RAT I Ta N U U BTNAFERE X =T A0 6 ORI E ESIZ
~LT,

T777A V=TI 7oy U by ) B FANFEEI =T 2T h= U VKDY B
Ny (3:1) IBIRI0 mL TP Lz, 7V A 7 F U RAEREER 2mL (1 pg/mL ) 28
L, 72 b= U ALK by (31 1) {BIR2S mL T Lz, A%, 16 mLTHRI0% 23R H
S, 25 mLTIFFRENE T 25 RAFREINERNG S 7,

#ES 57754 I—RUITI ) Ta AL I Y DAL EBI =0T A
rua< h 7T 7 4 —nbOEERI (%)

0-4mL 4-8mL 8-12mL 12-16 16-20 20-25 A2
mL mL mL
TV AT F By, 1 1 20 63 18 tr 102
TV AT F B 1 1 44 49 8 tr 102
8,9-Z-T L AT F By, 1 13 76 10 2 tr 103
8,9-Z-T )L AT F By 1 14 72 10 2 tr 99

3. WNANEINGRER
(1) =R

TE B R SUEIRE Tl L 723 BHZ DWW T, HER: ORUEREIR F OFUEFE &Y, oK, REIZHOWN
TIFREN gmL, Fo2hAZ 5, RE, FhnLr, ALy, VATIZOWTITRES g/mL, ZEIC
DUWTIEEEN0.25 g/mL, AR, FAENG. BRI, FFLIZOW TR gmLE 7257 7 o 7 i EHA
TR TR U 7=, FEVEMLIE R CURIN L 7=30EHT DWW Tk, TN L 7= R HEW) T IR FE 78S ppbfH2Y & 72 5 AR
B QE~80F M) THMULI=T T o 7 BB CRlili L7, & DRSS, BREY K NG REEM OfiL
DOFHEHZBNWTH, BEZET A7 ITRO LT, BIREOFHEEMEIZEA LTz,

(2) BEAE, RHEE KR OVERRR

ZK, R, 1EH5>0ALTH, A&, IFhWn L x, AL vy, WAD, &, FHA. FIE. FiflEk
OO 1200 B 230k & UC, FRYEERE R OVE BB FURE L 72 2 X 5 \THEYEYE 2 TR0 L C Rl
BraiTolz, TORRE, K6-1~FK6-8IIR LT,

TRV TN L2 BTlE, REROFICEB W TR ERANMEY MEE 2GR by, ERER
EPEEE TN L7250 CIE, L B LK O TR EE O RN B AEIC#E & L T\,

,27,



K61 TV AT F B RIIEIGRERAE R R ER D)

= (9 i5 ML e
e I FEIXE (%) B ﬁ%ﬁ(gsiﬁi
(ppm) n=1 n=2 n=3 n= n=5 (%) )
B0 S 0.01 77 72 96 100 89 87 13.6
KE 0.01 84 85 94 92 91 89 4.8
EFoNAED 0.01 81 88 93 84 83 86 5.6
nxE 0.1 60 69 70 77 61 68 10.7
T Lok 0.01 71 77 80 92 85 81 9.7
Frov 0.01 83 92 85 86 78 85 6.0
VAT 0.02 90 84 89 90 94 89 4.1
A 1 70 73 76 71 72 72 3.4
A 0.01 70 88 79 87 86 82 9.5
SR[Ei] 0.1 79 93 100 84 72 85 12.9
25 Ik 0.1 82 90 82 76 85 83 6.1
A3 0.02 95 95 88 81 76 87 9.8
7262 T YL AT F U B OUHNEIGRERRE I (G R R R )

Y I35 [ (%) HE OHMTHE

(ppm) n=1 n=2 n=3 n=4 n=>5 (%) (RSD%)
RS 0.005 83 84 77 83 85 82 3.6
KE 0.005 85 78 68 71 80 76 8.9
FoNAED 0.00125 107 95 91 88 95 95 7.9
nE 0.00125 94 98 90 89 88 92 4.5
I Lok 0.00125 89 94 84 88 91 89 43
Lo 0.00125 93 96 94 103 97 97 3.8
DAZ 0.00125 88 86 96 95 99 93 6.0
VS 0.02 96 94 82 105 114 98 12.2
FA 0.005 99 92 94 97 91 94 3.4
R 0.005 107 103 94 102 100 101 4.9
2P gk 0.005 94 93 97 92 102 96 4.1
A3 0.005 95 98 94 102 104 99 4.2
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#6-3 T oYL RA 7 F B EINENGRERAE R GRS E)

Ny g E R (%) BE HMTHRE
B
(ppm) n=1 n=2 n=3 n=4 n=>5 (%) (RSD%)
LH 0.01 94 87 85 80 93 88 6.6
pNEA 0.01 93 112 102 103 94 101 7.8
E5NAZ D 0.01 83 81 80 80 71 79 5.7
nE 0.1 92 70 82 79 87 82 10.1
T L 0.01 78 81 75 83 82 80 4.2
Frov 0.01 85 77 82 81 83 81 3.5
VAT 0.02 99 93 110 89 95 97 8.1
P 1 84 81 83 80 82 82 23
A5 A 0.01 76 81 71 83 83 79 6.7
iR Rk 0.1 89 90 77 90 78 85 7.9
A H 0.1 91 76 74 77 89 81 10.2
43 0.02 83 75 96 95 81 86 10.6
#6-4 T UL AT F UBrDRINEIGRERGE R (FERAERE)
RNy pE B (%) B HMTRE
ﬁlﬁil:l‘l% ( ) _ _ _ _ — 0 [
ppm n=1 n=2 n=3 n=4 n=5 (%) (RSD%)
K 0.005 92 83 85 81 81 85 5.4
K. 0.005 88 79 83 70 69 78 10.5
EH5NAZ D 0.00125 90 85 99 95 90 92 5.6
h& 0.00125 104 96 104 97 104 101 3.9
T L x 0.00125 91 84 87 88 91 88 3.7
Ty 0.00125 87 102 99 90 97 95 6.5
VAT 0.00125 92 82 89 89 94 89 5.0
/S 0.02 112 99 90 98 98 99 8.2
A 0.005 96 92 89 96 92 93 3.2
iR RA 0.005 90 87 89 89 92 90 2.2
Al 0.005 96 104 99 110 107 103 5.4
=) 0.005 95 102 110 92 90 98 8.4
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#6-5 8,9-Z-T ~UL A 7 F B DUSHNEIGRERFE R (GEYEEEE)

Ny g FEE (%) BE MTRE
B4
(ppm) n=1 n=2 n=3 n=4 n=>5 (%) (RSD%)
S 0.01 95 94 95 101 101 97 3.7
KE 0.01 84 96 94 84 89 90 6.2
ZoONAZE D 0.01 68 72 73 86 77 75 9.1
nE 0.1 71 68 68 78 67 71 6.4
I Lok 0.01 71 74 73 73 74 73 1.5
T 0.01 86 78 79 82 76 80 4.9
DAZ 0.02 80 83 83 78 85 82 3.4
VS 1 91 91 98 96 96 94 3.5
F A 0.01 84 89 91 95 9] 90 4.1
RN 0.1 86 84 87 89 89 87 2.7
25 Ik 0.1 78 79 81 82 87 81 4.7
3L 0.02 87 83 87 88 85 86 22
#26-6  8,9-Z-7 UL A 7 F LB OUMENGRERFE R (E &R AERE)
WRIn fE FEEE (%) HE OMTHE
ﬁlﬁil:l‘l% ( ) _ _ _ _ — 0 0,
ppm n=1 n=2 n=3 n=4 n=5 (%) (RSD%)
vk 0.005 85 86 80 89 87 85 3.8
KE 0.005 75 74 80 80 81 78 3.9
EONAED 0.00125 96 92 83 91 89 90 53
nx 0.00125 80 85 77 79 79 80 3.7
L x 0.00125 72 73 73 74 79 74 4.1
T 0.00125 92 97 99 100 94 96 3.6
DAZ 0.00125 102 98 94 91 96 96 4.4
P/ 0.02 90 94 95 87 89 9] 3.8
A A 0.005 99 97 100 98 97 98 1.2
FRE IS 0.005 97 96 926 97 96 96 0.7
2 [ i 0.005 93 100 98 94 96 96 3.0
30 0.005 96 89 85 95 96 92 5.4
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$6-7 8,9-Z-T ~UL A 7 F By DIRNNENERERGE R (GEUEERE)

TR s EER (%) BE O HMTRE
Bt (opm) - ~ ~ _ _ 0 0
ppm n=1 n=2 n=3 n=4 n=5 (%) (RSD%)
B 0.01 88 102 103 108 111 102 8.6
KE 0.01 84 88 83 84 84 85 2.5
O NAED 0.01 78 83 82 79 78 80 3.0
nx 0.1 72 63 75 77 70 71 7.5
VL 0.01 71 60 64 75 74 69 9.3
T 0.01 88 85 86 89 89 88 2.1
DAZ 0.02 91 95 89 89 80 89 6.2
P/ 1 82 86 82 83 87 84 2.9
4 AL 0.01 90 86 86 89 85 87 2.8
=] 0.1 81 67 78 73 70 74 8.0
2 i 0.1 82 73 82 76 73 77 6.0
430 0.02 85 81 94 87 87 87 5.4
#6-8 8,9-Z-7 LAY FUBuDIRMEIMGUERAE R (8 R FRAARE)
VRN pE FEEE (%) HE OMTHE
Bt (ppm) - — - — - ) )
ppm n=1 n=2 n=3 n=4 n=5 (%) (RSD%)
ik 0.005 80 87 83 86 82 83 3.3
KE 0.005 76 73 74 84 74 76 5.8
FONAZED 0.00125 90 94 86 91 88 90 3.5
nx 0.00125 87 87 87 81 80 84 4.0
L x 0.00125 77 71 79 77 74 75 3.9
T 0.00125 92 99 98 93 91 95 3.8
DAZ 0.00125 103 91 93 102 101 98 5.9
P/ 0.02 102 88 85 92 95 92 7.0
A 0.005 87 88 88 88 88 88 0.7
FRE IS 0.005 101 99 926 95 96 97 2.6
2 0.005 89 89 87 91 92 90 2.2
3L 0.005 97 91 94 94 92 94 2.5




(3) BB~ b U v 7 ZADOHE~D FHEE

BRMDO~ N w7 AVHRICHEEERE R OVERRIURE L 725 L9107 7 v 7 3Bt ORBRIAK ©
PR U 7o RV M ORI TR U 7o BBV & 2 N EUERC L. ~ R Y v 7 ARSI AEYAIR O VAL
FEHERIRIZ X T D E— 7 HEOERD T~ N v 7 ZAOWPE~ORBEL R LT, TOMRE, *
T-1~KT2TR Uiz, EREBFYERE TIX, RO T~ A 7 F B, TL33ER0R0mE D, FIULF
HOT )L A7 F By TO.79 &£ RRIRO DIE L 7p o723, DM OWTIE, KEREEITFRO O
A IEEoY

K7-1 Bt~ b Y v 7 2AORE~OFE GEHEHRD)

s IR S avermectin avermectin 8,9—2— 8,9-Z-avermectin

(ppm) Bia Bib avermectin Bia Bib
ok 0.01 1.02 1.00 0.98 1.06
KE 0.01 0.94 1.04 0.93 1.00
ZoNAZ D 0.01 0.96 0.97 1.03 0.95
nE 0.1 0.92 0.95 1.02 1.07
T Lok 0.01 1.02 1.02 1.04 0.99
ALY 0.01 1.06 0.94 0.97 0.99
DA 0.02 1.09 0.91 1.02 1.04
PIS 1 0.92 0.96 1.02 0.92
A 0.01 0.87 0.90 0.90 0.96
RS 0.01 1.00 0.84 0.93 0.96
A= ik 0.01 0.91 0.97 1.00 0.97
¥ 0.01 1.06 0.94 0.95 0.97

K72 A~ b Y v 7 ADORE~DOFEE (EERSEHRE)

£ 4 RN S avermectin . 8,9-Z- 8,9-Z-avermectin
o (ppm) Bia avermectin Buy avermectin B, By
B2/ S 0.005 0.96 0.80 0.81 091
T 0.005 0.94 0.85 0.83 0.77
EFONAZE D 0.00125 0.96 0.90 1.01 0.89
nE 0.00125 0.98 1.03 0.86 0.90
ECAAANPNT 0.00125 0.96 0.94 0.94 0.97
VY 0.00125 0.94 0.89 0.90 0.98
DAz 0.00125 1.02 0.99 1.01 0.98
/S 0.02 0.98 0.94 0.81 0.74
15 0.005 0.90 0.88 0.83 0.93
RN 0.005 0.94 0.83 0.82 0.90
A I ik 0.005 1.33 1.10 0.94 0.94
¥ 0.005 0.83 0.79 0.85 0.89

Bt
RPEEW) T, M ORES 7' N T L, BERR =T VICHRIR L7tk B3¢ - REICOWVWTETZED
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FE, OB OHECOWTET Y b= U AT USEUC XD BURR. KliconW Tt X T oL
VU»MVJﬁ&w\%ﬁ7ATﬁ%%\V?ﬂ%77774kﬁ AT 7T UV
HTNAEE I =T A TTHE L, LC-MS/MS TEEMK MRS 2 L RET D, /-, SEMTIX

okt 7 F o THIt L, BRR— T UICERE L7ctk, 7' b= b U/~ 0B L0 B
L. 75272 U by Y A7V =7 A TRELL 721, LC-MS/MS CTERR R 2 ik
BRI D,

4. ZOMORERIEMFHI B E 3 5 FIH

(1) BFEAET, ORI O

ENORIEA = —% B U THEA LTEELER IR LT,

TRA T FUREARELNT, TV AT F o By KOT )L A7 F o By DIREWME LT, ZDhoEYE
i, FRFERMLE LTHREN TWAD O EBEA LT,

K8 WFHIHAWET LAY F UFHER

ST o e Fas s FLEE
TONA T T AR Dr.Ehrenstorfer # Bk 250mg 94.5%
TV AT F U BAE Chem Scene . (CEM) 7)== 5mg >95%
TR T T BrAR R Tront Research chemicals 7 7F = lg 97%

B (TRC)
TR T F Bt Bioaustralia fif (BAU) TFay 2.5mg >99%
89-Z- 7~V AT T BT g PR T 10mg 99.1%
89-Z-T VAT T U BfRIES g Mk T 2 5mg 95.4%

BAREEIZRR SV TV DML D 100% M SIRIE & 72 2 \EA K ICE VI 1 pg/mL IEERK Z %
NZENRB L7, 2 OEMEEIRE AW TILOEEFRIRICE END T IV AT F 2 Blaw 7-ULAY
F 2 Bipy 8,9-Z-T L AT F o By LN8,9-Z-T UL XA 7 F o By DEE (%) 2RI, TOMEREE
91T ~L7T,

ZORERNG ., TV AT F U B BEHERICIX, BEWMTH LT NSA Y F RN L RRRED T ~ L
ATFY By ZBATHNDZENHB LIz, 7o, R TH D 8,9-Z-7 L A7 F U Bl fEHEL KDY
8,9-Z-T UL A7 F o BplEHETIZBNTYH, 7YV AT F 2 By KONT~UL A7 F 2 By BNEFILTU
776

_mgwﬁﬁm%%wf@ PEVEAIR 2 T 2 LAEEIRIR S I EDRELX 52 5 2 L0 h | B

BEZ R 5511, ;Dﬁf®mmﬁﬁméﬂiﬁémg@%5 AFRHREERGA L, B—

ﬁﬁ% T CHREMEER L CERTHILEND D,
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K9 BEESLOME (%)

Bia Bib 8,9-Z- B, 8,9-Z- By
TSR 7 T AEHE, 94.5 (M) 4.8 N.D. N.D.
T UL A 7 F o Bra i HE L (CEM) >95  (FERH) 22 N.D. N.D.
T UL A T F o BrafEHE S (TRC) 97  (F™fE) 4.1 N.D. N.D.
T YL A T F o B BEHESH(BAU) N.D. >99  (FRfHE) N.D. N.D.
8,9-Z-7 ~ )V A 7 T Bra EHEN, 0.8 N.D. 99.1 (FI™MH) N.D.
8,9-Z-7 ~UL A U F 1 B AEUEN, 3.8 3.4 0.5 954  (F-fH)

(2) FAEHEVIR DR REZE ENE O f it

TN A7 T OfEER (U CRREETR, pHT) COYCIEIC K D HEEFRAIL, SFO 7L
(Simple First Order Kinetics Model) (2L VW HHLZEZ A, 1.0 H (HAEEHEKSOH) THO, &
EICE D T A7 FghgD8,9 AL BMAIC X 2 RE8,9-Z-7 ~ IV X 7 F 2 Bra, 8afi D
LIz X 2 Rt8at ¥ V-T UL A 7 F U Bie~DEBDIED, %< OB I ND & OHEY
Wb, £, ENREA =D =BT INTNDT R A7 FAHIIERELIZE, BREE; -5
& LTO1%BHTARIMENTEY, o L IZBRMLIC X 2 BEA MRS NTND Z Eh
5, ABBRERTIZBIT DT UL AT F L DEEMICOWTHE LT,

TGV AT F 2 Blay 7YV AT F 2 By, 8,9-Z-T UV A7 F 2 Big KN 8,9-Z-T ~UL A 7 F > By
EENENTE R=FULTHRLTO.1 pg/mL & L7ZERIZOW T, #E LT SCICHRE L 7= m
JE TR OVFIROERENICHRE L, 8% 7 AL ON30 BRORENE 21T -7,

ZORER, TS B RIRE A TERO b o T,

S350k
1) THRA T F UERREE, BWKERHEE - B2REEZSEHEIR, M ITBUENBHRKEEEZ
e Z— (CEA 25410 A 22 H)
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(1) B OTa Xy A F v AT b L

T YL A 7 F 2 Bra (CEM)

L NP (B0 FFCE2IE EBxp 1, ... hlax. 1.9e5 cps.

8620
1.9e5 "
W 15e5
(&)
£ 105 053
= 7118
it} L
E 5.0ed
0.0F— T . T : T : T |
100 200 300 400 S00 S00 FOO oS00 Q00
m/iz, [a
T YL A F 2 B, (TRC)

L Y (29073 CE 21 Exp 1, ... M3z 2.7 ef cps.

567 8
27e5 K
w
S z0es
=
T 1065
o U 2074
E -

0.0p— T T T T T T T 1
100 200 300 400 500 G000 FOO 800 900
mfz, D'a

X6-1 T X)L AT F L BraD

TaL g " A AT MV (EEA)
TV =Y —AF 2 tm/z 891
MR S - ESI(+), CE=21 V. DP=41V
(CE : Collision energy, DP : Declustering Potential)

7 A 7 F B, 10mg/L

TV A7 F By (BAU)

L R Y] (876,63 CE (21 Exp 3, ... M3 &4.8e5 cps.

553 5

4,265 ~

o A0es

=

L 3.0e5

=

o 20es

Z

E  10e5 1791

= 21 2032 8975 grep.
0.0M— L, . } L

100 ZO0 SDID 4DID SDID BDID T-'DID EEDID QDID
miz, Da
X6-3 T X)L AT FUBp®D
Fak g A AT ML (EEH)

TV =Y —AF m/z 877
HIFE 2 - ESI(+), CE=21V, DP=41V
(CE: Collision energy, DP: Declustering Potential)

TRV A7 F B ¢ 10 mg/L

Intensity, cps

L Y L3 (88073 CE (35): Exp 2, ... hlax. 3.7l cps.

205.4
37e5 ~
20e5
20e5
1.0e5 192 6

-
0.0p— |.

7 T T T T T 1
100 200 300 400 500 G000 FOO 800 900
miz, Da

L S Y= (990.731 CE (235 Exp 2, ... hax. 8.7l cps.

305.4
Y
8.0e5
o
& 605
=
T 40e5
=
jui)
T 208
= 193.6 5579
0.0l ——— / : — " : ,
T 00 200 300 400 SO0 GO0 700 SO0 900
miz, Da
X6-2 T X)L AT F B D
Iy M A AXT v (BYER)
TV =Y —A A :m/z 891
W E G : ESI(+), CE=35 V. DP=41V
(CE : Collision energy, DP : Declustering Potential)
7 X)L A7 F U Bra: 10 mg/L
L YN B7GE3CE (39 Exp 4, ... hax. 2.0el cps.
2314
2.0e5
oy
S 15e5
% 1085
T
£ HDed| 1¥S
0.0 |

1EIID ZEIIEI 3EIID 4EIID 5EIIEI EEIIEI '.-'EIID SEIIEI QEIIEI
miz, Da

X6-4 T X)L AT F UBp®D

TaHy AU AXT My (GETER)

TV =Y —AF > im/z 877
HRE S - ESI(+), CE=39V, DP=41V
(CE: Collision energy, DP: Declustering Potential)

7R A Y F By : 10mg/L

,35,



8,9-Z-T )V X 7 F 2 Bia

L Ml 9.9ed cps.

+MEZ (390.73) CE (21% Exp 1, ..

EE7.3
0.0es k

2.0eb
G.0e5
4.0e5

Intensity, cps

30\5.3 5350
519257 5. |
] 1

100 200 300 400 500 G000 70O =200 900
miz, ['a

2085
® BTIA.
|

0.Op

X6-5 8,9-Z-7 )L A Z7 F B, D
FaXxy v F A7 ML (EER)

TV =Y —AF > m/z 890.5
HE 1« ESI(+), CE=21V, DP=41V
(CE: Collision energy, DP: Declustering Potential)

8,9-Z-7 )L X 7 F By : 10 mg/L

8,9-Z-7 )L A 7 F 2 B

L ST - [(876.63) CE (21 Exp 3, ... hlax 1.4ed cps.
5536
1.4e5 ™
ol
= 1.0e5
% 257 .5
C Aled "
o] ’ 2914
=

100 200 300 400 500 G000 70O =200 900
miz, ['a

0.Op

X6-7 8,9-Z-7 X)L A 7 F UBpD
Fa gy A Fr AT ML (EER)

TV —Yh—AF > :m/z 876.5
HE & : ESI(+), CE=21V, DP=41V
(CE: Collision energy, DP: Declustering Potential)

8,9-Z-7 )L X 7 F By : 10 mg/L

L V=] (980,73 CE (39): Exp 2, ... Max. 3.7 e5 cps.
2055
G.7e5 ~
W 30e5
[
£ 20eS
o
& 145.
= 10ed 1931 5402
- L |
0.0 — Ly L

100 200 300 400 S00 600 FOO 800 904
miz, Da

X6-6 8,9-Z-T7 X)L A7 F L Bi,D
Fay A AR ML CEMER)

TV A=Y —AF :m/z 890.5
HE & AF : ESI(+), CE=35V, DP=41V
(CE: Collision energy, DP:Declustering Potential)

8,9-Z-T )L A 7 F By : 10mg/L

B 152575630 CE (39): Exp 4, ... hax. d.def ops.
2073
hS

40e5
ol
o
S 205
=
ol 2.0e5 2315
= ~
x 179
= 10e5 b5 T

9.

S Y

100 200 300 400 S00 &00 FOO 800 900
m'z, Da

Q.op

X6-8 8,9-Z-7 X)L A 7 F L Bip®D
Fay hF AT My GEMER)

TV A=Y —A L :m/z 876.5
HE & AF - ESI(+), CE=39V, DP=41V
(CE: Collision energy, DP:Declustering Potential)

8,9-Z-7 )L A7 F By : 10 mg/L
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@) IEMELD 7 v~ ~ 7T L

O TARRATF
B XIC of +MRM (4 pairs): 876.620/552.800 Da ID: B1b from Sample 5 (absmectin) of Dsta2016-08-17.wiff (Turbo Spray) Max. 2300.0 cps.
4.0e4
£ 20e4
4.4
0.0
1.0 20 3.0 40 5.0 6.0 7.0 8.0 9.0 10.0 11.0
Time, min
@ TV AZF 2 Bla (CEM)
B X|C of +MRM (4 pairs): 876.620/552.800 Da ID: B1b from Sample & (B1a(CEM)) of Data2016-06-17.wiff (Turbo Spray) Msx. 1256.0 cps.
4.0e4
S 20
=
0.0 - - v v - . . . . . .
1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 1.0
Time, min
@ 7L AZF 2 B, (TRCO)
B X|C of +MRM (4 pairs): 876.620/552.800 Da ID: B1b from Sample 7 (B1a(TRC)) of Data2016-06-17.wiff (Turbo Spray) Msx. 2296.0 cps.
4.0e4
£ 20w
44
0.0 - - v r T - - . . . :
1.0 20 3.0 40 5.0 6.0 7.0 8.0 9.0 10.0 1.0
Time, min
@ TULRA T F v Bp(BAU)
B X|C of +MRM (4 pairs): 876.620/552.800 Da ID: B1b from Sample 8 (B1b(BAU)) of Data2016-08-17.wiff (Turbo Spray) Msx. 4.5e4 cps.
44
4.0e4
£ 20e4
0.0 - . :
1.0 20 3.0 4.0 50 6.0 7.0 8.0 9.0 10.0 11.0
Time, min
® 89-Z-T LAV F > Bia
B XIC of +MRM (4 pairs): 876.620/552.800 Da ID: B1b from Sample 9 (8.9-Z B1s) of Data2016-06-17.wiff (Turbo Spray) Max. 100.0 cps.
1.3e5
1.0e5
g
£ 50e4
0.0p
1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0
Time, min
@ 8,9-Z—7/\‘\/1/)l 7 F B
B X|C of +MRM (4 pairs): 876.620/552.800 Da ID: B1b from Sample 10 (8,9-Z B1b) of Data2016-06-17.wiff (Turbo Spray) Msx. 9.5e4 cps.
9.5e4 5.1
o 5.0e4
£
0.0 - . :
20 3.0 4.0 50 6.0 7.0 8.0 9.0 10.0 11.0

Time, min
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T YL A 7 F 2 Bra (CEM)

B1a{CEM) - Ba {Unknown) 890.725/5..
Area: 356260. counts Height: 3.71e+..

B1a{CEM) - B1
Area: 8986.5 counts Height: 1.08e+003 ¢

b (Unknown) §76.930/552.80

B1a(CEM) - &,5-Z B1a {Unknown) 880.725/5

Area: 774.92 counts Height: 6.58e+001 ¢

4.0ed 4 51 4.0e4 4 0ed 51
» 30044 304 . 304 "
3 3 3 oy
2 2084 2 2084 2 2084 =
= = = c
2 2 2 2
£ 1004 = 10ed = 1004 £
4.4
0.0 0ol — 0.0
3.0 40 50 6.0 7.0 20 30 40 50 6.0 40 50 60 7.0 80

Time, min

TR T ?::/ Bia

B1a{TRC) - B1a {Unknown) 890.725/587.10.
Ares: 425350, counts Height: 4.212+004 |

(TRC)

5084 5
51

4.0e4 4
» @
j=1 o
S 3004 o 3
= =
w w
5 20841 g 2
= =

1.0e4 1 1

0.0

30 40 50 60 7.0

Time, min

@7~ L A 7 F > Bip(BAU)

B1b{BAU) - BTa (Unknown) 890.725/5...
Area: 215.62 counts Height: 2.36e+0..

Time, min

1a(TRC) - B4t (Unknown) 878.820/552,20.
Area: 17750, counts Height: 2.032+003 .

0ed 4
ed 4
@
o
_Oed - =
£
w
0ed | 5
S
Oed 4
44
0.0 A
20 30 40 50 6.0
Time, min

BAB{BAL] - B1b (Unknown) 878.820/552.50.
Area: 388200, counts Height: 4.43e+004 .

5.004 1 5.0e4 1 44
4.0e4 | 4.0e4 1
@ w @
o o o
S 30841 < 30641 ©
& = =
= Z =
S 2004+ S 20edq <
= £ £
1.0e4 | 1.0e4 |
00— oL
30 40 50 60 7.0 20 30 40 50 60

Time, min
8,9-Z-7 )L X 7 F 2 Bia
i

2,9-Z B1a - Bia (Unknown) 890.725/587.10.
Args: B084.7 counts Height 5.472+002 c.

1.5e5
5.8
a &
o 1.0e5 o
= =y
7] @
c c
@O @
£ 5.0e4 €
0.0

30 40 50 60 7.0
Time, min

8,9-Z-7 )L A 7 F 2 B

8,9-Z B1b - B1a (Unknown) §90.725/56..
Area: 14548, counts Height: 1.3Te+0..

1.00e5
w» w
o o
o o
= =
2 50084 z
w )
E =
51
0.00 —=—— ’?'8 .
30 40 50 60 7.0
Time, min

Time, min

8,9-Z B1a - B1b [Unknown) 876.620/552.20.
Area: 137 57 counts Height: 1.72e+001 c.

1,565

&

1.065 s

=

2

c

@O

5.0e4 ] £
Y S
20 30 40 50 60

Time, min

8,8-Z B1b - B1b {Unknown) 876.620/552.80.
Area; 13720. counts Height: 1.52e+002 ¢

Time, min

B1s(TRC) - £,9-Z Bl s (Unknown) $90.725/5.
Arza: £99.82 counts Height 7.61e+001 ¢

B1a{CEM) - 8.9-Z B1b (Unknown) 878.830/5.
Area: 186.82 counts Height: 2.35e+001 cp

4.0e4
3.0e4 1
2.0e4 |
1.0e4 |
44
30 40 50 60 7.0
Time, min

B1a{TRC} - 8 8-Z B1b {Unknown) 878 820/5E
Area; 308.79 counts Height: 2.48e+001 cp

5.0e4 5.0e4 4
51
4.0ed 4.0ed
@
o
3.0e4 < 3084
=
w
2.0e4 S 2.0ed
£
1.0ed 1.0e4 4
44
0.0 -
4.0 50 60 7.0 8.0 30 40 50 60 70
Time, min Time, min

B1b{BAU) - 8,5-Z Bia (Unknown) 580.725/5.
Area: 16.691 counts Height 3.57=+000 ¢

E1B{BAL) - 8,52 B1b (Unknown) 878.820/52
(pesk not found)

5.0ed q

5.0ed 44
4 0ed 4.0e4 -
@
o
3.0ed S 3.0e4
=3
@
2.0ed S 2.0ed
E
1.0e4 1.0e4 4

40 50 60 7.0 80
Time, min

2,9-ZB1a - 2,9-Z Bla (Unknown) 890.725/5.
Area: 1382100, counts Height: 1.22e+008

1.5ef
£ 58

1.0e5

5.0e4

40 50 60 7.0 80
Time, min

8,8-Z B1b - 8,9-Z Bla (Unknown) 830.725/5.
Area: 8272.5 counts Height: 8.28e+002 c.

1.00e5 { 3.1 1.00e5
®
o
o
=
5.00e4 | 2 500ed
v
£
51
0.00 b——————tr 0.00 o1 58
20 30 40 50 60 40 50 60 7.0 80
Time, min Time, min

,38,

30 40 50 60 70
Time, min

2,9-Z B1a-89-Z B1b (Unknown) 878 820/5E
Area; 49.729 counts Height: 8.45e+000 cp

1.5e5 4
a
= 1.0e54
=
@
c
@
£ 5.0e4
5.7
30 40 50 60 70
Time, min

8,5-Z B1b - 8 8-Z B1b {Unknown) 878 830/5E
Area; 981500, counts Height: 9.863e+004 ¢

1.00e5 | 3.1

5.00e4 4

Intensity, cps

30 40 50 60 7.0
Time, min
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1-8i - Bia 890.725/567. 700 Da - samp..
Area: 8.53e +000 counts Height: 1.3...

Intensity, cps

50 60
Time, min

1-1- B1a 800.725/567.100 Da - sample 53
Area: 9.64:+002 counts Height: 1.136+0

70

150
@
= 100
=
G
Z
= 50
E

70

50 &0
Time, min
Sppb - 513 890.7254567 100 Da - sample .

Area: 0.60e+002 counts Height: 1.10e+0

e
30 40

150
502
w ¥
= 100
z
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c
2z 50
£
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20 40 50 B0 70
Time, min

TN WAIFY Bra D

MRM 2 < 75 A
(m/z +890.7—567.1)

IR : 0.01 ppm

KRG (EUEER AN

2-BL - BTa $90.725/567.700 Da - samp..
Area: 4450 +000 connts Height: 1.0...

150
w
& oo
=
@
c
= 50
= ag
R Ef8aps. i am4 508537
30 40 50 B0 70
Time, min

2-1- B1a 200.726/5587 100 Da - sample 62
Area; 9.68e+002 counts Height: 1.07e+0

150

@
=2 100
E
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=
z 50
£
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Time, min

Sipph - B1a 800 725/567 100 Da - sample
Area: 1.242+003 counts Height: 138240

150 508
@
=2 100
=
@
c
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£
o
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Time, min

8-1

TN WHIFY Bia D

MRM 7 o~ k7' A
(m/z +890.7—567.1)

IINGREE © 0.01 ppm

Intensity, cps

Intensity, cps

Intensity, cps

1-B1 - BTH $76.630/552.800 Dz -s3mp..
Area: 1.64+002 connts Height: 20...

150

100

&0

Intensity, cps

283 267
P

o
20 20

40
Time, min

1-1- B1b 876.630/562.800 Da - sample 53
Area: 1.23e+003 counts Height: 1.33e+0

50

150 434
w
100 g
E
]
=
50 2
=
o
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Time, min

Sppb - Bib 675.630/552.500 Da - sample
Puea: 0.41e+002 counts Height: 1.14e+0

150

100

Intensity, cps

50

40 50
Time, min

TN WAIFY Bi D

MRM 7 1~ 7' A
(m/z +876.6—552.8)

IINGREE © 0.01 ppm

2-BL - B1b 876.630/552.800 Dz -samp..
Area: B.450+007 connts Feight: 1.2..
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=
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Z
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E
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. 2 251387 \ﬂﬁaﬁ.gwﬁ\ﬁﬁ
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2-1- B1b 876 6304552 800 Da - sample 62
Area: 1.12&+003 counts Height: 1.26e+0
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«
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=
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Z
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&ppb - B1b 876 620/562.800 Da - sample
Ale: 9.79&+002 counts Height 8.75e+0

150
@ 439
= 100 M
=
]
c
2 50
=

0

20 30 40 &0 B0

Time, min

AT WAIF/ Bro D

MRM 7 v~ ~ 7' J A
(m/z +876.6—552.8)

IINGREE © 0.01 ppm

1-B1 - §,97 B1a 890.725/567.700 D -...
Area: 2932+007 counts Heigirt: 5.6...

Intensity, cps

Time, min
1-1- 2,07 B1a 800.725/567.100 Da - samp
Area; 5.01e+003 counts Height: 4.87e+0

&00
567 ué_
400 =
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c
5
200 =
400, =
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40 50 80 70 80
Time, min
Sppb - 8,92 B1a 890.725/567 100 Da- za..

£uea: B.19e+002 counts Height: 6.23e+0
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@
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400 é-‘
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200 sge €
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40 a0 B0 70 80
Time, min

7-3

8,9-Z-TN VAT Bia D

MRM 7 v~ 7' J A
(m/z +890.7—567.1)

INIREE : 0.01 ppm

2-BL - 8,92 BTa 890.725/567. 700 Da - ...
Area: 1.240+00% connts Feight: 2.0...
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=
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Time, min

2-1-8,0Z B1a 800.726/567 100 Da - samp
Area: 5.22e+003 counts Height 5.21e+0
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g e 578
=
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Time, min

&ppb - £,0Z B1a 800.726/567.100 Da - sa
Are: 7.01&+003 counts Height 5.81e+0
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s
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=
=
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8-3

8,9-Z- 7~ AUV Bia D
MRM 7 v~ k7' J A
(m/z +890.7—567.1)

IANGREE © 0.01 ppm

,39,

T1-8i - 8,9-Z BTH 876.630/552.800 Da -.

Area: 445 +000 coants Height: 1.0..

AN s T
50 60
Time, min
1-1-8,8-Z B1b 876 630/552 200 Da - sam.
Area: 2.53e+003 counts Height 275 e+0
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434
v

100

04
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Time, min

Sppb - £,9-Z B1b §76.630/552.800 Da- sa
Area: 2.04e+003 counts Height: 336 e+0

400
s

8,9-Z- 7~ VAT By D
MRM 7 e~ k75 A
(m/z +876.6—552.8)

IINGREE © 0.01 ppm

2-BL - 8,9-Z BTb $76.630/552.800 Da - ..
Area: 445 +000 connts FHeight: 1.0...

Intensity, cps

ama, 050 | 571852
20 40 a0 B0
Time, min
2-1-8,9-Z B1b 876 620/552 800 [Da - sam.
Area: 25664003 counts Height: 266e+]
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&ppb - 8,0-Z B1b 876.630/562.800 Da - sa
Area: 3.33e+003 counts Height 3.47 e+
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=
z
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30 4D 50 8O 70
Time, min

%] 8-4

8,9-Z-7TN WAV Bip D

MRM 7 v~ 7' J A
(m/z +876.6—552.8)

IR : 0.01 ppm
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3-BL - B1a 890.725/567.100 Da - sa...
Area: 1.34e+001 counts Height: 3.

3-BL - B1b 876.630/552.800 Da - sa...
Area: 1.70e+001 counts Height: 3.

3-BL - 8,9-Z B1a 890.725/567.100 D...
Area: 3.02e+001 counts Height: 5..

3-BL - 8,9-Z B1b 876.630/552.800 D...
Area: 8.12e+000 counts Height: 1.,

200 400
w w w w
< < S 500 <
Zz £ 100 z £ 200
s s S s
E | I IV X 2 | 2
i 0 i
30 40 50 60 70 20 30 40 50 60 40 50 60 7.0 80 30 40 50 60 70
Time, min Time, min Time, min Time, min
2-1-B1a 890.725/567.100 Da - sample 2-1-B1b §76.620/552.800 Da - sample 2-1-8.9-Z B1a 890.725/567.100 Da - 50 2-1-8.9-Z B1b 876.620/552.800 Da - 50
Ares: 1.00e+003 counts Height 9.9% Ares: 1.24e+003 counts Height 1.62¢ Ares: 5.17e+003 counts Height 5.20e Ares: 2.59e+003 counts Height 2 84e
@ g 413 @ s 0
g s S s
z Z 100 z Z 200
c c c [
2 2 2 2
& 0 e 0 & & 0
30 40 50 60 70 20 30 40 50 6.0 40 50 60 70 80 30 40 50 60 7.0
Time, min Time, min Time, min Time, min
Sppb - Bl 890.725/567.100 Da - sampl Sppb - B1b 876.620/552.800 Da - sampl Sppb - 8,9-Z B1a 890.725/567.100 Da - Sppb - 8,9-Z B1b 876.630/552.800 Da -
Area: 1.10e+003 counts Height 1.22e Area: 1.11e+003 counts Height 1.28e Area: €.38e+003 counts Height 829 Area: 3.19e+003 counts Height 3.4%e
, 4 "
2 50 2 200 s 57 s 00 510
= 100 e © 500 b
z Z 100 z z
3 w w 3
s s s 5.0 s
= = 0 5 £
0
30 40 50 60 7.0 20 30 40 50 6.0 40 50 60 7.0 80 30 40 50 60 7.0
Time, min Time, min Time, min Time, min
9-1 5 S 3
& 9-2 9-3 9-4

TN WAIF Bia D
MRM 7 < 75 A

TN WAIFY By D

8,9-Z- 7N VATV Bia D
MRM 7 v~ K75 A

8,9-Z-7N VATV Bip D
MRM 7 v~ 75 A

MRM 7 v~ 275 A
(m/z +876.6—552.8)
VRINJREE : 001 ppm

(m/z +890.7—567.1)

o (m/z +876.6—552.8)
NI : 0.01 ppm

VRINJREE : 001 ppm

(m/z +890.7—567.1)
VRINJREE : 0.01 ppm
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Area: 1.12e+003 counts Height: 1.2%9¢

5-BL - B1b 876.630/552.800 Da - sa...
Area: 2.84e+001 counts Height: 2..

200

@
o
S
Z 100
i
) o
[
S :
IS 0 |
20 30 40 50 6.0
Time, min
5-1-B1b 876.620/552.800 Da - sample
Area: 1.08e+003 counts Height: 1.30e
200
w
Q
S
Z 100
£
@
e
0
20 30 40 50 6.0
Time, min
Sppb - B1b 876.630/552.800 Da - sampl
Ares: 1.07e+002 counts Height: 1.30e
200
@«
o
o
Z 100
c
@
E

0
20 30 40 50 6.0
Time, min

11-2
TN VAIFY Bro D

MRM 7 v< F7F A
(m/z +876.6—552.8)

WM : 0.01 ppm

(EAEE R L TR0

6-BL - B1b 876.630/552.800 Da - sa...
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TN VAIFY Bio D

MRM 7 a~ 75 A
(m/z +876.6—552.8)

WL : 0.01 ppm

8,9-Z-7~" WAIF/ Bia ©

MRM 7 a~ k75 A
(m/z+890.7—567.1)

WANBREE © 0.01 ppm
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8,9-Z-7~" WASF/ By @D
MRM 7 a~ k75 A
(m/z +876.6—552.8)

WANBREE © 0.01 ppm
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MRM 7 v~ 77 A
(m/z +890.7—567.1)
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MRM 7 v~ 7 F A
(m/z +890.7—567.1)
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7-BL - B1b 876.630/552.800 Da - sa...
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MRM 7 v~ 7' F A MRM 7 v~ k7' J A MRM 7 v~ k7' J A
(m/z +876.6—552.8) (m/z +890.7—567.1) (m/z +876.6—552.8)
IR EE : 0.02 ppm NNIREE : 0.02 ppm NNIREE : 0.02 ppm
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WINGRE 1 ppm
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INJREE 1 ppm
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9-BL - B1a 890.725/587.100 Da - sampl.
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DOMRM 7 a< s A
(m/z +876.6—552.8)

WO : 0.01 ppm
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10-BL - B1a 890.725/567.100 Da - samp
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200

o
o

0
20 30 40 50 6.0
Time, min
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TN WAIFY Bis D

MRM 7 a~ ~ 75 A
(m/z +876.6—552.8)

NNIREE 0.1 ppm

12-BL - B1b 876.630/552.800 Da - s...
Area: 1.28e+001 counts Height: 2..

200

-
=
E=)

Intensity, cps

20 41 60

0
20 3.0 40 50 6.0
Time, min
12-1 - B1b 876.620/552.800 Da - ssmpl.
Ares: 1.18e+003 counts Height: 1.24e

Intensity, cps

Intensity, cps

Intensity, cps

11-BL - 8,9-Z B1a 890.725/567.100 ...
Area: 9.12e+000 counts Height: 2..

o
o
o

Intensity, cps

4 57
40 50 60 7.0 8.0
Time, min

11-1-8,9-Z B1a 890.725/567.100 Da - s
Area: 6.24e+003 counts Height: 5.98e

L3 - 50
500 s
£ 200
=
]
= 0
40 50 60 70 8.0 30 40 50 60 7.0
Time, min Time, min
Sppb - 8,9-Z B1a 890.725/567.100 Da - Sppb - 8,9-Z B1b 876.620/552.800 Da -
Area: 5.97e+002 counts Height: €.11e Area: 3.12e+002 counts Height: 3.27e
57 400
f a
500 5
£ 200
5.0 3
=
0
40 50 60 7.0 80 30 40 50 60 7.0
Time, min Time, min
17-3 17-4
8,9-Z- T~ VAIF/ Bia D 8,9-Z-7~ VAT By D
MRM 7 a~ K77 A MRM 7 v~ KT A
(m/z +890.7—567.1) (m/z +876.6—552.8)
WANBREE © 0.1 ppm IANIREE - 0.1 ppm
12-BL - 8,9-Z B1a 890.725/567.100 ... 12-BL - 8,9-Z B1b 876.630/552.800 ...
Area: 8.90e+000 counts Height: 2. Area: 1.77e+000 counts Height: 6..
400
* *
S 500 s
z £ 200
;e ;e
2 2
= =

40 50 6.0 7.0 80
Time, min
12-1-8,9-Z B1a 890.725/567.100 Da - s
Ares: 5.67€+003 counts Height: 5.41e

11-BL - 8,9-Z B1b 876.630/552.800 ...
Area: 9.10e+000 counts Height: 1..

400

[N)
o
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0
3.0 40 50 60 7.0
Time, min
11-1-8,9-Z B1b 876.620/552.800 D - s
Ares: 3.18e+002 counts Height: 3.32e

400

0
3.0 40 50 6.0 7.0
Time, min
12-1-8,9-Z B1b 876.630/552.800 Da - s
Ares: 3.42e+003 counts Height: 3.44e

NI : 0.02 ppm

WM  0.02 ppm
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200 ' 400 5:0
73 73 57 73 b
g S 500 ' S
£ 100 2 £ 200
s s 5.0 s
= 0 = = 0
20 30 40 50 60 40 50 60 7.0 80 3.0 40 50 60 7.0
Time, min Time, min Time, min
Sppb - B1b 876.620/552.800 Da - sampl Sppb - 8,9-Z B1a 890.725/567.100 Da - Sppb - 8,9-Z B1b 876.630/552.800 Da -
Ares: 1.24e+003 counts Height: 1.3% Ares: 5.94e+003 counts Height: 5.73e Ares: 2.86e+003 counts Height: 2.99
200 400
a a a
= = =
Z 10 z £ 20
c c c
E] E] E]
£ £ £
0
20 30 40 50 6.0 40 50 6.0 7.0 8.0 3.0 40 50 6.0 7.0
Time, min Time, min Time, min
18-2 18-3 18-4
TA"WAFY By D 8,9-Z- 7~ VAT Bia D 8,9-Z- 7~ VAIF/ By D
MRM 7 v~ k7 J A MRM 7 v~ + 77 A MRM 7 v~ 7T A
(m/z +876.6—552.8) (m/z +890.7—567.1) (m/z +876.6—552.8)

IANREE © 0.02 ppm
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1-L-BL1 - B1a (Unknown) 880 725/567.100 Da
Area: 72,497 counts Height: 9.8495 cps RT:

Intensity, cps

3.0 40 50 60

Time, min
1-L-M1 - Ba (Unknown) 890.725/567.100.
Area: 1480.6 counts Height: 161.12 cps.

7.0

@
= 200
=
2 100
&
=
3.0 40 50 60 7.0
Time. min
Std Sppb - Bla (Unknown) 880.725/567.100 D
Area: 1728.4 counts Height 179.97 cps RT:
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&
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Time, min

19-1

TN WHAIFY Bra D

MRM 7 a< k7' F A
(m/z +890.7—567.1)

IR © 0.005 ppm

PNIE)
|

2-L-BL1 - B1a (Unknown) 880 725/5667 100 Da
Arga: 39.537 counts Height: 7.8422 cps RT

1-L-BL1 - B1b (Unknown) 876.820/552.800 Da
Area 427 48 counts Height' 41 785 ops RT

w
o
2200
2 53
2 100
3 22 34 44 55
= 0
20 30 40 50 60
Time, min

Area: 1622.7 counts Height: 151.53 cps RT

1-L-M1 - B1b (Unknown) 878 830/552 800 Da -

1-L-BLT - §,9-Z B1a (Unknown) §90.725/...
Area: 394.57 counts Height: 35457 cps.

Intensity, cps

50 60 7.0

Time, min
1-L-M1 - 8,8-Z B1a (Unknown) 880.726/567.10
Ares: 4302.0 counts Height: 420.90 cps RT:

1-L-BLT - 8,9-Z B1b (Unknown) 8T6.630....
Area: 95,277 counts Height: 12.752 cps.

Intensity, cps

6.0

30 40 50 70

Time, min
1-L-M1 - 8.8-Z B1b (Unknown) 876.830/552.80
Asea: 33380 counts Height: 248.40 cps RT

Intensity, cps

Intensity, cps

40 50 60
Time, min
5td 5ppb - B1b {Unknown) 876.630/5652.8..
Area: 1974.0 counts Height: 212.86 cps.
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S 200 e
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2 100 z
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20 30 40 50 60

Time, min
19-2

TN VAIFY Bry D

MRM 7 v~ h 77 A
(m/z +876.6—552.8)

IANGREE © 0.005 ppm
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2-L-BL1 - B1b (Unknown) 876.620/552.500 Da
Area: 280.71 counts Height: 22.185 cps RT:

w w w
3 200 @ 200 3
% 100 z Z
e 15 57 £ 100 2
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£ 0 .,2.5 20 A 6 £ AW £
30 40 50 60 70 20 30 40 50 60
Time, min Time, min
2-L-M1 - Bia (Unknown) §90.725/567.700. 2-L-M1 - B1b {Unknown) 876,62
Area: 2213.8 counts Height: 243.64 cps. Area: 2147.0 counts Height: 258,
@ w w
3 200 @ 3
= z z
@ 100 2 100 2
£z z 2
= 04 E =
30 40 50 60 7.0 30 4 0 A
Time, min Time, min
l Std 5ppb - Bis {Unknown) 830 725/567.100 D Std 5ppb - B1b (Unknown) 876.630/552.5..
Ares: 2578 8 counts Height: 261.50 cps RT Area: 2432.3 counts Height: 264.78 cps.
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30 40 : 3.0 40 X
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20-1 20-2

TN WAIF/ Bra D

MRM 7 e~ 7 A
(m/z +890.7—567.1)

NI © 0.005 ppm

TN WAIFY B D

MRM 7 < 7 T A
(m/z +876.6—552.8)

WO © 0.005ppm

Intensity, cps

4.0

50 60

70 8.0

Time, min
Std 5ppb - 8,8-Z B1a {Unknawn) B30.725/5687..
Area: 8387 5 counts Height: 584.50 cps RT
5.7
500

5.0

oL L
40 50 6.0
Time, min

Intensity, cps

70 8.0

19-3

8,9-Z-7N" WAJF/ Bia D

MRM 7 v~ k77 A
(m/z +890.7—567.1)

NI © 0.005 ppm

2-1-B11 - 8,9-Z B1a (Unknown) 890.725/..
Area: 593.88 counts Height: 55.299 cps.
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0.45 57 G073 £
40 50 60 7.0 8.0
Time. min

2-L-M1 - 8, 8-Z B1a (Unknown) 890.726/567.10
Ares: 8441.5 counts Height: §24.71 cps RT:
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L
40 50 60 7.0 80

Time, min
Std Sppb - 8,5-Z Bs (Unknown) 890, 725/567..
Ares: BB16.8 counts Height: 641.70 cps RT:

Intensity, cps
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Time, min
20-3

8,9-Z-TN WAIFY Bia D
MRM 7 v~ F 75 A
(m/z +890.7—567.1)
NI © 0.005 ppm

,45,

l Std
Ares

400

200

Std Sppb - 8,8-Z B1b (Unknawn) 878.620/
Area: 4852.2 counts Height: 488.88 cps RT:
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4.3
25 5.3
30 40 50 60 7.0
Time, min

552,

5.0
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30 4.0 6.0
Tlme, min

7.0
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8,9-Z- 7~ WAIF Bip D

MRM 7 m~ 7' Z A
(m/z +876.6—552.8)

IANGREE © 0.005 ppm

2-L-BL1 - 88-Z B1b (Unknown) 876.630/...
Area: 198.62 counts Height: 21.657 cps.

30 40 50 60 70

Time, min

2-L-M1 - 8,8-Z B1b {Unknown) 876.620/552.80
Area 4323 8 counts Height: 485 23 cps RT

Sppb - 8,82 B1b (Unknown) £76.630/
5234.8 counts Height: 557 83 cps RT:

LHI
43
30 40 50 60 70
Time, min

/652..

0.0
43
3.0 40 50 60 7O
Time, min
& 20-4

8,9-Z- 7~ WA)F/ Bip D
MRM 7 v~ 7' J A
(m/z +876.6—552.8)
IANGREE © 0.005 ppm
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3-L-BL1 - B1a (Unknown) 880 725/5667 100 Da
Area: 78.578 counts Height: 7.8251 cps RT
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@ 100 i 56
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£ |30 44 -062
30 40 50 60 7.0
Time, min
3-L-M1 - Bia (Unknown) 890.725/567. 100.
Area: 1424.6 counts Height: 151.20 cps.
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Time, min
Std 5ppb - Bis {Unknown) 830 725/567.100 D
Area: 16378 counts Height: 170.01 cps RT
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21-1

TN WA Bla D

MRM 7 B~ K75 A
(m/z +890.7—567.1)

WINEREE : 0.00125 ppm

(7 B PR IE TR B TS0

2-L-BL1 - B1b (Unknown) 876.830/552

Ares: 180 20 counts Height: 17.551 cps RT
w
j=5
e 200
= :
% 100 :
£ 19,28 44 5059
20 30 40 50 60
Time. min

2-L-M1 - B1b (Unknown) 876.630/5652.800 Da -
Arza: 1528.9 counts Height: 182.80 s RT:
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Time, min

Std 5pph - B1b (Unknown) 876.630/5652.8..
Area: 1676.5 counts Height: 198.12 cps.
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TN VATV By D

MRM 7 v~ k7' 7 A
(m/z +876.6—552.8)

WINERIE  0.00125 ppm
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4-L-BL1 - Bla (Unknown) 890 725/567.100 Da
Area: 129.99 counts Height: 14.007 cps RT:
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Time, min
4-L-M1 - Bia {(Unknown) 890.725/567.10...
Area: 2214.8 counts Height: 224.89 cps.
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Std 5ppb - B1a (Unknown) 890.72!
Area: 2312.1 counts Height: 250,
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TN VAT Bra D

MRM 7 u< k7 Z A
(m/z +890.7—567.1)

VRINIREE © 0.00125 ppm

4-L-BL1 - B1b (Unknown) 876.620/552.800 Da
Ares: 182 55 counts Height: 15104 cps RT
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4-L-M1 - B1b (Unknown) 876.620/552.800 Da -
Ares: 2487.7 counts Height: 277.27 cps RT:
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Time, min

Std 5pphb - B1b (Unknown) 876.630/552.8..
Area: 2179.6 counts Height: 259.46 cps.
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x| 22-2

TN WASFY Bip D
MRM 7 o~ K75 A
(m/z +876.6—552.8)

WRINERIE  0.00125 ppm

3«1 -BL1 - 8,9-Z B1a (Unknown) 890.725/5,

Area: 313.68 counts Height: 30.644 cps.
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£ 9.44 9586 52 72
40 50 60 70 8.0
Time, min

2-L-M1 - 8 8-Z B1a (Unknown) 890.726/567.10
Ares: 5589.0 counts Height: 571.05 cps RT:
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Std Sppb - 8,5-Z Bla (Unknown) £30.725/567.

Ares: 5319.9 counts Height: 512.10 cps RT:
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40 50 60 7.0 80
Time, min
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8,9-Z- TN WAIF/ Bia D

MRM /v~ 75

(m/z +890.7—567.1)
WINERIE  0.00125 ppm

4-1-BL1 - 8,9-7 Bla (Unknown) 830.725/...
Area: 417.81 counts Height: 45.063 cps.
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Time, min
4-L-M1 - 2,9-Z B1a (Unknown) 890.725/567.10
Arsa: T017.1 counts Height 685.88 cps RT:
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Std Sppb - 8 5-Z B1a (Unknown) §30.725/587.
Area: 7747.7 counts Height: 769.61 cps RT:
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8,9-Z- TN VATV Bia D
MRM 7 v~ K75 A
(m/z +890.7—567.1)
WO © 0.00125 ppm

,46,

3-L-BL1 - 8,9-Z B1b (Unknown) 876.630...
Area: 74.863 counts Height: 12.039 cps.
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3-L-M1 - 8,9-Z B1b (Unknown) 876.620/552.80
Area: 3328.2 counts Height: 268.94 cps RT:
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Std Sppb - 8,8-7 B1b {Unknown) 876 830/552
Area: 3819.9 counts Height: 367.64 cps RT:
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21-4

8,9-Z- TN WAIF Bip D

MRM 7 < K75 A
(m/z +876.6—552.8)

VRINIREE © 0.00125 ppm
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4-L-BL17 - 8,9-Z B1b (Unknown) 876.630/..
Area: 121.31 counts Height: 16.608 cps.
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4-L-M1 - B,8-Z B1b (Unknown) 876.630/552.80
Area: 5182.8 counts Height §30.72 cps RT:
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l Std Sppb - 8,5-Z B1b (Unknown) 878.820/552.
Area: 5751.6 counts Height: 584.41 cps RT:

50
2 500
= 43
g i
©
=
- 0
3.0 40 50 60 7.0
Time, min

22-4

8,9-Z- TN WAV Bip D

MRM 7 v~ K75 A
(m/z +876.6—552.8)

WO © 0.00125 ppm
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5-L-BLT - 8,9-Z B1b {(Unknown) 876.630/..
Area: 241.90 counts Height: 26.700 cps.
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£ 37,4350 56 66 E
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Time, min

5-L-M1 - 8 8-Z B1b (Unknown) 878 630/552 80
Ares: 5984.8 counts Height: 662.91 cps RT:
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l Std Sppb - 8,5-Z B1b (Unknown) 876 630/552
Ares: §980.5 counts Height: 632.88 cps RT:
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TN VAT Bra D

MRM 7 a< k7 Z A
(m/z +890.7—567.1)

VRINIREE £ 0.00125 ppm

6-L-BL1 - B1a (Unknown) 890.725/587.100 Da
Area: 53 804 counts Height: 75075 cps RT
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G=-L-N1 - B1a (Unknown) §90.725/567.100.
Area: 2130.5 counts Height: 208.87 cps.
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Std 5ppb - B1a (Unknown) £90. 725/567.100 D.
Area: 2201.0 counts Height: 237.99 cps RT:
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TN WA Bla D

MRM 7 B~< K75 A
(m/z +890.7—567.1)

WO © 0.00125 ppm
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5-L-BL1 - B1b (Unknown) 876.620/552.800 Ds
Area: 91.412 counts Height: 10.226 cps RT:
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200 =
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12237, 4350 56 2
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Time, min

5-L-M1 - B1b (Unknown) 878 .630/552 800 Da -
Ares: 2336.3 counts Height: 272.86 cps RT:
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Intensity, cps
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Time, min
Std 5ppb - B1b (Unknovm) 876.630/552.8..
Area: 2676.7 counts Height: 323.39 cps.
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TN WAIFY B D

MRM 7 a~ 75 A
(m/z +876.6—552.8)

WO © 0.00125 ppm
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6-L-BL1 - B1b (Unknown) 876.620/552.800 Ds
Area: 138,81 counts Height: 12.242 cps RT:
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l €-L-M1 - B1b (Unknown) 876.630/552.800 Da -
Ares: 2238.8 counts Height: 251.37 cps RT:
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Std 5ppb - B1b {Unknown) 876.630/552.8..
Area: 2431.0 counts Height: 278.93 cps.
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7N WAIFY By O

MRM 7 v~ h 7' J A
(m/z +876.6—552.8)

WO © 0.00125 ppm

5-1-BL1 - 8,39-Z B1a (Unknown) 890.725/5.
Area: 473.86 counts Height: 39.050 cps.

5-L-BL1 - B1s (Unknown) £90.72!
Area: 42,844 counts Height: 5.
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40 50 60 70 80 3.0 40 50 60 7.0
Time, min Time, min
5L - 8,53-Z Bla (Unknown) 850 725/567.10 5-L-M7T - B1a (Unknown) 890.725/567.100.
Area: T976.7 counts Height: 735.08 cps RT: Area: 2163.8 counts Height: 240.35 cps.
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40 50 60 7.0 80 3.0 40 50 60 7.0
Time, min Time, min
Std Sppb - 8,5-Z B1s (Unknown) B0.725/587 Std Sppk - Bla (Unknown) 890, 725/567.100 D.
Area: TE86.7 counts Height: 754.85 cps RT: Area: 2282.1 counts Height: 242.21 cps RT:
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8,9-Z- TN WAIF/ Bra D

MRM 7 v~ k7' J A
(m/z +890.7—567.1)

WINERIE  0.00125 ppm

6-L-BL1 - 8,9-Z Bla (Unknown) §90.725/5.
Area: 364.95 counts Height: 34.565 cps.
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8,9-Z- TN WA/ Bia ®

MRM 7 < K75 A
(m/z +890.7—567.1)

VRINREE © 0.00125 ppm
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8,9-Z- 7~ WA)F/ Bip D

MRM 7 v~ 75 A
(m/z +876.6—552.8)

IR : 0.00125 ppm

6-L-BLT - §,9-Z B1b (Unknown) 876.630/5.
Area: 145.93 counts Height: 20.769 cps.
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8-L-M1 - 8,9-Z B1b (Unknown) 876.630/552.80
Area: 5682.1 counts Height: 810.16 cps RT:
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Std Sppb - 8,5-Z B1b (Unknown) 876.820/552 ¢
Area: 5574.5 counts Height: 570,58 cps RT:
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8,9-Z-7~" WAIF/ Bio D

MRM 7 v~ k7' F A
(m/z +876.6—552.8)

IR © 0.00125 ppm
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7-L-BL1 - B1a (Unknown) 890 725/567.100 Da
Area: 70.288 counts Height: 10.205 cps RT
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7-L-M1 - Bla (Unknown) 890.725/567.70...
Area: 2377.2 counts Height: 237.75 cps.
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Std Sppb - B1a (Unknown) 820.725/567.100 D.
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TN WAIFY Bra D

MRM 7 2~ k75 A
(m/z +890.7—567.1)

PN © 0.00125 ppm
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7=L-BL1 - B1b (Unknown) 876.630/552.80..
Area: 85.038 counts Height: 11.464 cps.

7-L-BL1 - 8,9-Z Bia (Unknown) 890.725/5.
Area: 391.68 counts Height: 50.670 cps.

7-L-BL1 - 8,8-Z B1b (Unknown) 876.630/5.
Area: 248.58 counts Height: 26,137 cps.
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T-L-M1 - B1b (Unknown) 878.620/552.800 Da - l 7-L-M1 - 8,9-Z B1a (Unknown) £90.725/567.10 7-L-M1 - 8.9-Z B1b (Unknown) 876.620/552.80
Ares: 2502.2 counts Height: 274.14 cps RT: Ares: 8217 2 counts Height T83.78 cps RT Ases: 8138.0 counts Height 612,18 ops RT
57
w400 w w 5.0
o j=5 o
- = 500 o a0
3 & Fay
£ 200 = 50 = 43
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20 30 40 50 60 40 50 60 7.0 8.0 30 40 50 60 70
Time, min Time, min Time, min
Std Sppb - B1b (Unknown) 876.620/582.800 D. Std Speb - 8,9-Z Bla (Unknown) 890,725 Std Sppb - 8,8-Z B1b (Unknown) 876.620/552.8
Ares: 22715 counts Height: 265.44 cps AT: Ares: B177.5 counts Height 789.27 cps Ares: B054.5 counts Height: 604,88 cps RT:
5.7
w 400 : w w 5:0
o : a o
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o 2 2
E 0 = 0 A = 0 [L
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TN WAIFY B D

MRM 7 v~ 7T A

(m/z +876.6—552.8)

WA © 0.00125 ppm
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8-L-BL1 - B1a (Unknown) 890 725/567.100 Da
Area: 275.43 counts Height: 18.2566 cps RT
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8-L-M1 - Bia (Unknown) 890.725/567.700.
Area: 1106.4 counts Height: 122.32 cps.
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Std Sppb - B1a (Unknown) 830.7:
Area: 1967.9 counts Height: 216.53 cps RT
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TN WAIFY Bra D

MRM 7 a~ 7 J A
(m/z +890.7—567.1)

WO : 0.02 ppm

8-L-BL1 - B1b (Unknown) 876.630/552.80..
Area: 480.10 counts Height: 29.984 cps.
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8,9-Z- TN WA/ Bia &

MRM 7 a~ K75 A
(m/z +890.7—567.1)

VRINIREE © 0.00125 ppm

§-1-BL1 - 8,9-Z B1a (Unknown) 830.725/5.
Area: 430.86 counts Height: 53.495 cps.

25-4

8,9-Z 7~ WAIF/ Bio D

MRM 7 v~ h 7' F A
(m/z +876.6—552.8)

WO 000125 ppm

8-L-BL1 - §,9-Z B1b (Unknown) 876.630/5.
Area: 93.486 counts Height: 14.313 cps.
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S-LM1 - E1b [Unknown) & 7E.620/552 800 Da - l 8-L-M1 - 8,3-Z Bls (Unknown) £90.725/567.10 l 8-L-M1 - 8 8-Z B1b {Unknown) 876.630/552.80
l - Jeioht: 18- Area: 8162.7 counts Height: 589.56 cps RT: Area; Z952.1 counts Height: 218,18 cps RT:

Area: 18377 counts Height: 184.84 cps RT:
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Time, min Time, min Time, min
Std Spph - B1b (Unknown) 876.630/552.800 D. Std Sppb - 8,9-7 B1a (Unknown) 890 T25/567 " Stid Sppb - 8.9-Z B1b (Unknown) 878 830/552 ¢
Area: 1885 Bc\::ums HE;QI‘“: 196.28 cps RT: Area: 7019.1 counts Height: 657.85 cps RT: Area: 5298.5 counts Height: 580.15 cps RT:
2 2 517 2 50
g L 43 g & a0
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26-3

26-4

TAWAIFY Bio D

MRM 7 v~ k7 J A
(m/z +876.6—552.8)

WO © 0.02 ppm

8,9-Z- 7~ VAT Bia D
MRM 7 v~ K7 J A
(m/z +890.7—567.1)

WL : 0.02 ppm

,48,

8,9-Z- 7~ VI B ®
MRM 7 v~ K7 J A
(m/z +876.6—552.8)

WL © 0.02 ppm
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9-L-BL1 - Bla (Unknown) 820 725/567.100 Da
Area: 78578 counts Height: 93070 cps RT
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T
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Time, min
9-L-M1 - Bla (Unknown) 890.725/567.100.
Arear 2333.6 counts Height: 251,77 cps.
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Std 5ppb - 518 {Unknown) £90.725/567.100 D.
Area: 2608.1 counts Height: 291.068 cps RT
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27-1
7’\“ /V?( 7:}‘/ Bla D

MRM 7 v~ 7' A
(m/z +890.7—567.1)
IINJREE © 0.005 ppm

awm)

9-1-B11 - B1b (Unknown) 876.630/552.80..
Area: 152.99 counts Height: 17.364 cps.

Area: 431.59 counts Height: 49.978 cps.

9-L-BL1 - §,9-Z Bla (Unknown) 890.725/... l

8-L-BL1 - §,8-Z B1b (Unknown) 876.630/5.
Area: 156.19 counts Height: 19.847 cps.
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20 30 40 50 60 40 50 60 70 80 30 40 50 60 7O
Time. min Time, min Time, min
9-L-M1 - B1b (Unknown) 876.620/5562.800 De - 8-L-M1 - 8.8-Z B1a (Unknown] 880.725/567.10 8-L-M1 - 8 8-Z B1b (Unknown) 878.820/552.80
Ares: 2262.6 counts Height: 257.82 cps RT: Ases: 74882 counts Height T17.32 ops RT Ases: 58632 counts Height 531 26 cps RT
400 @ 5:7 P 5:0
g g & 500
> Z 500 =
£ 200 g 50 s 43
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= 0 E 0 ik E
20 3.0 40 50 6.0 40 50 60 7.0 8.0 30 40 50 60 70
Time, min Time, min Time, min
Sta Sppt - B1b (Unknown) 876.520/552.800 D. Std Sppb - 8,8-Z Bla (Unknown) 890, T25/567.. Std Sppb - £,3-Z Bk (Unknown) 876.630/552.¢
Ares: 2621.1 counts Height: 208.45 cps RT: Area: 875268 counts Height: 848.54 cps RT: Area; S86T.8 counts Height: 814,22 cps RT:
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TN WAIF Biy 8,9-Z- TN T/ Bia D 8,9-Z7~ WiIF/ Bip D
MRM 7 o~ 75 A MRM 7 v~ 7T A MRM 7 v~ 7T A
(m/z +876.6—552.8) (m/z +890.7—567.1) (m/z +876.6—552.8)

NI © 0.005 ppm
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10-L-BL1 - B1a {(Unknown) 820.725/567.100 D.
Area 83798 counts Height: 8 8058 cps RT
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10-L-M1 - B1a (Unknown) §90.725/567.10.
Arca: 2484.4 counts Height: 248.33 cps.
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Std Sppb - B1a {Unknown) 880.725/567.100 D.
Area: 2523.4 counts Height: 266.
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TN VATV Bra D

MRM 7 v~ 7' F A
(m/z +890.7—567.1)

NI © 0.005 ppm

10-L-BL1 - B1b (Unknown) 876.630/552.8..
Area: 136.50 counts Height: 9.4225 cps.
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Std Sppb - B1b (Unknown) B76.630/552.800 D.

Ares: 27257 counts Height 299.65 cps RT
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27-2
TN WAIFE, Bio D

MRM 7 v~ 77 A
(m/z +876.6—552.8)
N : 0.005 ppm

NI © 0.005 ppm

10-L-BL1 - 8,9-Z B1a (Unknown) 890.725/,
Area: 383.86 counts Height: 33.463 cps.
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10-L-M1 - 8,9-Z B1a (Unknown) 890.725/567.1
Area: 7994.8 counts Height: 794,26 cps RT:
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Std Sppb - 8,9-Z B1a (Unknown) 890 725/567 .~
Ares: 5219.4 counts Height: 878.71 cps RT:
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8,9-Z- TN WAIF Bra @

MRM 7 v~ 275 A

(m/z +890.7—567.1)
WANREE © 0.005 ppm
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NI © 0.005 ppm

10-L-BL1 - 8,8-Z B1b (Unknown) 876.630/562.¢
Area; 209.10 counts Height: 22.643 cps RT:
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10-L-M1 - §,9-Z B1b (Unknown) 8T6.630/...
Area: 5845.4 counts Height: 602.19 cps.
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Std Sppb - 8,5-Z B1b (Unknown) 876.820/552 ¢
Area: 8081.3 counts Height: 677.35 cps RT:
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11-L-BL1 - B1a (Unknown) 820.725/567.100 D.
Area: 31 377 counts Height: 6 6608 cps RT
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11-L-M1 - B1a (Unknown) §90.725/567.1...
Area: 1292.5 counts Height: 127.33 cps.
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Std Sppb - B1a {Unknown) 820.725/567.100 D.

Area: 1412.5 counts Height: 145.07 cps RT
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TN VATV Bra D

MRM 7 v~ 7' F A
(m/z +890.7—567.1)

NI © 0.005 ppm
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11-L-BL1 - B1b (Unknown) 876.630/552.8..
Area: 73.175 counts Height: 12.513 cps.
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l 11-L-M1 - B1b (Uninown) 876.630/552.800 De
Ares: 1450.3 counts Height: 189,62 cps RT:
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Std Sppb - B1b (Unknown) 876.630/552.800 D.
Area: 15824 counts Height: 189.88 cps AT
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TN WAIFY Bio D

MRM 7 v~ 75 A

(m/z +876.6—552.8)
IANGREE © 0.005 ppm
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12-L-BL1 - B1s (Unknown) 890.725/567.100 D.
Area: 106.70 counts Height: 10.217 cps RT
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12-L-M1 - B1a (Unknown) §90.725/567.1...
Area: 1832.0 counts Height: 201.89 cps.
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Std 5ppb - B1s {Unknown) £80.725/567.100 D.
Area: 2193.9 counts Height: 24461 ops RT
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TN VAT Bra D

MRM 7 o< k75 A
(m/z +890.7—567.1)

IR © 0.005 ppm

12-L-BL1 - B1b (Unknown) 876.630/552.8..
Area: 54.038 counts Height: 6.3043 cps.
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12-L-M1 - B1b (Unknown) 876 630/552 800 Ds
Area: 1650 .4 counts Height: 197.42 cps RT:
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Std 5ppb - B1b (Unknown) 876.630/552.800 D.
Area: 18251 counts Height: 208.68 cps RT
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MRM 7 v~ ~ 7 F A
(m/z +876.6—552.8)

IR © 0.005 ppm

g 20mL 45 B

11-L-BLT - §,9-Z B1a (Unknown) §90.725..
Area: 306.83 counts Height: 31.014 cps.
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l 11-L-M1 - 8,9-Z B1s (Unknown) 890.725/567.1
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Std 5ppb - 8.5-Z B1s {Unknown) B30 .T25/567.
Area: 8022.6 counts Height: 588.27 cps RT:
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8,9-Z-7~" WAIF/ Bra D

(m/z +890.7—567.1)
NI © 0.005 ppm

12-L-BL1 - §,9-Z B1a (Unknown) 890.725..
Area: 254,17 counts Height: 26.660 cps.
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12-L-M1 - 8.8-Z B1a (Unknown) 890.725/587 .1
Ares: 6826 2 counts Height: 880 83 cps RT
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MRM 7 v< b7 J A

(m/z +890.7—567.1)
WO  0.005 ppm
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MRM 7 v~ 7T A

11-L-BL1 - 8,8-Z B1b (Unknown) 876.630/552.
Area: 80.856 counts Height: 10.126 cps RT:
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14-L-01 - 8,5-Z B1b (Unknown) 876.630/..
Area: 2862.7 counts Height: 295.96 cps.
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Std Sppb - 8,9-Z B1b [Unknown) 876.620/552.
Asea: 4212.9 counts Height: 426.59 cps RT:
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8,9-Z- 7~ WA)F/ Bip D
MRM 7 v~ 75 A
(m/z +876.6—552.8)
IANGREE © 0.005 ppm

12-L-BL1 - 8,2-Z B1b (Unknown) 876.630/552.¢
Area: 75.847 counts Height: 12.058 cps RT:
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12-L-M1 - 8,5-Z B1b (Unknown) 876.630/..
Area: 4939.9 counts Height: 509.52 cps.
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Std 5ppb - 8,8-Z B1b (Unknown) 876.620/552.¢
Area: 5028.2 counts Height: 521.82 cps RT:
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(m/z +876.6—552.8)

WO  0.005 ppm
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11-L-BLT - BTa (Unknown) 890.725/567.1..
Area: 262.28 counts Height: 29.773 cps.

Intensity, cps

Intensity, cps

Intensity, cps

(E BRI L T N)

8-L-BL1 - Bia {Unknown) §90.725/567.10..
Area: 152.09 counts Height: 24.447 cps.
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8-L-M1 - B1a (Unknown) 890.725/567.100 Da -

Area: 2000.8 counts Height: 218.88 cps RT:
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Area: 20212 counts Height: 228.18 cps RT
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MRM 7 m~= K75 A
(m/z +890.7—567.1)

WO © 0.02 ppm
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11-L-M1 - B1a {Unknown) 890 72
Area: 2068.7 counts Height: 224
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TN VATV Bra D

MRM 7 v~ 7' F A
(m/z +890.7—567.1)

NI © 0.005 ppm

567.100 Ds
28 cps RT:

Intensity, cps

Intensity, cps

Intensity, cps

Intensity, cps

Intensity, cps

Intensity, cps

FHH#E SmL 47 HY

8-L-BL1 - B1b {Unknown) §76.630/552.80..
Area: 109.76 counts Height: 10.153 cps.
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22 294450 65
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Time, min

8-L-M1 - B1b (Unknown) 876.620/552.800 Da -
Area: 18557 counts Height: 182 892 cps RT
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Std Sppb - B1b (Unknown) 876.630/552.800 D.
Ares: 1851.5 counts Height: 193.34 cps RT:
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TN VAIFY Bry D

MRM 7 v~ h 77 A
(m/z +876.6—552.8)

IANGREE © 0.02 ppm

11-L-BLT - B1b (Unknown) 876.630/552.8.. l

Area: 76.588 counts Height: 6.T167 cps.

8-L-BL1 - 8,9-Z B1a (Unknown) 890.725/567.1.
Area; 138.52 counts Height: 13.372 cps RT:
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8-L-M1 - 8,9-Z B1s (Unknown) 890.725/567.10
Area: 8424.2 counts Height: 817.82 cps RT:

@ 58 §
= 500 =
%ﬂ 5.1 s
© 2
g A £
40 50 60 7.0 80
Time, min
Std 5ppb - 8,9-Z B1a (Unknown) 890.725..
Area: 6871.7 counts Height: 617.93 cps.
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8,9-Z- 7~ W41/ Bra D
MRM 7 v~ k7 F A
(m/z +890.7—567.1)

WL © 0.02 ppm

& 10mL 4y He

11-L-BL1 - 8,8-Z B1a (Unknown) 890.725/567.. l
Area; 147.15 counts Height: 14.807 cps RT:
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11-L-M1 - B1b {Unknown) 876.630/552.800 D=
Area: 1862.5 counts Height: 208.47 cps RT:

11-L-M1 - 8,9-Z B1a (Unknown) 890.725/567.1
Area: 5876.2 counts Height: 807.74 cps RT:
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Time, min Time, min
Std Sppb - B1b {Unknown) 878, 3 Std 5ppb - 8,9-Z B1a {Unknown) 890.725..
Ares: 1917.5 counts Height: 220.88 cps RT: Area: 7241.6 counts Height: 705.53 cps.
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(m/z +876.6—552.8)
WO 0,005 ppm

MRM 7 v~ k75 A
(m/z +890.7—567.1)
IANGREE © 0.005 ppm

8-L-BL1 - 8,8-Z B1b (Unknown) 876.630/5.
Area: 65.679 counts Height: 11.616 cps.
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8-L-M1 - 8.2-Z B1b {Unknown) 875.6230/55:
Area: 4895.8 counts Height 432 86 cps RT
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Std Sppt - 8,9-Z B1k (Unknown) 876.820/552.1
Ares: B082.0 counts Height 532.37 cps RT:
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MRM 7 v~ k7 F A
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WL © 0.02 ppm

11-L-BL1 - §,9-Z B1b (Unknown) 876.630/.
Area: 93.969 counts Height: 9.8139 cps.
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Time, min
11-L-M1 - 8.8-Z B1b {Unknawn) 876.620/552.8
Asea: 4026.0 counts Height: 408.12 cps RT

500
44,
0
30 40 50 60 7.0
Time, min

Std Sppb - 8,82 B1b (Unknown) 876.620/552.1
Area: 4888.5 counts Height: 512.37 cps RT:

500
44,
. i
30 40 50 60 7.0
Time, min
[% 30-4

8,9-Z 7~ WAIFY Biy D
MRM 7 a~ b7 F A
(m/z +876.6—552.8)
IR 0,005 ppm



10 SPEOFHN (GEYEERE TSI

EBER | pen HEE—I O BFHEOFE E—vmEH &S [
No. | #HiRILE BRB [ BRR] (ppm‘; SR smae | BRRIE I PSR EMBEEE " | B (S | g =
(mglkg) (ppm) ® BEOR [ n=1 n=2 FH @) | n=1 n=2 Ty (b) | @b |
1-1_|avermectin Bla kK 0.005 0.01 EREF [ 0005 | <0333 | @i 8.5 8.7 9 1170.9 1198.8] 1185 0.007 o
1-2 |avermectin B1b rk 0.005 0.01 =RER | 0005 |<0333 | @iz 163.8 140.5| 152 1351.3 1365.2| 1358 0.126 o S
1-3 [8,9-Z-avermectin Bla |Zk 0.005 0.01 EREBR | 0.005 < 0.333 ki 29.3 12.8 21 6525.7] 6976.6| 6751 0.003 [e) = e
1-4 |8,9-Z-avermectin B1b |%3 0.005 0.01 =RER | 0005 |<0333 | @iz 4.5 132 9 32603 33744] 8317 0.003 o)
2-1 |avermectin Bla K2 0.005 0.01 ERER | 0.005 < 0.333 il 45 8.7 7 994.53 998.38] 996 0.007 fe)
2-2 |avermectin B1b = 0.005 0.01 ERBF | 0.005 < 0.333 EH 88.3 129.6 109 1017.6} 1284.2] 1151 0.105 [e) PERRLCHE
2-3_[8.9-Z-avermectin Bla |A= 0.005 001 [EmmR[ 0005 [<0333 | mm 45 13| 9 4805 4553|4679 0.002 o " e
2-4 |8,9-Z-avermectin B1b (k& 0.005 0.01 ERER | 0.005 < 0.333 i 45 13.2 9 2462.8] 2528.2| 249 0.004 e}
3-1 |avermectin Bla F53NAZS 0.00125 | 0.01 258 | 0.01 <0100 | @ 255 00| 13 1326.3) 1236.4 1281 0.010 o
3-2 |avermectin B1b F3NAZS 0.00125 | 0.01 £2x8 | 001 <0100 | m#H 127.2 85| 78 1467.8) 1452|1460 0.056 o SRERRLCHE
3-3 |8,9-Z-avermectin B1a |F5hAZS 0.00125 | 0.01 z=5%u | 0.01 <0100 | mi# 9.1 50 7 67267 6331.1] 6529 0.001 o = e
3-4 |8,9-Z-avermectin B1b ([EF5hAZS 0.00125 | 0.01 A% | 0.01 < 0.100 EH 12.7 12.1 12 3041.2] 3297.1] 3169 0.004 [e)
4-1 |avermectin Bla RE 0.00125 | 0.1 RN | 0.1 < 0.100 il 45 45 4 1308} 1411|1360 0.003 fe)
4-2 |avermectin B1b h¥ 0.00125 | 0.1 AxE | 01 <0100 | @i 8.7 72 8 1257.8) 1326.9] 1292 0.006 o OBRRLTIE
4-3 |8,9-Z-avermectin Bla [hF 0.00125 | 0.1 &M | 01 < 0.100 [Egid 123 8.3 10 7080.5| 6632| 6856 0.002 [e) = e
4-4 |8,9-Z-avermectin B1b [fa¥ 0.00125 | 0.1 A28 | 01 <0100 | m#H 0.5 45 2 3461.9] 335857 3524 0.001 o
5-1 |avermectin Bla [FhLs 0.00125 | 0.01 A%E | 001 < 0.100 it 45 8.5 6 1363.4] 12842 1324 0.005 O
5.2 |avermectin B1b FhiLse 0.00125 | 0.01 XARE | 0.01 < 0.100 ki 96 6.5 8 1311.5] 1329.8] 1321 0.006 o) SEBRLTAE
5-3 |8,9-Z-avermectin Bla [[FhirL& 0.00125 | 0.01 2HN | 001 < 0.100 i 311 8.6 20 6633.1 6590.9] 6612 0.003 o) = e
5-4 |8,9-Z-avermectin B1b [[Fhi L& 0.00125 | 0.01 £2x8 | 001 <0100 | mi 0.0 38 2 32079  3420.6] 3319 0.001 o
6-1 |avermectin B1a ALY 0.00125 | 0.01 2§ | 0.01 < 0.100 [k 21.7 21.8 22 1372) 1288.5] 1330 0.017 (e}
6-2 |avermectin B1b Iy 0.00125 | 0.01 x&E | 0.01 <0100 | @ 45 177 1 1271.6 1261.5| 1267 0.009 o SERRLCHE
6-3 |8,9-Z-avermectin Bla (AL > 0.00125 | 0.01 A%E | 001 < 0.100 ki 111 17.4 14 6969.4] 6314.3] 6642 0.002 O = e
6-4 |8,9-Z-avermectin B1b [#L > 0.00125 | 0.01 EEE | 0.01 < 0.100 aoE 14.0 15.2 15 3371.2f 3157.1) 3264 0.004 ]
7-1 |avermectin Bla YaAZ 0.00125 | 0.02 EME | 0.02 < 0.100 i 45 0.0 2 1281.8] 1458.1] 1370 0.002 le)
7-2 |avermectin B1b YA 0.00125 | 0.02 AHW | 0.02 < 0.100 ki 0.0 0.0 0 1100.2f 1273.8| 1187 0.000 e} e BRLTHE
7-3 |8,9-Z-avermectin Bla (YA 0.00125 | 0.02 A%E | 002 < 0.100 i 18.4 4.5 11 6685.8] 6962.3| 6824 0.002 O = I
7-4 |89-Z-avermectin B1b [JAZ 0.00125 | 0.02 EEE | 0.02 < 0.100 aoE 12,6 252 19 3308.4] 3449.2| 3379 0.006 fe)
8-1 |avermectin Bla B3 0.02 1. EHE | 1. < 0.100 miE 16.5 20.7 19 1299.4] 1265.4] 1282 0.015 e}
- il < 2
8-2 |avermectin B1b * 0.02 1. AxE | 1. 0100 | mik 8.3 8.5 8 1132.9 1412.3] 1273 0.007 o) ST
8-3 |8,9-Z-avermectin Bla (% 0.02 1. EHE | 1. < 0.100 miE 8.7 13.0 1 6887 6930.2] 6909 0.002 e}
8-4 |8,9-Z-avermectin B1b |3 0.02 1. xmm | 1. <0100 | @i 20.6 89| 15 31682 3345.9] 8257 0.005 o
9-1 |avermectin Bla LSl 0.005 0.01 ERER | 0.005 <0.333 i 9.7 16.7 13 1401.3 1199.6] 1300 0.010 e}
9-2 |avermectin B1b Eailal 0.005 0.01 EREF [ 0005 | <0333 | @i 85 9.1 9 1207.5 11963] 1202 0.007 o P RRLTHE
9-3 [89-Zavermectin B1a |4 0.005 001 |#mE®| 0005 |<0333 | m& 124 126 18 2904]  6235.1] 6263 0.002 o B e
9-4 |89-Z-avermectin B1b |4#5H 0.005 0.01 EREBR | 0.005 <0.333 T 8.1 8.7 8 3122.7] 3291.7] 3207 0.003 [e)
10-1 |avermectin B1a B3 0.005 0.1 A%E | 01 < 0.100 ki 1.8 8.9 5 1363.7] 1302.4| 1333 0.004 O
10-2 |avermectin B1b B3 0.005 0.1 A%E | 01 < 0.100 ki 19.1 15.4 17 1149 1272.6| 1211 0.014 fe) ;
20fFHRLTHE
10-3|8,9-Z-avermectin Bla |4g#A 0.005 0.1 ERE | 0.1 < 0.100 aoE 85 16.9 13 6660| 6652.1] 6656 0.002 fe)
10-4|8,9-Z-avermectin B1b 0.005 0.1 A%E | 01 < 0.100 it 20.6 6.1 13 3460.8| 3511.7| 3486 0.004 [e]
11-1 |avermectin B1a Exiinid 0.005 0.1 A%E | 01 < 0.100 i 322 0.0 16 1447.1 1364| 1406 0.012 O
E tin B1b 0.1 . 0.100 4 1565 0.003
11-2 |avermectin Lnii.] 0.005 ERE | 0.1 < ek 1.5 6.5 1632.3 1498.4] [e] 20BERLTHE
11-3|8,9-Z-avermectin Bla |4 FFhii 0.005 0.1 A%§ | 01 < 0.100 EH 76 11.2 9 6555.5] 7011.6| 6784 0.001 O
11-4 |8,9-Z-avermectin B1b |4 fFfi 0.005 0.1 ERE | 0.1 < 0.100 HiE 17.8 13.4 16 3460.3 3542.7] 3502 0.004 fe)
12-1 |avermectin B1a $3, 0.005 0.02 A®:§ | 0.02 < 0.100 [ 8.7 8.5 9 1601.8] 1588.1] 1595 0.005 O
12-2 |avermectin B1b 43 0.005 0.02 EEE | 0.02 < 0.100 aoE 231 8.9 16 1513.7} 1608.8| 1561 0.010 fe) ERRLCHE
12-38,9-Z-avermectin Bla |43, 0.005 0.02 A%E | 002 < 0.100 i 17.8 41.5 30 7585.6f 7715.1| 7650 0.004 O = e
avermectin B1b |43, 0.005 0.02 EEE | 0.02 < 0.100 aoE 45 21.2 13 3860.8] 3840.1) 3850 0.003 ]

. DIRISEALTRE LR O LHET 5. (BEISHELTEREIAZNTS.)
HHPORENHEREIELEEELSC, TV IRBORRBRTHRL, BB (TR VIR R IARLETET
I SHEE—IMBBRESNEA S EITIE AREBROE —HEHE (BE) FROBTHRL.
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F 11 BIRPEOFHE (GEERFUEREZAIN)

EERR | gun BEE—IDHRIRADHE ; E—vEHHS ] SReE
No. |  HHHRILEY B [HRHRA] (opm) SR EX (& 7529 TRy YR RS EH (B | papig %
(mgrkg) B B0 [ n=1 n=2 | ¥#() | n=1 n=2 | Fg(p) | H@Ib)

1-1 |avermectin B1a z% 0005 | 001 <0333 | @m# 72 61| 67 1981 1831| 1906 0.036 o
1-2 |avermectin B1b B3 0.005 0.01 < 0.333 ik 127 144 136 1623 1616 1619 0.092 (e}
1-3 |8.9-Z-avermectin Bla | &% 0005 | 001 <0333 | @ 395 310| 352 5302 5718| 5510 0.068 o
1-4 |8,9-Z-avermectin B1b |3k 0.005 0.01 < 0.333 it 95 120 108 4338 4223 4281 0.026 [e]
2-1 |avermectin Bla KT 0.005 0.01 EREF | 0.005 < 0.333 i 40 106 73 2214 2548 | 2381 0.031 O
2-2 |avermectin B1b K= 0.005 0.01 ERER | 0.005 < 0.333 £ 191 116 153 2147 2217 2182 0.076 (o]
2-3 |8,9-Z-avermectin Bla [ K& 0.005 0.01 ERER | 0.005 < 0.333 £ 594 353 473 6442 6229 6335 0.081 (o]
2-4 |8,9-Z-avermectin B1b | K& 0.005 0.01 ERER | 0.005 < 0.333 it 199 190 194 4324 4256 4290 0.047 [e]
3-1 |avermectin B1a F>hAZS 0.00125 | 0.01 A%H | 001 < 0.100 i 79 56 67 1625 1697 | 1661 0.042 O
3-2 |avermectin B1b F>hAZS 0.00125 | 0.01 ZHE | 001 < 0.100 g 60 86 73 1539 1605 | 1572 0.049 le)
3-3 |8,9-Z-avermectin Bla |[Z5h A% 0.00125 | 0.01 2§ | 0.01 < 0.100 i 314 300| 307 5569 5437 [ 5503 0.059 [e)
3-4 (89-Z-avermectin B1b [[F5hA %S 0.00125 | 0.01 ERE | 0.01 < 0.100 il 75 163| 119 3336 3626 | 3481 0.035 fe)
4-1 |avermectin Bla HE 0.00125 0.1 A%E | 01 < 0.100 it 130 86 108 2215 2353 | 2284 0.050 [e]
4-2 |avermectin B1b HE 0.00125 0.1 AHNE | 01 < 0.100 £ 93 134 113 2488 2392 | 2440 0.049 (o]
4-3 |8,9-Z-avermectin Bla (& 0.00125 0.1 A%E | 01 < 0.100 it 418 430 424 7017 7203 | 7110 0.063 [e]
4-4 |8,9-Z-avermectin B1b [fa& 0.00125 0.1 AHNE | 01 < 0.100 B 121 252 187 5183 5154 | 5169 0.037 O
5-1 |avermectin Bla [FhiLe 0.00125 0.01 ZHN | 001 < 0.100 B 44 9 26 2164 2204 | 2194 0.012 (o)
5-2 |avermectin B1b IFhiLs 0.00125 | 0.01 Axg | 001 < 0.100 i 91 53| 72 2336 2366 | 2351 0.032 [¢]
5-3 |8,9-Z-avermectin Bla [(fhirL& 0.00125 0.01 A%XE | 001 < 0.100 it 474 399 436 7977 7810 | 7893 0.059 o)
5-4 |8,9-Z-avermectin B1b [[Fhi'L& 0.00125 0.01 ZHN | 001 < 0.100 B 242 160 201 5985 5471 5728 0.036 (o)
6-1 |avermectin Bla FLov 0.00125 0.01 ZHN | 001 < 0.100 £ 54 54 54 2131 2408 | 2269 0.024 (o]
6-2 |avermectin B1b ALY 0.00125 0.01 A%H | 001 < 0.100 i 137 103 120 2237 2278 | 2257 0.056 O
6-3 |8,9-Z-avermectin Bla AL > 0.00125 0.01 ZHN | 001 < 0.100 i 365 456 411 7562 7899 | 7730 0.056 O
6-4 |8,9-Z-avermectin B1b AL > 0.00125 0.01 E%E | 001 < 0.100 i 146 213 179 5662 5682 | 5672 0.033 O
7-1 |avermectin Bla YAZ 0.00125 0.02 AHW | 0.02 < 0.100 B 70 72 7 2377 2457 | 2417 0.030 O
7-2 |avermectin B1b YA 0.00125 0.02 A%E | 002 < 0.100 it 85 125 105 2503 2389 | 2446 0.045 [e]
7-3 |8,9-Z-avermectin Bla [YAC 0.00125 0.02 AW | 0.02 < 0.100 B 392 464 428 8217 8753 | 8485 0.053 O
7-4 |8,9-Z-avermectin B1b (YA 0.00125 0.02 A%E | 002 < 0.100 it 249 212 230 6139 5800 | 5969 0.040 [e]
8-1 |avermectin Bla * 0.02 1. x| 1. < 0.100 i 25 95 60 2087 1980 | 2034 0.031 O
8-2 |avermectin B1b B3 0.02 1. AHN | 1. < 0.100 [ELEY 80 95 88 1896 1899 | 1897 0.048 (o]
8-3 |8,9-Z-avermectin Bla (%% 0.02 1. x| 1. < 0.100 i 431 524 477 6303 5778 | 6041 0.086 O
8.4 |89-Z-avermectin B1b |7 0.02 1. g |1 <0100 | m# 93 220| 157 4101 4187 | 4144 0.039 o
9-1 |avermectin Bla B3l 0.005 0.01 ERER | 0.005 < 0.333 it 77 65 71 2334 2056 | 2295 0.032 [e]
9-2 |avermectin B1b a1l 0.005 0.01 ERER | 0.005 < 0.333 i 153 170 162 2263 2374| 2318 0.075 O
9-3 |89-Z-avermectin Bla |45k 0.005 0.01 ERBF | 0.005 < 0.333 i 432 464 | 448 7499 7939 | 7719 0.062 o]
9-4 |8,9-Z-avermectin B1b |45 0.005 0.01 ERER | 0.005 < 0.333 B 156 202 179 5963 5423 | 5693 0.033 O
10-1 |avermectin Bla 4A5RA 0.005 0.1 RN | 0.1 < 0.100 il 64 86 75 2484 2308 | 2396 0.032 fe)
10-2 |avermectin B1b 1] 0.005 0.1 ZHE | 01 < 0.100 [Egid 137 82| 109 2318 2455 [ 2386 0.048 [e)
10-3|8,9-Z-avermectin Bla |4f5RA 0.005 0.1 A%E | 01 < 0.100 it 384 447 416 7995 7811 7903 0.056 o)
10-4 |8,9-Z-avermectin B1b 0.005 0.1 AHNE | 01 < 0.100 i 209 195 202 5845 5561 | 5703 0.037 O
11-1 |avermectin B1a R 0005 |01 z&E | 01 <0100 | @& 31 34| 33 2069 1871 1970 0.017 o)
11-2 |avermectin B1b BT 0.005 0.1 EXE | 01 < 0.100 i 73 96 85 1864 1924 | 1894 0.047 O
11-3|8,9-Z-avermectin Bla |4 i 0005 |01 z&E | 01 <0100 | @& 307 25| 266 5876 6112 5994 0.046 o
11-4|8,9-Z-avermectin B1b |4 BFfii 0.005 0.1 EXE | 01 < 0.100 i 61 121 91 4026 4088 | 4057 0.023 O
12-1 |avermectin Bla 43, 0.005 0.02 AW | 0.02 < 0.100 [ELEY 107 50 78 1832 1872 | 1852 0.044 (o]
12-2|avermectin B1b 43, 0.005 0.02 A%E | 002 < 0.100 it 54 92 73 1650 1779 | 1715 0.045 o)
8,9-Z-avermectin Bla |4 0.005 0.02 AW | 0.02 < 0.100 B 254 326 290 6826 6529 | 6677 0.045 O

il 0.005 0.02 A% | 0.02 < 0.100 i 76 137 106 4940 4393 | 4666 0.023 O
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*®

12 B FEE R OERRNO

Pl (FEEfE

TR EETRIN)

TEBBR ] g = # . = = 2
No| smmmian | mme  |mwmm)| SEE ) RGRE ) BERE i —— EW%(%) — RE ST SN ax
(mg/kg) B = gH Pl n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | i
1-1_|avermectin B1a T 0.005 0.01 0.01 — [173251 27| 0see78| 769 | 723 | 955 | 996 | 891 | 867 | 136 #DIVIO!
1-2_|avermectin B1b 2% 0.005 0.1 0.01 —  [157383 56| 099857| 938 | 872 | 850 | 799 | 930 | 878 | 66 MO | e e
1-3_|89-ZavermectinBla_|%o% 0.005 0.01 001 —  [850412| -123]099811] 951 | 943 | 952 | 1015 | 1014 | 975 | 37 #DIV/OL
14 _[8.9-Z-avermectin B1b_|%3% 0.005 0.01 0.01 —  [426186] -195| 0.90793| 880 | 1022 | 1033 | 1084 | 1106 | 1024 | 86 #DVIO!
2-1_|avermectin Bia A= 0.005 0.01 001 —  [191002 4| 090679 844 | 848 | 937 | 920 | 911 | 892 | 48 #DIV/OL
22_|avermectin B1b X2 0.005 0.01 0.01 —  [186175 19 099764 933 | 1125 | 1016 | 1029 | 937 | 1008 | 7.8 MO | e e
23 |89ZavermectinBla_| & 0.005 0.01 0.01 —  [o00848| 175| 0oo754| 842 | 964 | 944 | 844 | 894 | 897 | 62 #DIVIOL
24 |89Zavermectin B1b_| k= 0.005 0.01 001 — 473388 84| 09080 | 842 | 882 | 826 | 841 | 839 | 846 | 25 #DIV/OL
31 |avermectin Bia E5hATS 0.00125] __0.01 0.01 —  [303062 68| 099920| 807 | 864 | 927 | 837 | 834 | 858 | 56 #DIVIOL
32 [avermectin B1b EShATS 0.00125] 0.1 0.01 — 277658 93| 090764 831 | 814 | 795 | 795 | 712 | 788 | 57 DML | e
33 |89ZavermectinBla_|35nAZS 0.00125] _ 0.01 0.01 —  [1at6074| 693 | 099885| 67.8 | 723 | 726 | 859 | 775 | 752 | oA #DIVIOL
34 _[89Zavermectin Bib_|F5hA%> 0.00125] _ 0.01 0.01 —  [719614| 267 |0oes12| 776 | 832 | 820 | 792 | 785 | 804 | 30 #DIVIOL
41 |avermectin B1a ¥ 000125 0.1 0.10 —  [299136 53| 099711 602 | 690 | 704 | 774 | 606 | 675 | 107 #DVIO!
42_|avermectin B1b ¥ 000125 0.1 0.10 —  [302068 11| 090745 919 | 609 | 824 | 792 | 869 | 824 | 104 #DVIO! J—
43 [89-Zavermectn Bla_|a& 0.00125] 0.1 0.10 —  [1484580| 156 | 0.99968| 714 | 680 | 684 | 782 | 670 | 706 | 64 #DVIO!
44 _|89Zavermectin B1b_|faz 000125 0.1 0.10 —  [739191 41| oo0038| 71.8 | 634 | 748 | 775 | 697 | 715 | 75 #DVIO!
51 |avermectin B1a Fhuls 0.00125] 0.1 0.01 —  [308213 24| 09ve42| 713 | 774 | 803 | 922 | 850 | 812 | 97 #DIV/OL
52 [avermectin B1b Fhils 0.00125] _ 0.01 0.01 — 27617 71| 099799| 776 | 811 | 750 | 834 | 815 | 797 | 42 MO | o
53 [8.9-Zavermectin Bla_|iZhi\Ls 0.00125] _ 0.01 0.01 —  [1a50240 355| 0.00080| 714 | 740 | 726 | 729 | 741 | 730 | 15 #DIVIOL
54 _|8.9ZavermectinBib_[iFnuLe 0.00125] 0.1 0.01 —  [737650 98| 0.99869| 71.2 | 602 | 645 | 754 | 738 | 690 | 93 #DIV/OL
6-1_|avermectin B1a 0.00125] _0.01 0.01 — 301008 28| 099768 827 | 916 | 846 | 862 | 778 | 846 | 60 #DIVIOL
62 |avermectin B1b 0.00125] _ 0.01 001 —  [271684| 112| 099570 847 | 772 | 816 | 805 | 833 | 815 | 35 BOVOL| e e
63_[8.9-Z-avermectin Bla 0.00125] 0.1 0.01 —  [1a71647| 280 099862 858 | 779 | 788 | 824 | 758 | 804 | 49 #DVIO!
6-4_|89Z-avermectin B1b 0.00125] _ 0.01 0.01 —  [743241] 127 | 0swes2| 87.9 | 850 | 864 | 890 | 892 | 875 | 21 #DIVIOL
7-1_|avermectin Bia YA 0.00125] _ 0.02 002 —  [284600 25| 099933| 90.3 | 839 | 893 | 896 | 942 | 895 | 4.1 #DVIO!
72_|avermectin B1b YA 000125 0.2 0.02 —  |2o7827| 71| oowas7| 987 | 935 | 1104 | 892 | 955 | ov4 | 84 ETI [
7-3 [8.9-ZavermectinBla YA 0.00125] _ 0.02 0.02 —  [1a40286| 253 | 099920 80.3 | 832 | 835 | 779 | 847 | 819 | 34 #DVIO!
74 |89Zavermectin B1b_[JAZ 0.00125] _ 0.02 002 —  [739408| 49| o09wes2| 910 | 954 | 890 | 890 | 802 | 889 | 62 #DVIO!
81 |avermectin Bia = 0.02 1 1.00 —  [301361 57| 099811 698 | 726 | 763 | 709 | 719 | 723 | 34 #DIV/OL
82 |avermectin B1b B 0.02 1 1.00 —  [302319 4| o090114| 842 | 805 | 830 | 796 | 823 | 819 | 23 EEST R,
83 |89ZavermectinBla_|%& 0.02 1 1.00 —  [ms6177| 189 099752| 908 | 908 | 978 | 962 | 957 | 942 | 385 #DIVIOL
84 [8.9ZavermectinBib_|3 0.02 1 1.00 — 757739 145| 099e27| 818 | 86.1 | 821 | 832 | 874 | 844 | 29 #DIV/OL
9-1_|avermectin B1a i 0.005 0.01 0.01 —  [262323 150 0.o9652| 698 | 885 | 788 | 868 | 861 | 820 | 95 #DIVIOL
92 [avermectin B1b e 0.005 0.01 001 —  [281495 50| 099824 765 | 811 | 711 | 835 | 834 | 794 | 67 BOVOL| e e
93 [8.9-Z-avermectinBla_| 0.005 0.01 001 —  |[1308240| 216 | 099830 845 | 890 | 911 | 947 | 909 | 900 | 4.1 #DVIO!
94 _|89Zavermectin B1b_| g6 0.005 0.01 0.01 —  [669869| 138 0.99880| 902 | 864 | 857 | 893 | 847 | 872 | 28 #DVIO!
10-1 [avermectin B1a B 0.005 0.1 001 —  [301676 84| 099614] 792 | 928 | 995 | 836 | 715 | 853 | 129 #DVIO!
10-2 [avermectin B1b e 0.005 0.1 0.01 —  [282926 75| 0.99472| 889 | 901 | 769 | 895 | 778 | 847 | 7.9 T (R
10-3[8,9-Z-avermectin Bla |45t 0.005 0.1 0.01 —  [1seas82| 82| 099771] 856 | 835 | 87.0 | 893 | 886 | 868 | 27 #DVIO!
10-4[89-Zavermectin B1b 0.005 0.1 001 —  [756622| 147 | 099724 813 | 672 | 785 | 725 | 699 | 739 | 80 #DVIO!
11-1 [avermectin B1a i) 0.005 0.1 0.01 —  [304104| 12| 099318] 822 | 902 | 824 | 764 | 852 | 833 | 6.1 #DIV/OL
11-2|avermectin B1b R 0.005 0.1 001 —  [316444| 80| 099980| 915 | 757 | 736 | 768 | 890 | 813 | 102 EET R,
11-38,9-Z-avermectin Bla_|% b 0.005 0.1 0.01 — 1550317 205| 099007| 775 | 787 | 813 | 824 | 873 | 814 | 47 #DVIO!
11-4[89-Z-avermectin B1b_|FFii 0.005 0.1 0.01 —  [774703| 158 | 099012 824 | 734 | 824 | 755 | 730 | 713 | 60 #DVIO!
12-1 [avermectin B1a =0 0.005 0.02 0.01 —  [350419| 34| 09w231| 950 | 954 | 881 | 815 | 758 | 872 | 98 #DIVIOL
12-2|avermectin B1b 3l 0.005 0.02 001 —  [319580 24| 098978 831 | 751 | 964 | 949 | 814 | 862 | 106 VO] e o
12-3[8,9-Z-avermectin Bla |4 0.005 0.02 0.01 —  [1710346] -141| 099855 86.6 | 834 | 872 | 882 | 851 | 864 | 22 #DVIO!
12-4[89-Zavermectin B1b_|#3. 0.005 0.02 0.01 — 846553 | 62| 099579 851 | 805 | 936 | 875 | 868 | 867 | 54 #DIVIOL

1 SINERHEBEHHHHEITIIISNIERTEN S,
*2 BohzEIREORTHRAMEESZHE—Y (Max) RUBR/MEES Z HE—Y (Mn.) DENENDSINER DD

,54,




#* 13 B, RHELOEERAOFME (BRI R 7RI

2| ; O oy 245 % B 1THRE 2
No| sEsmkan | aas  |(memEm prael Bl et RS AR R SRR SN
(mg/kg) & 1= i) Pl n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | FifE
1-1 |avermectin B1a Fe 0.005 0.01 0.005 SIN | 1535674 522 | 1.000 83.2 83.9 773| 825 84.8| 824 36 84.8| 77.3| 811
1-2 |avermectin B1b Kk 0.005 0.01 0.005 SIN [ 1137845 -61| 1.000 92.4 835 853 | 814 814 | 848 54 853| 814| 834
1-3 |8,9-Z-avermectin Bla |% % 0.005 0.01 0.005 SIN | 1535674 522 | 1.000 84.8 85.8 799| 888 86.6| 852 38 88.8| 799 843
1-4 |8,9-Z-avermectin B1b |3 0.005 0.01 0.005 SIN | 1137845 61| 1.000 79.9 865 83.1 85.6 81.9| 834 33 86.5| 81.9| 842
2-1 |avermectin B1a K= 0.005 0.01 0.005 SIN | 1456220 591 | 0.999 85.0 78.0 68.3 708 796| 763 8.9 796| 683 739
2-2 |avermectin B1b XS 0.005 0.01 0.005 SIN [ 1069958 114 | 0.999 88.2 788 827| 698 69.4| 778 10.5 82.7| 69.4| 7641
2-3 [89-Z-avermectinBla | k& 0.005 0.01 0.005 SIN [ 1456220 591 0.999 748| 741 799| 795| s0s5| 778 39 805 741| 773
2-4 [8,9-ZavermectinB1b | X & 0.005 0.01 0.005 SIN | 1069958 114 | 0.999 76.4 735 74.1 84.1 742| 765 58 84.1| 735 788
3-1 [avermectin B1a F5NAZS 0.00125 0.01 0.00125 SIN 1480247 194 | 0.998 107.5 95.2 90.5 88.0 948 | 952 79 952| 88.0] 916
3-2 [avermectin B1b IF5hAZS 0.00125 0.01 0.00125 SIN 1043501 235 | 0.997 90.3 854 99.0 947 90.1 91.9 5.6 99.0| 854 922
3-3 [8,9-ZavermectinBla [E5hA%5 0.00125 | 0.01 0.00125 SIN | 1480247 194 | 0.998 95.6 918 825 907 89.4| 900 53 91.8| 825 87.2
3-4 [8,9-ZavermectinB1b [IE5hA%S 0.00125 | 0.01 0.00125 SIN | 1043501 235 | 0.997 89.7 93.8 856| 910 88.1| 897 BG 93.8| 856| 897
4-1 |avermectin B1a ¥ 0.00125 | 041 0.00125 SIN_ [1527847| -600 | 0.999 93.8 98.0 89.7| 892 87.8| 917 45 98.0| 87.8| 929
4-2 |avermectin B1b h¥E 0.00125 | 041 0.00125 S/IN 1079939 -343 | 0.997 103.8 964| 1036| 969 1039| 100.9 39 103.9| 96.4| 100.2
4-3 [8,9-ZavermectinBla |h#¥ 0.00125 | 0.1 0.00125 SIN_|1527847| -600 | 0.999 80.1 847 76.8 793 788 | 799 37 847 76.8| 808
4-4 [8,9-Z-avermectinB1b [fa¥ 0.00125 | 0.1 0.00125 SN [1079939| -343| 0.997 87.0 87.2 866 811 805| 845 4.0 87.2| 80.5| 838
5-1 |avermectin Bla Fhile 0.00125 | 0.01 0.00125 SIN [ 1439034 511 0.999 89.0 939 835| 875 90.6 | 889 43 939| 835 887
5-2 |avermectin B1b Fhile 0.00125 | 0.01 0.00125 S/IN [ 1084348 163 | 0.999 91.2 835 86.6| 879 91.2| 8841 37 91.2| 83.5| 874
5-3 [8,9-ZavermectinB1a [iFhi L& 0.00125 | 0.01 0.00125 SIN | 1439034 511 0.999 718 729 732| 740 795| 743 4.1 795 729| 762
5-4 |89-Z-avermectinB1b [IFhi L& 0.00125 | 0.01 0.00125 SIN [ 1084348 163 | 0.999 76.6 7141 79.0 765 74.1| 755 3.9 790 711 750
6-1 |avermectin B1a B 0.00125 | 0.01 0.00125 SIN | 1494816 309 | 0.999 933 955 945| 1026 96.7| 965 3.8 1026 94.5| 986
6-2 |avermectin B1b FLoT 0.00125 0.01 0.00125 SIN 1101356 250 | 0.999 87.1 102.0 98.6 90.0 97.1 95.0 6.5 102.0( 90.0] 96.0
6-3 [8,9-ZavermectinBla |4L> 0.00125 | 0.01 0.00125 SIN | 1494816 309 | 0.999 92.0 972 98.8 | 1004 93.7| 964 36 1004| 937| 97.0
6-4 [8,9-Z-avermectin Blb |4 L 0.00125 | 0.01 0.00125 SIN_ |1101356 250 | 0.999 925 99.0 98.4| 933 91.3| 949 3.8 99.0| 91.3| 952
7-1 |avermectin B1a YA 0.00125 | 0.02 0.00125 SIN [ 1545981 390 | 0.999 87.8 864 964 | 953 99.2| 93.0 6.0 99.2| 864 928
7-2 |avermectin B1b YA 0.00125 | 0.02 0.00125 SN | 1100292 169 | 1.000 91.9 823 89.1 88.6 940| 892 5.0 94.0| 82.3| 881
7-3 |89-Z-avermectinBla |YAC 0.00125 0.02 0.00125 SIN 1545981 390 | 0.999 102.2 98.5 94.1 91.0 959 | 964 44 98.5| 91.0f 94.8
7-4 |8,9-Z-avermectinB1b YA 0.00125 | 0.02 0.00125 SIN [ 1100292 169 | 1.000 103.2 91.0 928 | 1023| 101.1| 981 5.9 102.3] 91.0] 966
8-1 |avermectin B1a % 0.02 1. 0.02 S/IN | 1561028 336 | 1.000 95.7 937 823| 1047| 1140 984 122 | 114.0] 82.3| 9841
8-2 |avermectin B1b %* 0.02 1. 0.02 SIN [ 1124197 95| 0.998 1123 985 898 | 97.8 97.9| 993 8.2 99.3[ 89.8| 945
8-3 [8,9-ZavermectinB1a | 0.02 1. 0.02 SIN | 1561028 336 | 1.000 90.0 93.8 954| 872 886 910 3.8 954| 87.2| 913
8-4 [8,9-ZavermectinB1b | 0.02 1. 0.02 SIN | 1124197 95| 0.998 101.6 876 850| 92.1 948| 922 7.0 94.8( 85.0| 899
9-1 |avermectin Bla A 0.005 0.01 0.005 SIN 1522522 460 | 1.000 98.5 924 93.5 96.7 906 | 943 34 96.7| 90.6| 93.6
9-2 |avermectin B1b Lyl 0.005 0.01 0.005 SIN | 1136589 -50 | 1.000 95.9 918 89.0| 96.1 92.41| 930 32 96.1] 89.0| 925
9-3 |8.9-Z-avermectin Bla |4y 0.005 0.01 0.005 SIN | 1522522 460 | 1.000 98.9 974 | 100.2 98.2 97.4| 984 1.2 100.2| 97.4| 988
9-4 [8,9-Zavermectin B1b |4 #5p8 0.005 0.01 0.005 SIN | 1136589 -50 | 1.000 86.9 88.5 88.1 88.0 82| 879 0.7 88.5] 87.9| 882
10-1 |avermectin B1a 4iEM 0.005 0.1 0.005 SIN | 1574666 676 | 0.999 107.3| 103.0 93.6| 1016 99.9| 1011 4.9 103.0] 93.6| 983
10-2 |avermectin B1b L33 0.005 0.1 0.005 SIN 1201281 166 | 0.999 905 873 89.2 89.1 925| 89.7 22 925| 87.3| 899
10-3|8,9-Z-avermectin Bla |4-BEHH 0.005 0.1 0.005 SIN | 1574666 676 | 0.999 97.2 96.0 955| 967 960| 963 0.7 96.7| 95.5| 961
10-4|8,9-Z-avermectin B1b 0.005 0.1 0.005 SIN [ 1201281 166 | 0.999 100.9 994 96.0| 952 957 | 975 26 994 952 973
11-1 |avermectin B1a Ll 0.005 0.1 0.005 S/IN_ [1048134| 2068 | 0.977 937 935 95| 919| 101.9| 955 4.1 101.9[ 91.9| 96.9
11-2 |avermectin B1b L] 0.005 0.1 0.005 SIN 730558 1497 | 0.991 96.4 104.1 98.9| 110.0 106.6 | 108.2 54 110.0( 98.9| 104.4
11-3|8,9-Z-avermectin Bla |4FRFfi 0.005 0.1 0.005 SIN_|1048134| 2068 | 0.977 92.9 997 98.1 9338 955 | 96.0 3.0 997 938 967
11-4|8,9-Z-avermectin B1b |4 fik 0.005 0.1 0.005 SIN _[730558 | 1497 | 0.991 89.3 88.6 868 | 911 91.8| 895 22 91.8] 86.8| 893
12-1|avermectin B1a 43 0.005 0.02 0.005 SIN [ 1140751 769 | 0.995 95.2 98.1 944 | 1025| 103.6| 988 42 103.6] 94.4| 99.0
12-2 |avermectin B1b 43 0.005 0.02 0.005 SIN [ 847536 122 | 0.999 953 | 1023| 109.8| 922 89.6| 978 84 109.8[ 89.6| 99.7
12-3|8,9-Z-avermectinBla |43 0.005 0.02 0.005 SIN 1140751 769 | 0.995 95.8 88.5 85.0 94.8 96.2 | 920 54 96.2| 85.0 90.6
12-4|8,9-Z-avermectin B1b |45l 0.005 0.02 0.005 SIN [ 847536 122 | 0.999 974 913 937| 942 92.3| 938 25 942 913 9238
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No.| sFsZILA] 'RE (iR | e | ANRE | Cae [@wwe ooy | RU R PTTT EomR| %
(malkg) (mglL) | D3l n=1 n=2 | Tt | n=t (B S
1-1 |avermectin Bla S 0.005 0.01 0.01 0.005 miE 9 901 877| 881 856 1.02
1-2 |avermectin B1b %k 0.005 0.01 0.01 0.005 [ELi 96 915 937| 831 858 1.00 PRI
1-3 |8,9-Z-avermectin Bla | %% 0.005 0.01 0.01 0.005 ki 21 4422 4650 4515 4235 4989| 4612 0.98
1-4 |8,9-Z-avermectin B1b |k 0.005 0.01 0.01 0.005 G 15 2319 2314| 2301 2172 2163| 2167 1.06
2-1 |avermectin Bla K= 0.005 0.01 0.01 0.005 L 7 995 998| 990 1041 1061| 1051 0.94
2-2 |avermectin B1b K= 0.005 0.01 0.01 0.005 [ELi 109 1018 1284 1042 1051 951| 1001 1.04 SRR TR
2-3 [8,9-Z-avermectin Bla | k& 0.005 0.01 0.01 0.005 ETR 9 4805 4553 4670 5038 4975| 5006 0.93
2-4 |(8,9-Z-avermectin B1b [X& 0.005 0.01 0.01 0.005 L 9 2463 2528 2487 2413 2579| 2496 1.00
3-1 |avermectin B1a F3hAZS 0.00125 0.01 0.01 0.005 L 13 1326 1236 1269 1285 1369| 1327 0.96
3-2 |avermectin B1b FS5NAZS 0.00125 0.01 0.01 0.005 [ELi 78 1468 1452| 1382 1418 1439| 1428 0.97 SERRLTAE
3-3 |8,9-Z-avermectin Bla |[Z5hAZS 0.00125 0.01 0.01 0.005 G 7 6727 6331| 6522 6246 6450| 6348 1.03
3-4 [8,9-Z-avermectin B1b [IZ5hAZFS 0.00125 0.01 0.01 0.005 L 12 3041 3297| 3157 3397 3259| 3328 0.95
4-1 |avermectin Bla ¥ 0.00125 0.1 0.1 0.005 [EiLid 4 1308 1411| 1355 1540 1401| 1470 0.92
4-2 |avermectin B1b frtd 0.00125 0.1 0.1 0.005 [ 8 1258 1327| 1284 1313 1400| 1356 0.95 <mE
4-3 |8,9-Z-avermectin Bla |faF 0.00125 0.1 0.1 0.005 ki 10 7081 6632| 6846 6749 6711| 6730 1.02
4-4 |8,9-Z-avermectin B1b [ta¥F 0.00125 0.1 0.1 0.005 ki 2 3462 3586 3521 3176 3388| 3282 1.07
5-1 |avermectin Bla [EFhuLs 0.00125 0.01 0.01 0.005 [EiLid 6 1363 1284| 1317 1214 1372| 1293 1.02
5-2 |avermectin B1b Fhl L 0.00125 0.01 0.01 0.005 L 8 1312 1330] 1313 1322 1258| 1290 1.02 SERRLTAE
5-3 |8,9-Z-avermectin Bla [(£hl L& 0.00125 0.01 0.01 0.005 ki 20 6633 6591 6592 6569 6103| 6336 1.04
5-4 |[8,9-Z-avermectin B1b |(Ehl L& 0.00125 0.01 0.01 0.005 ki 2 3208 3430| 3317 3303 3419| 3361 0.99
6-1 [avermectin Bla FLoo 0.00125 0.01 0.01 0.005 [EiLid 22 1372 1289| 1309 1234 1242 1238 1.06
6-2 |avermectin B1b FLoo 0.00125 0.01 0.01 0.005 L 11 1272 1262| 1255 1293 1365 1329 0.94 SERRLTAE
6-3 [8,9-Z-avermectinBla (AL > 0.00125 0.01 0.01 0.005 ki 14 6969 6314| 6628 6787 6916| 6851 0.97
6-4 |(8,9-Z-avermectin B1b (AL 0.00125 0.01 0.01 0.005 ki 15 3371 3157| 3250 3343 3231| 3287 0.99
7-1 |avermectin Bla YA 0.00125 0.02 0.02 0.005 [EiLid 2 1282 1458| 1368 1279 1225| 1252 1.09
7-2 |avermectin B1b YA 0.00125 0.02 0.02 0.005 L 0 1100 1274 1187 1250 1353| 1301 0.91 D ——
7-3 |8,9-Z-avermectin Bla |YAC 0.00125 0.02 0.02 0.005 ki 11 6686 6962 6813 6625 6770| 6698 1.02
7-4 |8,9-Z-avermectin B1b |YAC 0.00125 0.02 0.02 0.005 ki 19 3308 3449| 3360 3119 3329| 3224 1.04
8-1 |avermectin Bla P 0.02 1 1 0.005 L 19 1299 1265| 1264 1366 1394| 1380 0.92
8-2 |avermectin B1b B3 0.02 1 1 0.005 L 8 1133 1412| 1264 1319 1311| 1315 0.96 T —
8-3 |8,9-Z-avermectin Bla |% 0.02 1 1 0.005 ki 11 6887 6930 6898 6748 6742| 6745 1.02
8-4 |8,9-Z-avermectin B1b |% 0.02 1 1 0.005 ki 15 3168 3346| 3242 3509 3544| 3527 0.92
9-1 |avermectin Bla HEA 0.005 0.01 0.01 0.005 [EiLid 13 1401 1200| 1287 1575 1396 1485 0.87
9-2 |avermectin B1b LS 0.005 0.01 0.01 0.005 L 9 1208 1196 1193 1397 1256| 1327 0.90 PERRLTHE
9-3 |8,9-Z-avermectin Bla |45 0.005 0.01 0.01 0.005 [ELi 13 6290 6235 6250 7161 6653| 6907 0.90
9-4 |8,9-Z-avermectin B1b |45 0.005 0.01 0.01 0.005 G 8 3123 3292| 3199 3445 3254| 3349 0.96
10-1 |avermectin B1a L] 0.005 0.1 0.1 0.005 [EiLid 5 1364 1302| 1328 1359 1308| 1334 1.00
10-2 |avermectin B1b L] 0.005 0.1 0.1 0.005 L 17 1149 1273| 1194 1326 1502| 1414 0.84 2O BRLTAE
10-3 |8,9-Z-avermectin Bla |4-fgffk 0.005 0.1 0.1 0.005 [ELi 13 6660 6652| 6643 7214 7138| 7176 0.93
10-4 |8,9-Z-avermectin B1b 0.005 0.1 0.1 0.005 ki 13 3461 3512| 3473 3671 3542| 3607 0.96
11-1 |avermectin B1a £ R 0.005 0.1 0.1 0.005 [EiLid 16 1447 1364| 1389 1605 1446| 1525 0.91
11-2 |avermectin B1b E:iidd 0.005 0.1 0.1 0.005 L 4 1632 1498| 1561 1313 1542| 1428 1.09 2O BRLTAE
11-3|8,9-Z-avermectin B1a |4 BFhi 0.005 0.1 0.1 0.005 [ 9 6556 7012| 6774 6579 6987| 6783 1.00
11-4|8,9-Z-avermectin B1b |4 B 0.005 0.1 0.1 0.005 ki 16 3460 3543| 3486 3737 3457| 3597 0.97
12-1 |avermectin B1a 43, 0.005 0.02 0.02 0.05 [EiLid 9 1602 1588| 1586 1503 1492| 1498 1.06
12-2 |avermectin B1b 43, 0.005 0.02 0.02 0.05 [EiLid 16 1514 1609| 1545 1615 1670| 1643 0.94 MERRLTEE
12-3|8,9-Z-avermectin Bla 43|, 0.005 0.02 0.02 0.05 [ELi 30 7586 7715| 7621 8015 7966| 7991 0.95
12-418,9-Z-avermectin B1b 43|, 0.005 0.02 0.02 0.05 ki 13 3861 3840| 3838 3683 4190| 3936 0.97
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No.| #FRIEA] 'RE (iR | Bl | AR e [mwwe ooy | TR Eomm| %
(markg) (mglL) | B3 n=1 n=2 | Fg | n=1 =2 | Ty | @OH®
1-1 |avermectin Bla XS 0.0025 | 0.01 0.0025 0.005 i 67| 1981 1831 | 1839 1728| 2096| 1912 0.96
1-2 |avermectin B1b Lk 0.0025 | 0.01 0.0025 0.005 g 136 1623| 1616 | 1484 1914| 1788| 1851 0.80
1-3 |8,9-Z-avermectin Bla |%% 0.0025 | 0.01 0.0025 0.005 [k 352| 5302| 5718| 5158 6368] 6400 6384 0.81
1-4 |8,9-Z-avermectin B1b | %%k 0.0025 0.01 0.0025 0.005 ki 108 4338 4223 | 4173 4653 4545| 4599 0.91
2-1 |avermectin B1a x= 0.0025 | 0.01 0.0025 0.005 i 73| 2214| 2548 | 2308 2577| 2328| 2452 0.94
2-2 |avermectin B1b KE 0.0025 | 0.01 0.0025 0.005 g 153 | 2147 | 2217| 2029 2432  2317| 2375 0.85
2-3 |8,9-Z-avermectinBla |x& 0.0025 | 0.01 0.0025 0.005 [k 473 | 6442 | 6229 | 5862 6617| 7553 7085 0.83
2-4 [8,9-Z-avermectin B1b |x= 0.0025 | 0.01 0.0025 | 0.005 i 194 | 4324| 4256 | 4095 5235| 5342| 5288 0.77
3-1 |avermectin B1a F5hAZS 0.00125 | 0.01 0.00125 | 0.005 i 67| 1625| 1697 | 1594 1638| 1679| 1658 0.96
3-2 |avermectin B1b F5hAZS 0.00125 | 0.01 0.00125 0.005 L 73 1539 1605 | 1499 1617 1708| 1662 0.90
3-3 [8,9-Z-avermectin Bla [(Z5hAZS 0.00125 | 0.01 0.00125 0.005 [t 307 5569 5437 | 5196 5320 4919| 5119 1.01
3-4 |8,9-Z-avermectin B1b |[F5hA%ZS 0.00125 | 0.01 0.00125 | 0.005 i 119| 3336 3626 | 3362 3820| 3764| 3792 0.89
4-1 |avermectin Bla HFE 0.00125 | 0.1 0.00125 0.005 EiE 108 2215 2353 | 2176 2312 2150| 2231 0.98
4-2 |avermectin B1b ¥ 0.00125 | 0.1 0.00125 | 0.005 g 113 | 2488 | 2392| 2327 2180  2360| 2270 1.03
4-3 |8,9-Z-avermectin Bla |fa& 0.00125 | 0.1 0.00125 | 0.005 [k 424 | 7017 | 7203 | 6686 7748|  7804| 7776 0.86
4-4 (8,9-Z-avermectin B1b |ta& 0.00125 | 0.1 0.00125 0.005 ki 187 5183 5154 | 4982 5752 5288| 5520 0.90
5-1 |avermectin B1a [EFhuLs 0.00125 | 0.01 0.00125 0.005 EiE 26 2164 2224 | 2168 2282 2240| 2261 0.96
5-2 |avermectin B1b [Fhils 0.00125 | 0.01 0.00125 | 0.005 i 72| 2336 | 2366 | 2279 2617 2227| 2422 0.94
5-3 |8,9-Z-avermectin Bla |[Fhi L& 0.00125 | 0.01 0.00125 | 0.005 [k 436| 7977| 7810| 7457 7587| 8289| 7938 0.94
5-4 |8,9-Z-avermectin B1b [[Eh i L& 0.00125 | 0.01 0.00125 0.005 G 201 5985 5471 | 5527 5991 5402| 5696 0.97
6-1 |avermectin B1a 0.00125 | 0.01 0.00125 0.005 EiE 54 2131 2408 | 2216 2301 2395| 2348 0.94
6-2 |avermectin B1b 0.00125 | 0.01 0.00125 | 0.005 Eif 120 2237 2278 2138 2431 2358| 2394 0.89
6-3 |8,9-Z-avermectin Bla 0.00125 | 0.01 0.00125 | 0.005 [k 411 7562 | 7899 | 7320 7981 8249| 8115 0.90
6-4 [8,9-Z-avermectin B1b 0.00125 | 0.01 0.00125 | 0.005 i 179| 5662| 5682 | 5493 5575| 5608| 5591 0.98
7-1 |avermectin B1a YAZ 0.00125 | 0.02 0.00125 0.005 EiE 71 2377 2457 | 2346 2503 2109| 2306 1.02
7-2 |avermectin B1b YAZ 0.00125 | 0.02 0.00125 | 0.005 i 105 2503 | 2389 | 2341 2272| 2465| 2368 0.99
7-3 |8,9-Z-avermectin Bla [yAC 0.00125 | 0.02 0.00125 | 0.005 [k 428 | 8217| 8753 | 8058 8178| 7845| 8011 1.01
7-4 |8,9-Z-avermectin B1b [YAC 0.00125 | 0.02 0.00125 | 0.005 [k 230| 6139| 5800| 5739 6055 5621 5838 0.98
8-1 |avermectin B1a E:3 0.01 1. 0.01 0.005 [ 60 2087 1980 | 1973 1968 2054 2011 0.98
8-2 |avermectin B1b ES 0.01 1. 0.01 0.005 ik 88 1896 1899 | 1810 1886 1970| 1928 0.94
8-3 |8,9-Z-avermectin Bla |% 0.01 1. 0.01 0.005 ki 477 6303 5778 | 5564 7019 6796 6908 0.81
8-4 |8,9-Z-avermectin B1b |% 0.01 1. 0.01 0.005 ki 157 4101 4187 | 3987 5299 5425 5362 0.74
9-1 |avermectin B1a E3-15] 0.0025 0.01 0.0025 0.005 EiE 71 2334 2256 | 2224 2508 2448| 2478 0.90
9-2 |avermectin B1b FHA 0.0025 | 0.01 0.0025 0.005 i 162 2263 | 2374| 2157 2521 2404| 2463 0.88
9-3 |8,9-Z-avermectin Bla |4 #5E 0.0025 0.01 0.0025 0.005 i 448 7499 7939 | 7271 8753 8678| 8715 0.83
9-4 |8,9-Z-avermectin B1b |45 0.0025 0.01 0.0025 0.005 i 179 5963 5423 | 5514 5868 5996 5932 0.93
10-1 |avermectin Bla 315 0.005 0.1 0.005 0.005 EiE 75 2484 2308 | 2321 2523 2432| 2478 0.94
10-2 [avermectin B1b AERA 0.005 | 0.1 0.005 0.005 Eif 109 2318 | 2455| 2277 2726 2768| 2747 0.83
10-3 |8,9-Z-avermectin Bla |4 fgHA 0.005 | 0.1 0.005 0.005 g 416| 7995| 7811 | 7487 9219  8976| 9097 0.82
10-4 |8,9-Z-avermectin B1b 0.005 | 0.1 0.005 0.005 [k 202| 5845| 5561 | 5501 6061 6100| 6081 0.90
11-1 [avermectin B1a B 0.0025 0.1 0.0025 0.005 L 33 2069 1871 | 1937 1414 1494| 1454 1.33
11-2 [avermectin B1b A 0.0025 | 0.1 0.0025 0.005 Eif 85| 1864 | 1924 | 1809 1582| 1704| 1643 1.10
11-3 [8,9-Z-avermectin Bla |4 FFii 0.0025 0.1 0.0025 0.005 [Eiti 266 5876 6112 | 5728 6023 6112| 6067 0.94
11-4 |8,9-Z-avermectin B1b |4 fFfi 0.0025 | 0.1 0.0025 0.005 [k 91| 4026 | 4088 | 3966 4213 4244| 4229 0.94
12-1 |avermectin Bla 43, 0.005 0.02 0.005 0.05 it 78 1832 1872 | 1774 2194 2067| 2131 0.83
12-2 |avermectin B1b 43, 0.005 0.02 0.005 0.05 it 73 1650 1779 | 1642 1925 2217| 2071 0.79
12-3|8,9-Z-avermectin Bla |43 0.005 | 0.02 0.005 0.05 i 290| 6826 6529| 6387 7307|  7665| 7486 0.85
12-4|8,9-Z-avermectin B1b |43 0.005 | 0.02 0.005 0.05 i 106 | 4940 | 4393 | 4560 5029 5262| 5145 0.89

1 ARMEUREGERICEH 1T 2 EURE100%E DREISEDLSI1T, TR ORBRBERTHARLL
2 MUY R IR

P

BR(IMVORFMBERR) REBETHULRER R CRIERERR) 6T 5.

*3 ISUVICE—IRRHLNIGEEICE, M VIR FMBERROEFZ ISV VEEELSIV-EERALS,
*4 IM IR BRIMBEEBRRIHRLBO IS /M OHBRBREAVTART 2.

*5 TR YIRRINRE

BROBEFEEBRITHTIE—VER (RTES) DLLERDD,
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BRCEBRIRERROIAICKEIC2E L AE LRSS, (BDEISELTRIBEAZTS.)




TRX 7 FURRE (RED)
RE, TV L 22O WT, E¥EEAEY O mRERM OB D EINROBRGE

A B L RO T, SR UL B &7 LT, B
BAtET -1,

[ PR (FS577A4 MI—RUTI)FabAI I MET ) B FNAVBEEI =T LD
BEHEOMES) OEBANE |

1. 5B
WSRO A — 2 S— |2 THEA
1) AXE, SR OONTFREZREL, 7— K7 ak v —%2 HCus—b L7,
2) L xiE, BEAKTERIEWEE L, 7— R vt v —% H Tt —1k
L7,

2. R, Rk
2-1. AFEYEN,

ALIBSE SINERY) A =T — LR SR
TV A T T Bra BEUE S MREE T35 99.4%
T YL A 7 F 2 By KEYER, AR T35 100 mg/ L

(7 & b= b ULIEIE)
8,9-Z-7 ~ )V X 7 F L B FEHEN, MR TR 98.6%
8,9-Z-T7 L A U F o By BN AR T e 96.0%
2-2.
B A — Bk
7% b=k U L(HPLC) Fisher Scientific % HPLC H
7 R 300 BT A L AT S PR BE 2K - PCB iR5R H
FEfE = F L 300 BT A L AT S FerE BEK - PCB B H
7 k=K U 300 BT AL AR PR R 23K - PCB 3B H
kL 300 BT AL ARl PR R 23K - PCB B H
A YUt BT A L AR 7 A k545
b A al DRV B A b Rk
FERR T B = A RGN (Do (DX Rtk
Supelclean ENVI-Carb/LC-NH, | SUPELCO # 500 mg/500 mg/6 mL

,58,



2-3.

e TR . IS DL
2-3-1. FEAEJRR O PR L

FAEAESL 2.5 mg AFEFEL, 7 b=FU L T25mLIZER LT, 100mg/L & L7z,
(T A7 F o Bp i HEMIZONWTIZZEDE F)

2-3-2. FRYEAIE OMRIE

FTARERIK ARG LEBIRIET & F <, EHRMIET ' =R U M THIRL

IR 2 i L7,

<USINAARERS >

2 mg/L : FAEYEF <1 mL—50 mL (FSIEHEIRHE « 2 X)
0.2 mg/L : 2 mg/Lx2 mL—20 mL (ASHIFREHEEIE - i3 L k)

<HREHR RS A >

2 mg/L : BAEHEF x2 mL—100 mL
0.05 mg/L : 2 mg/Lx2.5 mL—100 mL
0.03 mg/L : 0.05 mg/Lx6 mL—10 mL
0.025 mg/L : 0.05 mg/Lx5 mL—10 mL
0.02 mg/L : 0.05 mg/Lx4 mL—10 mL
0.015 mg/L : 0.05 mg/Lx3 mL—10 mL
0.01 mg/L : 0.05 mg/Lx2 mL—10 mL
0.005 mg/L : 0.05 mg/Lx1 mL—10 mL

2-3-3. R OFRRE

Ekgd

ATk

10 wh%IHEALT B U o BRI

AL YU 7 A 100g I2KEMATILIZER

TEhr=rI LKL (3
1) 1Rk

7 h=KrU/LT750mL KON FL 250 mL RS

5 mmol/L HFlET v T =v LAIRIK

FEfR T =7 L 0385 g ICKZMATILISER

Smmol/L 7 v =oAL « Tk
= U VR

HEBR 7 > =17 A 0.385g (2K SmL &Nz CTIEM

L. 72 r=hF I VEMATIL IZER

3. B
*E Y = tt
MS #&E Xevo TQ S-micro Waters
LC 35i& Acquity UPLC H-Class Waters
T — A JLERAEE | MassLynx Waters
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4. WE KM
LC-MS/MS
LC /%
55 InertSustain C18 (N£E 2.1 mm, £ 150 mm, K73 um: ¥—
YA = AR
BaEhtEyiE (mL/min) 0.20
HEARE (uL) 5
717 LRE (°C) 40
AWK : 5 mmol/L FEfET &= LA
BEH B : 5mmol/L FEfET v E=0U L « 7& b=k U /EK
i (59) AR Bk
(%) (%)
0.0 10 90
VARV <o Lo 19 0
8.0 5 95
10.0 5 95
10.1 10 90
12.0 10 90
MS G:fF
HEEe—K MRM
A X AbE—F ESI (+)
¥y EZVEE (V) 2000
YV — AR (°C) 150
ivA SR (°C) 400
a—H A %54, 50 L/hr
Jt I AT A 223, 1000 L/hr
alTa A T
WEA A cv CE
T YL AT F By, +890.8—567.4 16 14
EEA AL (m/k) T UL A7 F 2 B +876.8—553.4 20 14
8,9-Z-7 ~JL A 7 F > By, +890.8—567.5 24 14
8,9-Z- 7~V A 7 F > By +876.8—553.5 16 16
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WEA A cv CE
T YL AT F By, +890.8—305.3 16 26
TENEA A2 (m/z) T YL A T F 2 By +876.8—291.3 20 22
8,9-Z-7 ~JL A 7 F > By, +890.8—305.4 24 32
8,9-Z-7 ~UL A 7 F 2 By +876.8—291.4 12 26
PRFFIRFH]
TV AT F By, 3.9
PREFIEH (min) S AT T B 34
8,9-Z- 7~V A 7 F > By, 4.4
8,9-Z-7 ~UL A 7 F 2 By 3.9

5. &

T IV AT F 2 Bray 8,9-Z-T NIV AT F L Bia KINR9-Z-T )L A 7 F 2 By DENEL
25 mgx 7 b= bF U MICEMR L, FEERE 100 mg/L 2 L7c (T A7 F 2 Bl
100 mg/L Z8EN), ZO@WKETZ h=bF UV /LTHIR L, 0.005~0.03 mg/L DIEEDRAIE
YRR 2 i LTz, SAEUERIR 5 n L %2 LC-MS/MS (2 EA L, b7 v — 7 mfsfE % H
WTTHRERRZVERR LTz, RBRIANE 5 uL & LC-MS/MS (ZHEA L, BEMR) D Bk
WL TSNV ATF U Blay T ATF 2 By, 89-Z-T VAT F L By KN 8,9-Z-7
WNATF U By DEEERH L,

6. PBRWEIR O
6-1. fili i

AEF200g 2BV ERY . BIRENCIT 2 ICE I EHEARR | mL 2390 LT X <
L7z, 30 0MiE Lz, ZhicT7 2 b 50mL 22 CHRED T A X L%, 74 Y
7 +t% 1 em OESITHNTZARKEHWCTRS Al LT, AR EOREMICT &~ 25
mL ZMA CHRETFTA AL, LRERERICAB LT, AEabE, 7T 22T
IEMEIZ 100 mL & L7z, T2 5 20 mL GUEF4.00 g #12Y4) 285D | 40°CLL T Ciff
L. 7k hr&BRELE,

ORI 10 wv%li kT N U U LB S0 mL 202 T2 L, BEfETF /1 50 mL
TOT2ERE SHItH L7c, BT VIS EO KT N v A2, Rl
DIRERD S 15 pRkE Lizth, AT Z2az AL, Fifg—=F /1 20 mL & Hu»
T 77 A%, TOWRIKRTAREOREY %15 #E%E 2 BV K LTz, Wiyt
R % % ORI D, 40CLL T CHER =T VA2 RE LT, ZOREMICT &
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F=FULEO L= (3:1) RBIK2mL 2Nz TR LT,

6-2. FEi

TT7 77 A =R T I TN Y ALY B VEEE I =7 A (500 mg/500
mg) &, T h=FU LKLy 3:1) {BIR10 mL Z7EAL, FMHEKITHETE, 2
DI T NMHHBECH O NTZWIKREZIEA LR, 7 = VL LD MLvx=> 3:1) IR
2 mL T2 [EPEVIAZ, S HIT 44 mL CHEM S, HEALERS & D7 UK A
£ L7 (0~4mL OEHEE 7T 7 a1, 4~8mL ODIEHEE 7T 7 a2, 8~12
mL OEHEE 7 77 > a3, 12~16 mL OEHEE 77 7 > a > 4, 16~20 mL OIEH
a7 73 a5, 20~25mL OIRWIKE T T 27 a6, 25~30mL OEHKE 7 77
a7, 30~40mL DIRHIEAE 7T 7 a8, 40~50mL DIRHEEZ 7T 7 a9 &
L),
BRI %7 40°CLL FCIRfE L, BRIV AZRE AT QR EZRE LT, ZoREME T &
F=hU ML, ERIC20mL (FhWL xiZ2ml) & LeboziBRiEiks Lz,
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6-3. REEEO 7 0 —F ¥ — |k

| 3K 20.0 g

l

| 7 b SOmL %, RETFA X

| 5] Al

| FERWICT R b 25mL BIZ, REDFA R
| 5] Al

| 7 h R A G od, 100 mL IZER

l

| e = F LA
| % 20 mL

| BE R, TR N oBRE

| 10 wv%i k) b U 7 AV 50 mL

| FElE—F L S0 mL A, 5 0RHEE 5

| i =T VAR D

| AKBICHFiE—F /L 50mL Z Nz, 55 HiES 9

| Kifie =T LV EE AR D

| BEOKFRERT R U 7 Ak, Hif

| JERAE, B T VR

| BEMICTE h= R YLK LTy (31 1) RG22 mL &0 X AR

l
V5774 b =R T I T o AL Y MEL D A AVEE I =0 T 2
| 7EF=RFUARO LT 3:1) BIKIOML TRy F o4 a=2
| FBHA R A ST

| 7 b= FUARO R AT (3:1) JRHE 50 mL TAH

l

BRI

| B E A, BUERM, SR

| 7 h=h VL TIEMIZ20mL ((FALV L xiZ2ml) &L, BBREKE T 5
l

[ LC-MS /MS & |
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7. < b U v 7 ATRNIEEAERR R O FH R

IR ORERTAIK 500 uL 20 MR L, EBFRKE F CHREEARE Lz, FREWIC 0.02 mg/L
([EIX =R 100 %FH ) OFEAEVARK 500l Z % TP LT MU w7 AUHIIEERERIR & L,
~ MU w7 28R (v MY v 7 RRINEE IR 0O AR A (A3 B oD e B P A YV iR O T
FEMCRR L7-MH) ZfER L7,

B, K11 PBER24DO M) v 7 ZAHRIZONWTEL, 777 var kv w7
ADMEN R DT, 777 > a2 E OERMOBRBERE HWT, ~ b v 7 2R
IEMERR IR 2 LTz,

8. 7T 77 A NI—RNT 7Ny Vb U B FNAFEE S =0 T L O

757774 NI—RT 7 Tae UL Y B FNEEE X =T LD OFRHPIR
MEER 1ML 2R L, FFLNEANL FOWTHOBEICENTH 20 mL £TT
WHL, IWHEIX 2SmL THYTHD LB BN,

£ 1-1. 7YV A7 F 2 B ORI GRUEF . aX)

757vav | e 77 7 a IR %) ~rJ v R
No. L e s ; i
SAFTEMNL | 75 LF0M2 | BsInEI
1 0-4 mL 0 0 0 0.97
2 4-8 mL 17.9 4 7.6 0.93
3 8-12 mL 64.6 77.9 69.0 0.95
4 12-16 mL 3 12.7 2.1 0.97
5 16-20 mL 0 0 0 1.01
6 20-25 mL 0 0 0 0.93
7 25-30 mL 0 0 0 0.96
8 30-40 mL 0 0 0 0.99
9 40-50 mL 0 0 0 0.96
S 85.5 94.6 78.7

717 LEIEN 6. BRIAK OFHRUZ BN T 62 ORI ERERIR Z M L= b O
(REDOFIE : 04mg, (TN L X OUSHIE: 0.04 mg)

WA« 6. FBRIAR OFHFIZ T 6-1MH ORNIAEERK Z IR L7- 6 O
(REDOFIE : 2mg, TNV L X OFSHE 0.2 mg)

< NU w7 2E < MYy 7 RRIEEEEIR 0 AR A [F) 3 B 0D A g FHASE YRV IR
i AE A CRR L 72
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£ 12, ToUL AT F 2 By DIEHRIL GRUEL : 7aX)

T3 | e 777 a Y EINER%) ~h w7 R
No. e — —— - Ly
JT LRGN | BT ARG 2 | ERANEY %
1 0-4 mL 0 0 0 0.96
2 4-8 mL 27.7 5.8 16.2 0.99
3 8-12 mL 60.1 79.8 69 0.94
4 12-16 mL 0 3.6 0 1.00
5 16-20 mL 0 0 0 0.99
6 20-25 mL 0 0 0 0.93
7 25-30 mL 0 0 0 0.97
8 30-40 mL 0 0 0 0.97
9 40-50 mL 0 0 0 0.96
BF 87.8 89.2 85.2
#1-3.8.9-Z-7 ~UL X 7 F o B, O¥EHMRIL GRE : )
757vav | s 777 v a R (%) ~ kw2 R
No. i — —— - Ly
T LRGN | BT LRGN 2 | ERANEIY %
1 0-4 mL 0 0 0 0.94
2 4-8 mL 72.9 55.6 68.5 0.97
3 8-12 mL 19.2 36.3 20.3 0.94
4 12-16 mL 0 0 0 1.01
5 16-20 mL 0 0 0 1.02
6 20-25 mL 0 0 0 0.93
7 25-30 mL 0 0 0 0.99
8 30-40 mL 0 0 0 0.96
9 40-50 mL 0 0 0 0.99
aF 92.1 91.9 88.8
3 1-4.8.9-2Z-7 ~ L A 7 F > By, DI GREF - 2 )
7773 | e 75 73 g EIER (%) ~hUvZ R
No. aYaney — —— - Ly
T LRGN | BT ARG 2 | ERANEY %
1 0-4 mL 0 0 0 0.93
2 4-8 mL 74.7 56.6 70.9 0.94
3 8-12 mL 184 37.5 19.2 0.95
4 12-16 mL 0 0 0 0.99
5 16-20 mL 0 0 0 0.99
6 20-25 mL 0 0 0 0.93
7 25-30 mL 0 0 0 1.03
8 30-40 mL 0 0 0 0.94
9 40-50 mL 0 0 0 0.97
&z 93.1 94.1 90.1
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F2-1. ToUL AT F 2 B ORI GUEF - (L x)

77733V | e 757 a EIER (%) <~ U w2
No. W= ——— — - S
T LEIEINL | 7 KEiEAN 2 | EANEI
1 0-4 mL 0 0 0 0.91
2 4-8 mL 0 0 0 0.92
3 8-12 mL 19.6 17.8 13.0 0.96
4 12-16 mL 53.4 57.5 55.3 0.97
5 16-20 mL 16.4 12.6 17.9 1.06
6 20-25 mL 0 0 0 0.96
7 25-30 mL 0 0 0 0.94
8 30-40 mL 0 0 0 1.02
9 40-50 mL 0 0 0 0.96
&5 89.4 87.9 86.2
22, TV A T F 2 By OWHIRGL GUEF - 1Zhn L k)
777 ar | semm 777 a R (h) ~hUvr2
No. W= ——— — - S
T LEIEINL | 7 KEiElAN 2 | EANEIT
1 0-4 mL 0 0 0 0.93
2 4-8 mL 0 0 0 1.00
3 8-12 mL 40.8 37.7 27.5 0.93
4 12-16 mL 48.9 52.6 49.4 0.98
5 16-20 mL 10.6 7.8 10.3 1.07
6 20-25 mL 0 0 0 0.96
7 25-30 mL 0 0 0 0.95
8 30-40 mL 0 0 0 1.04
9 40-50 mL 0 0 0 0.98
&5 100.3 98.1 87.2
#2-3.8.9-2-7 ~L A 7 F 2 B OEEHRIL G i3 L x)
7773 | e 75 73 g EIER (%) ~hUvZ R
No. W= ——— — - S
T LEIEINL | 7 KRR 2 | ERANENIT
1 0-4 mL 0 0 0 0.97
2 4-8 mL 13.7 12.0 8.0 0.95
3 8-12 mL 77.6 77.4 74.6 0.98
4 12-16 mL 10.5 9.4 7.7 0.96
5 16-20 mL 0.7 0.4 0.6 1.05
6 20-25 mL 0 0 0 0.97
7 25-30 mL 0 0 0 0.94
8 30-40 mL 0 0 0 1.01
9 40-50 mL 0 0 0 0.95
&5 102.5 99.2 90.9

,66,




5% 2-4.8.9-Z-T UL A 7 F o By DIEHIRIL (

A T L )

77 7vayv N, 777 v a EIER (%) < FU w7 R
No. e — —— - Ly
H T LRI | BT L0022 | ERINEIY %

1 0-4 mL 0 0 0 0.92
2 4-8 mL 12.3 10.3 5.6 0.92
3 8-12 mL 59.8 65.5 61.3 0.95
4 12-16 mL 9.7 8.3 6.3 0.97
5 16-20 mL 2 1.9 1.9 1.06
6 20-25 mL 0 0 0 0.98
7 25-30 mL 0 0 0 0.94
8 30-40 mL 0 0 0 1.03
9 40-50 mL 0 0 0 0.97

aF 83.8 86.0 75.1
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[ AR (BHATHEBME | 58UT) OEENE |

1o aeh, 2.0 3R, Bk, 3.EE. 48R, SERE. 7. <~ MU v 7 AYSHIEEMERIR DR
B ZOWTIE, ThmakER & [RERICSEE L 7=,

6. BRI IR O i
6-1. fili

ER20.0 g2 BV EY . IIEEFCIX Z VS HSIIAAZHERRR mL2 RN L TR SR L
7o, 30 RIRE Lz, 2T ' F100mLE M CHREV A XLk, 74 Vvt
Z1 emDJE S ZHN T A A W TG A LTc, AR EOREMIZT & 250 mLz 0
ATHREDTA AL, LR L FRRIZAB LTz, Alazaby, 7% b2 iz TEMIZ200
mL& L7c, 2O H40mL (BUEHM.00 gfHY) 280 . 40°CLLFCRfa L, 7' b & FR
KL,

Z ORI 10 wv%li kT N U U LB S0 mL ANz, BE#=F /L 50 mL > T 2
FR & Ot Lz, BT Vg it EO KT N v A%, FeiRDIEE 7R
W5 15 fE Lictk, AR Z2aizAi L, Bk /L 20mL % HVWT =47
T AAZBED, FOWEIKTAR EOREY 2> BfFZ 2 Bl 0k LTz, mkiEz %o
JERMERRICA DY, 40°CLL T TR =T V2 RE LT, ZOEREMIZTE =1V
RNV (3:1) 1B 2mL 202 T LT,

6-2. &

77774 NI—RT I Tae U b U B ARERE X =7 A (500 mg/500
mg) (2, 7T h=FU LKL LTy 3:1) JRIRIOmL ZEAL, MHRITE T, 2
DA T DB ECE O NIZEREEALEE, T2 =RV VKRR MLy 3:1) iR
2 mL T2 [EIEVAAL, EHIZ19 mLTHEH S, HEA LICEKR S & D72 2 IR & itk
L7z, IR Z40CLL R CIgfE L, BR T AZRE T TR ARE LT, ZOREWET
Y b= F UM L, IEMEC20mL (A0 L xid2ml) & L7z oz Bisii s L,
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6-3. REEEO 7 0 —F ¥ — |k

| 5k 200¢g

l

| 7B R 100mL 2%, BETFA R

| 5] Al

| FERWICT B b S0mL BINZ, REDFA R
| 5] Al

| 7% R R A GdoE, 200 mL IZER

l

| e = F LA
| % 40 mL

| BE R, TR N oBRE

| 10 wv%i k) b U 7 AV 50 mL

| FElE—F L S0 mL A, 5 0RHEE 5

| Wil F VB 2R D

| KJBICHERR=F L 50 mL A%, 5 0RHIRE 5

| BEfis =TV EE S DY D

| BEOKFRERT R U 7 Ak, Hif

| JERAE, B T VR

| BB T E h= FUAKRO R LY (3: 1) 1R 2 mL & 002 75 R

l
V5774 b =R T I T o AL Y MEL D A AVEE I =0 T 2
| 7ER=RU VKONV 3:1) RBIRIOmL CarT 4 va=v
| SRR AT

| 7 h=RUAK LTy (3:1) IRiE 25 mL CTAEH

l

BRI

| B E A, BUERM, SR

| 7 h=h VL TIEMIZ20mL ((FALV L xiZ2ml) &L, BBREKE T 5
l

[ LC-MS /MS & |
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8. WA ARG R

NERFRENWL 2 23E e LT, EEERE L7056 L) ITEEWE 2 L TR
B SRIT) ZiT-o7z, ZTORMRE, £3-1~F341TRLT,
IENWL DT LA 7 F 2 By DEEICEB W CRHMliEYEL T A ENZRD iz,

£ 31 ToULA T T UBOBRMENGERRE R GEUEERE)
. . o ~ K U7
I R U (%) I=N;:3 O THEEE
it 2
(ppm) N
n=1 n=2 n=3 n=4 n=5 (%) (RSD%) 2ha
nxE 0.1 86.6 86.0 872 886 923 88.1 2.6 0.97
oLk 0.01 974 1039 879 899 939 94.6 6.0 1.01
# 32 ToUL AT F B HNEIGGRER SR GEUEER )
. . . ~ U7
IR FIEE (%) =N} "3 DTS
4 2
(ppm) »
n=1 n=2 n=3 n=4 n=5 (%) (RSD%) G
nxE 0.1 98.3 1023 87.6 87.8 859 924 7.2 091
oLk 0.01 65.2 39.2 51.7 585 58.6 54.6 16.1 0.66
7 33 8.9-Z-T UL A7 F VB DWIMNEINGRERFE R GEYEERE)
. N - ~h w7
I R U (%) I=N;:3 OHTHE
it 2
(ppm) N
n=1 n=2 n=3 n=4 n=5 (%) (RSD%) 2ha
h&E 0.1 88.5 83.3 84.8 832 843 84.8 2.3 0.91
WL x 0.01 86.3 96.9 80.7 74.7 819 84.1 8.8 0.98
# 34 8.9-Z-T UL A 7 F U BroDUHNENLGAERAE F (FLUEMF R )
. N - ~hr)w7
I R U (%) I=N;:3 OHTHE
it 2
(ppm) N
n=1 n=2 n=3 n=4 n=5 (%) (RSD%) 2ha
nxE 0.1 97.2 99.1 88.6 856 823 90.6 7.2 1.01
oLk 0.01 91.8 94.2 838 795 927 88.4 6.5 1.03
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9. BANGER

FRWL X DT LA T F 2 By OEFEIZEBWTRHMIEEL TEISENFRO b2,
~ N v 7 AROEEBORKEAE BRE LT, RS E 2 FICA R L 72 BRI CllE
L7l A, RUBERDR/ONT, TOMPER4-1~FK 44 |1TR LT,

F 41 ToUL AT FUBLOERIMNENGRERGE R GEYEEREE)

S
e, RN EIER (%) I=N;:3 BH TR E B
. (ppm) N
n=1 n=2 n=3 n=4 n=5 (%) (RSD%) R
I L 0.01 959 1027 97.4 102.7 106.7 101.1 3.9 1.06
F 42 T YL AT F B DOEINEILERERRE R (Rl )
e, RN EIER (%) HE PHMTHE
" (ppm) n=1 n=2 n=3 n=4 n=5 (%) (RSD%) BIES
I L 0.01 93.0 924 895 921 99.0 932 6.0 0.96
# 43 8.9-Z-T UL A 7 F LB, DENNANGGRERFE R (FEUEfE )
S
e, RN EIER (%) HE PHMTHE B
a] (ppm) i
n=1 n=2 n=3 n=4 n=5 (%) (RSD%) N
L x 0.01 853 884 86.1 876 951 88.5 3.9 0.90
£ 4-4 8.9-Z-T UL A 7 F LB USHNENGRERAE T (GEUE[E )
S
e, RN EIER (%) =g HTRE B
a] (ppm) .
n=1 n=2 n=3 n=4 n=5 (%) (RSD%) R
I L 0.01 935 101.9 905 969 1055 97.7 5.6 1.03

10, EES
HIEICE L TERM~ N v 7 ZADOZEND D561, BRERIETE O/ fRSOH E &4 D f
FEITHIZEDNEE LV,
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FMENRRICBIT H5RER R n< b 7T A

1004
LIS
l 7T v Rk
T T T T T T T T T T T T T T T T T T T J
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
1007
* TSR
-0.00 ' 1.b0 Z.bO 3.b0 4.00 S.bO ' S.bO ' 7.b0 ' S.bO ' Q.bO ' 10‘.00
1007 l
N |
T T T T T T T T T T T T T T T T T T 1 Time
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

I-1. BAEDOMRM Zu~ 7 J 5 (T~YLAZ T Bla)
(m/z 890.8—567.4)
N : 0.1 ppm

1004
l 750 Rk
-0.00 ) 1 bU " 2b0 " 3hﬂ " AbU ) S‘DD " EbU ) 7b0 ) Bhﬂ ) Sbﬂ ) WD‘DD
1004
" | A IR
-0.00 ) 1 bO ) ZbO ) S‘UU 4&)0 ) S‘UU ) SbO ) 7&)0 ) E‘UU ) QbO ) 1U‘UU
1007 l
I BRI
T T T T T T T T T T T T T T T T T T 1 Time

-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

1-22. BEDOMRM 7 u~ r7J L (T~ULAZ T Blb)
(m/z 876.8—553.4)
IR © 0.1 ppm
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1004

LIS
l A
T T T T T T T T T T T T T T T T T T T J
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
1007 l
# /\ | TR
T T T T 7 y T T T T T J
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
1004 l
B
& /\L
T T T T T T T T T T T T T T T T T T 1 Time
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

% 1-3. REOMRMZ u~ 775 (89-Z-7 YL A7 F > Bla)
(m/z 890.8—567.5)
WONJREE 0.1 ppm

100
LIS
| 7520 ik
T T T T T T T T T T T T T T T T T T T J
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
1004

%
4>
.g» -«
=

T T d
5.00 6.00 7.00 8.00 9.00 10.00

0.00 1.00 2.00
1007
| B e
< ’
T T T T T T T T T T T T T T T T T T 1 Time
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

X 1-4. REOMRM 7 v~ h7 7 A (89-Z-7 )L A7 F . Blb)
(m/z 876.8—553.5)
IR EE ¢ 0.1 ppm
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FMENRRICBIT H5RER R n< b 7T A

1004
=
l 77 vy RE
; . . . . . . . . \
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
1007
= TRIERA
; . . . . . . . \
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
1004 l
-
. . . , . . ! ‘* i | ! | | | | ) Time
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

(m/z 890.8—567.4)
IR : 0.01 ppm

IENWLEDOMRM 7 a~ 7 Z A (F~L A2 T Bla)

1004
m
l 750 Rk
-0.00 1 bU 22]0 3hﬂ ) 42]0 5‘00 EbU 72]0 Bhﬂ 52]0 WD‘DD
1004
= l /\ IR
-0.00 ) 1 bO ) 2b0 ) S‘UU 4b0 S‘UU SbO 7b0 E‘UU QbO 1U‘DD
1007 l
A e
T T T T T T ‘ T T T T T T 1 Time
-0.00 1.00 200 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

2-2.
(m/z 876.8—553.4)
NI : 0.01 ppm

WL XD MRM 7 o~ k7T A

(7~ A 27 F > Blb)
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1004

LIS N -
l 75 u Wk
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
100

-0.00 100 2.00 3.00 400 500 6.00 7.00 8.00 9,00 10.00

T8 UV

T T T T T T T T y T T T T T T T T T T 1 Time
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

2-3. NV LEXOMRM 7 v~ R T A (89-Z-7~JL A7 F Bla)
(m/z 890.8—567.5)
NI : 0.01 ppm

100
LIS
75 @k
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
100

-0.00 1.00 2.00 3.00 4.00 500 6.00 7.00 8.00 .00 10.00

1004
l T8 UV
= |
T T T T T T /\ . : . : . : . : . : . ) Time
-0.00 1.00 2,00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

2-4. IV LEXDOMRM 7 0~ R 7T A (89-Z-7 L A7 F . Blb)
(m/z 876.8—553.5)
NI : 0.01 ppm
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FMENRRICBIT H5RER R n< b 7T A

1001
" ]
l 7T v ik
000 100 | 200 | 800 | 400 | 800 | 600 700 | 800 | 900 | 1000
1007
R TR
000 100 200 | 800 | 400 | 500 | 600 700 | 800 | 900 | 1000
1004 l
O e Time
-0.00 100 200 300 4.00 500 6.00 7.00 500 9.00 10.00
3-1. ENVWL XQERBFYO MRM 7 u~ k7T L (7~YL A 7 F 2 Bla)
(m/z 890.8—567.4)
3 e
IANREE : 0.01 ppm
1004
.
l 7T vy
-0.00 ) 1 bU ) 2 bU ) 3. ‘UU ) 4. bU ) 5. ‘UU ) 6. bU ) 7. bU ) 8. ‘UU ) 9. bU ) WU‘UU
1004
B L J\ TR
-0.00 ) 1 bO ) 2 bO ) 3. bU 4. bO ) 5. bU ) 6. bO ) 7 bO ) 8. bU ) 9. bO ) WU‘UU
1007 l
/\ A
T T T T T l T T T T T T T T T T T T 1 Time
-0.00 1.00 200 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

32, IENW L QEFHF)O MRM 7 v~ ~ 75 L (T-YL X 7 5 Blb)
(m/z 876.8—553.4)
NI : 0.01 ppm
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1004

L IS R ~
l P TA v
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
100

= A | TRIERER

-0.00 100 2.00 3.00 400 500 6.00 700 800 | 900 | 1000

1004 l
T8 UV

]

-0.00 1.00 2,00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

33, IENWL xQEFHR)O MRM 7 v~ ~ 75 A (8,9-Z-7 ~)L A7 F > Bla)
(m/z 890.8—567.5)
IR : 0.01 ppm

100
LS
l 75 @k
-0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
100

=| | TRIERER

-0.00 1.00 2.00 3.00 4.00 500 600 | 700 | 800 | 00 | 1000

IR

$ ﬁL‘L
T T T T T T T T T 1 Time

-0.00 1.00 2,00 3.00 4,00 500 6.00 7.00 600 900 | 10,00

3-4. IENWL X QEFHF)O MRM 7 v~ ~ 7T A (8,9-Z-7 ~L A 7 F > Blb)
(m/z 876.8—553.5)
IR : 0.01 ppm
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