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o 3% F£: IonPac AS18, 4 x 250 mm
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o 3% F£: IonPac AS20, 4 x 250 mm

f#% ¥ H: IonPac AG20, 4 x 50 mm

W #: 1.0 mL/min

Bt R & 25Ul

WP W A EAHIE

) A% EOEI A, 0 F IR 100 mA
il s VO 411 1 A RE SR el B

LT

SCN-

| FRER R D B EE
BmitS s R
B 2 D9 Lt R ot R S IR L v B, b ZRRAR AR PR BN 51N
MR DA HY = Rh L b R AN ST T SeN

"Ilﬂi!li
LSS



LERMY (IER) REXBRAQE

CH3COO Cr
RENILR 1

70_005 ﬂi%ni%fﬁ 2 . SCN-
mmé W fk, s B 4R nds

M N Al A A

uS/cm
3
=]
o
N

40004 ‘\ ‘f\ ) ok b
mm;ggggggJLd\ N A B A1)
mm1444444J YN B ]
10.00] J B Rk
0.007

T T T e T N A e e U e
0.00 1.00 200 300 4.00 500 6.00 700 800 9.00 10.00 11.00 12.00 13.00 14.00 15.00
o

B2 ZAPILEI I R R AT L
&g

SR FH B A N 2 € 2 T o L) ot B B B AT . K SRR
e I = 2L i A A RS R SRR AR 8

‘ /B “‘




oo

-'z:':::-:':":'-'&\ AS1 N PAV o
o i WM (65 BEARAT

-

1.1.5 BSIEFIRIEHBRA : & 5B AR AR (16)

________________________________________________________________________________

IR IR AR RIREN. IRE SRR

________________________________________________________________________________

A

p—_—————
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o 3% #: IonPac AS18, 4 x 250 mm
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WA A A HEE; B: 20 mM LR%ER
# #: 1.0 mL/min
Bt P & 10puL
o iR: 40°C
R4 230 nm
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&1 5 MANFES SN RB B RIEER DR

P - 1 2 3 4 5 6 RSD (%)
R fREEEE] 4.86 4.84 4.85 4.86 4.86 4.86 0.1
IEMEA 162622 162804 163039 163078 162670 162637 0.1
e PRERTE 627 6.26 6.26 6.27 6.27 6.27 0.1
AR IEMEA 176222 176910 177051 177183 176444 176447 0.2
AL TREEEE 9.04 9.02 9.03 9.03 9.04 9.04 0.1
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Gl WETIAN 118327 118535 118474 118580 118362 118415 0.1
X L PREEE 1137 11.37 11.37 11.37 11.37 11.36 0.1
A LR

TR 277894 279109 279357 279380 277687 278457 0.1
Ztt. R, EEMER

EBORE AT 2. 5. 10 50 pg/mLIFSF R bRAE S, X FLIEAT ZRPERE I,
ERRVERAF, MOCRER20.999, HAGHIR. PR 2 E bR 2R .

BmiSgs R
53 I C AN [RIA: v VORS FCEAT AR I o AT 3 RT A B 8 00 % 38— R

S PP R RN L R a1 0 L L vy ol A ot T B P o BRI i S 2R 1) i
FLPA R s 22 A = e 5 Al s dss I o

0.050

LRI
0.040-]
0.030
RHRE ET
2 d > 2y
< 0.020 SR ‘Eﬂ%%gﬁ% Z
0.010
0.000 \f
0.050
w

0.040

0.030

AU
H
-H
B

0.020

0.0107 1] Jigs

134
0.000]

000 200 400 600 800 1000 1200  14.00
paxa

S\ O R Lo D6

B

. Ol N
OSSR




25
S gegmpqy b =) % =
e RS EREUY (L) REERAT)

0.0048

THIL
0.0036-
2 0.0024] AR
0.0012
A 2.8
0.0000
000 200 400 600 800 1000 12000 1400 |
ax:d

B3 ingRSHRAEEE
&g

AST7 G RSB — PR it B T A it 5 RRESINGR AR, B PR E B IR
i 2 EAREOR, i ai Rl g

S\ O AR Lo D6

AL\ <
OSSR



Bt - Lied EERUY (J02D) RUREIRAT

________________________________________________________________________________

AR R B WORA. MIRLL. DV, R, MRS SOH.
| REEAL i
Bl

10 2R S6000 = REBUAR (gAY

o, 3% #: Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
B M A ZfF: B: 20 mM LR

W JE: 1.0 mL/min

#tFE &E: 10puL

o \: 35°C

P : 254 nm
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&1 IMERESMNRNERENERIERRD TR

B0 - 1 2 3 4 5 6 RSD (%)
— LR B B ] 3.64 3.63 3.67 3.64 3.64 3.63 0.4
7 B
U T AR 119090 119069 119465 119201 119271 119455 0.1
st LR B B ] 5.29 523 5.3223 5.2913 5.29 527 0.3
o U T AR 84234 84556 83853 84329 84357 83705 0.4
— PR B 8] 7.35 7.34 7.36 7.35 7.34 7.33 0.1
ik
- U T AR 108243 108112 108672 108489 108364 108461 0.2
P TR B I ] 9.86 9.87 9.86 9.86 9.87 9.86 0.01
HZ
VT AR 114109 114081 114336 114343 114453 114235 0.1
- 1B I i) 10.59 10.60 10.59 10.59 10.60 10.59 0.01
K
U T AR 98981 98804 98794 98575 98838 98937 0.1
1B I i) 11.66 11.67 11.67 11.67 11.67 11.66 0.01
PR
U T AR 41182 41135 41225 41140 41255 41209 0.1
BT 1B I i) 13.89 13.90 13.90 13.90 13.90 13.89 0.01
) U T AR 25424 25416 25263 25261 25186 25443 0.5
e L BRI i) 14.88 14.89 14.88 14.88 14.89 14.88 0.01
e
- U T AR 45801 45885 45769 45776 45918 45901 0.1
e L BH I i) 16.32 16.32 16.31 16.32 16.32 16.31 0.01
2 U T AR 78514 78437 78509 78514 78527 78829 0.2

&%, LR, TEMRER

EHUREE A 5. 104 204 50 £546 HHBRIREE Y O P v br, o kAT 28 M AG:
M, K2 WERR M B, e 2% R2>0.999, HAGHIFR. & &R 2 Eix

SN
o
o.osvf
0.0455
o.o4trf
o.oas—f
o.oarrf
2 0.0255
o.oztrf
0.015—2 ‘n‘
o.o1trf /\
o.oos—i ‘\\
o.ooof A
000 200 400 600 800 1000 1200 1400 1600 1800 2000

o

B2 AEIRET I MERETBIEE

\We 7,408 - W9 §

g -

TN X

o SR
Ye¥




o
AR
Joges

S maHnA RN (JL50) RHEARAT
Bt il R

X 2R it R TR PR R AT K B P AT AL PR IFAGIN o AT BT RT AR S WL 21 B 2
PORL R S AR IR H I3, KR &AL, HL R RE dh Jo it it
T

0.56 P
BRIk}
0.42
2 0.28
<

0.14] IS §- il H 7% i
L
0.00+

0.00 2.00 4.00 6.00 8.00 10.00 1200 14.00 16.00 18.00 20.00
S

0.050]
0.040-

0.030-

AU

0.020

0010

0.000+——

0.00 5.00 10.00 15.00 20.00
o

B3 S aRaRnleEgs
&g

ATTEA AR 9 MR AT, BaL. DA, ARL. Hks.
WAL, BRVEAL, Sl ARERLLIIRIIN, 12050 — RO i IR R R TS
IGRBCAAE s B VR [ AR i 9 Bl s B REFII 0 BRCR «

R

S\ O R Lo D6 BT




oo

-'z:':::-:':":'-'&\ AS1 N PAV o
o i WM (65 BEARAT

-

1./3 HipARmAme
1.3.1 fR7K5F: K= R 2 B EERELAVHM (10)

________________________________________________________________________________

AR ARSI BRI, ARRRIREY . = SRR AN = (R Y

________________________________________________________________________________

/______
_——————

5 #8: S6000 £ IhAEaiAL
o 3% F£: IonPac AS20, 4 x 250 mm
f#% ¥ H: IonPac AG20, 4 x 50 mm
# #: 1.0 mL/min
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2 2% S6000 % IREEIEAL
o 3% #: IonPac AS19, 4 x 250 mm
& P #: IonPac AGI19, 4 x 50 mm
W #: 0.8 mL/min
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1.3.3 MER: BY)LAST 4 HEEFRA (HPLCV)
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EE AR FEER, PREEER, CEFERNELR
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A

0 2 S6000 T R g A
i #4: Alphasil VC-C18AQ, 4.6 x 250 mm, 5 pm, 100 A
W A A 0.5%HERIATG B: LB
o s 20°C
M JE: 1.0 mL/min
#tFE & 10puL
Kl A: 279 nm
EEHER

AWKy A2, 18] 1.0 g Wkt s NN 20 mg/L AR 0.5 mL, £3d Al
AEFE, PFCHI R 5.0 mg/L IAREE SIE R, ME 6 £HE M, IR BN [a] A& AR RSD
SERNE 1, SRFEIRHEER,

xR 1 IR 5.0 mg/L AREEMER

A z 1 2 3 4 5 6 RSD (%)
“ fREARTIE] 4275 4271 4276 4271 4270 4271 0.06
A WETRIAR 147772 150229 154752 154079 154762 154526 1.94
z REFWIE  5.361 5.355 5.361 5.358 5.359 5.358 0.04

LHEFZR

WG 165024 164946 165973 165172 165329 163067 0.59
e PREEEH 5757 5.751 5.757 5.755 5.755 5.754 0.04
= Mg 172508 173646 173881 173831 174014 172905 0.35
E5E RERE 6.562 6.557 6.561 6.560 6.561 6.557 0.03
X MEmA 192030 193651 193778 193701 193580 193924 0.36

= A SR
"; o~ }QA"
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'..::.” Acchrem Tech EEFUY (ER) BEEBRAT
0.0325 1 23 |4
0.0260"
0.0195
0.0130" j
1 | Y 1 N

ik w@j&p
0.0065 Ub b \ ‘\I\/DJ L/_/«J\\,v
0.0000! u N L//\JLv

000 140 280 420 560 7.00 840 980 1120 12.60 14.00

Minutes

1 P3I0AT 5.0 mg/L AREE M EIEE
(1: FEZR, 2: ZEEZR, 3. RESZR 4. 2H)

S, WNR, EEMER

il 0.2 mg/L. 1.0 mg/L. 5.0 mg/L. 20.0 mg/L. 50.0 mg/L #1 100.0 mg/L ¥
HEIRA RV TAEM, bl pbriE b2k, 45 R ERWLE 0.2~100.0 mg/L IR IEEEA
R2>0.999. J5E A )58 BR S R H PR,  45 R Z 7 A RS B T EAr 7 ik
R AR
HamiSilaER

AR AR 5 7 AR UE I (1.0 mg/L) (il B an & 2 R, bedfE i =
. OEFER, FEEER. FERNRER ARS8 4.219 min. 5.320 min.
5.720 min. 6.533 min, WEJERAF, BT, FA P HRLEWBIARLGH,
AT IR SR IR SR

Z H
0.0105
% % =
&5 &
0.0070- 2 ox X
2 % %
0.0035-
\//WJ PRI
0.0000+ FRAEVAVE 1.0 mg/mL

000 180 360 540 720 900 1080 1260

Minutes

B2 HERNTEER (1.0mgL) MiXEREEE

S\ O R Lo D6 TR
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e naiti ERPHL (ER) FHEEIRAT)
&

L

&

KA S6000 JRAH (L itk 1% AT Alphasil VC-C18AQ (4.6 x250 mm, 5 um)
AR EBRY LR M PRE 2R, FEEER, CEFEZRZNEER, 2
LR REUE. &k, EEMSWH L ER, REERT BT,

TN
XSSO

S\ O AR Lo D6




e TERRIY HRUY (L5 FHEERAT

= B

2.1 [EBSH

_______________________________________________________________________________

0 2 S6000 T R g A
tt 3% . Alphasil S-FAAA, 4.6 x 250 mm, 5 um, 100 A
w3 M R EVE - LN
Mo iE: 45°C
Sl K 360 nm;
W #: 1.0 mL/min;
#tFE &: 10puL
HEEE
Kl 1 J97E S6000 YRAH (% R G0 T AR 19 Fha MR 7y st Rk K, MK
AT LA, 19 PR IR Z A5 4 Es H 3 BRI ooy 28

0.607

T T T T T T T T T T T T T T T T
0.00 12.00 24.00 36.00
o

B 1 SEBRTGRINEREIEE
(ILREZRE; 2888, 3488, 4828, sHERK; o a2k, 7HaiK,; 8 AERK; 9
SR, 10.FMaR; 1L, 2RSaR,; B.2aK; 4858, ISHREL; 16
XREER; 17F¥MRER; 18R, 19.8ER)




2
&
i

B et RN (1650 RHEBIRAT
ESEER

CLBR fONAEE S5 82 1A I E B, AR 6 £, il g R 2
FiR. &8 Fla {4 B N 8] S 0TI AR RSD &5 St 1 fion, 45 SRR %7 RAE %
SR RE IO B B TR) A 5 21 AT M AT

2 0.507

°-°“MUM ————— m MMA—“L

0.00 12.00 24.00 36.00
4
2 [EBITRESEMEREIEE (n=6)
*1 FRENE&IERROERE

B4 S {REH I E] RSD (%) U TEI AL RSD (%)
REHR 0.417 0.148
BHR 0.356 0.097
225 IR 0.526 0.077
KRR 0.111 0.123
HaEmR 0.223 0.039
IR 0.223 0.104
it 22 0.218 0.104
W 0.228 0.087
WAL 0.147 0.092
SR 0.130 0.095
kAN 0.152 0.150
LR 0.115 0.159
SR 0.087 0.091
AR 0.095 0.140
HAMR 0.092 0.274
BRER 0.091 0.093
PR 0.078 0.157
W R 0.078 0.290
LNz 0.084 0.204

S\ O AR Lo D6

N —=

SN
OSSR
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Fro i PN (L) BEERAT

e/ Acchrem Tech

19 PR EREATAEMLE 0.02 mmol/L~0.1 mmol/L U YU Bl N &tk B i, K

e

& R R2>0.999.

Hmie g R
KL RERHEE &

0.12
2 ]
<
0.06
O_OO,JLl\fL__N L._IJL )\ /\
T T T T T T T T T T T T T T T T
0.00 12.00 24.00 36.00

bai i

B3 AAEERFRERERITEREEE

TARLAK A i

0.50
= J
< 0.25

0.00

T T T T 7 T T T T T T
0.00 12.00 24.00 36.00
bar

B4 SmirmaifRomEReiEE

0.501
2 025

0.00

000 1200 2400 " 36,00
ot

Bl5s Xtatrmai2RomEReiEE
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TR g NI IR —
Fro i EWPIY (L5 BRERAT
0.501
2 025
0.00- [\ L_, WLAJ\ /J ’l
000 1200 " 2400 " 300

o

6 BFFmRERONEREEE

O_O&Jl_/\_N M N i

000 1200 2400 ' 3600
bax:d

7 BAMERIEBERINTEREBIEE
i H R A

0.061

=)

=

0.03

== JM\JL\JM\JL = L N, /\/‘\ Y SENEREN W0
0.00 12,00 24.00 36.00

gz
B8 Eh¥REERINEREEE
gie
AT G o OB s S BRI & B SE I T . ST X B

TR R B B RIFI B ROR, SRR A e R 5E, HEM
[ADRG 3 R

S\ O AR Lo D6

TN X
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| E SRR AR |
BiEsy

1 28 S6000 OB A
tt 3% £ Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
W A S0 mM 2R (pH=6.5) -ZJi
o & 30°C
R 360 nm;
A J#: 1.0 mL/min;
Bt R & 10 L
HmitMER
B 1 A R o B A T s et E 0 P E PR T R, AR R S6000 1 3L
WA A, $5HC Alphasil VC-C18 (4.6 x 150 mm, 5 um) o ifA:, FE5 g
DLREF, ToARUETHE, AT LASCEAL A Hh A= AR (1 R f A

0.50

0.457

0.407

-

0.307

=

—

= i
T e
0.00+—"-

200 pg/mL -TEFRFR i

-0.057

0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00
Minutes
1 MmN R RS R BIEE

%t
M bR g BT g, A AR R S6000 T ROBM itk 1L, $5 T Alphasil
VC-C18 (4.6 x 150 mm, 5 pm) ELiliAE, 7] DASZELAE 8 A= R 1 20 A il

S\ O R LoD 6N KSR
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S i SR (65 RHEARAT)
22*&&?%%%
2.2.1 HEHE R ADE: “HEIRGIEIAMELESE K ADE (2D)

________________________________________________________________________________

EAMEAEZKN: VA, VDo VDs. a-VE. B-VE. y-VE. §-VE

aisy
¢ 2%: S6000 — 4k AH it
o WY
Acchrom S6000 4H#1 2%
S6110 PUITIE Acchrom S6000 ZH 2 %%
NE T S6210 BEFfas S6110 PYICHE
S6310 A (WHE 2 -6 d@IK) S6420 £ AMA] TSI 4%
S6430 MR PRI Z5
(AL Alphasil S-PFP, Alphasil VC-C18,
4.6 x 150 mm, 3.5 pm 4.6 x 150 mm, 3.5 pm
G 7 xS EC-C18, 4.6 x 5mm, 3.5 um
i s A: HEE; BK A: ZJi5; B FlE
e A —IuBh T ICEERETE
T 1.0 mL/min 1.0 mL/min
pi s s 10 uL
R 30 °C
294
iRl IMEsS = 265 nm
325 nm
REIE;L

MBI T5M5E VAL #Fh VD MPUR VE brifEdh, S8R WA 1 Fror. 4848
= A MR YEA R E /258 — 4 BESEILIE L0 B9, VDo VDs £ 55 4L L
AN 13
2 o

ti

.__1'3‘ J"Ali‘ Q“ ’



SEERY EERUY (J02D) RUREIRAT

9001 160] B
V.
6.001
% v % 0.80- Vb
8§-VE VD;
0] o VE 0.001 v}
0.001 BVE
T T T T T T T T T T T T T -0.807 T T T T T T T T T T T T T
000 500 1000 1500 2000 2500 3000 3500 000 500 1000 1500 2000 2500 3000 3500
baxad i

B 1 VA. &# vD MU VE tnERNELERBIEE

ESHER
CASEBRbE RO SEEE 5 4T 580k m AN, BARILIE 2, 25 iEAEE sk RS
BRI

180.00
Y-VE
120.00
_ | 8§ -VE a-VE
=
£ 1 A
60.00 =
1 A
A [ f—————— 5
== l(\\./\_‘,— ———————
0.00—— A ad SN
. ; . : : : . ; . . : T ;
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00
S3Eh
75.00- VA
50.00+ “\
> L \
=
g
A
25.00- g == N J\ N
0.00 - 5.00 - 10!00 . 15!00 : 2000 ) 2500 \ 30.00 \ 35.00
5%
2.94-
VD3
1.96
2
£ o0.98 i A
SRRV S, -5 S R e
|
0.0
: ; : T : T . ; . : : - ¥
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00

B2 BERmP%EER ADE EEHEIEE

S P oDt TN R SR

1 N
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e naiti ERPHL (ER) FHEEIRAT)

ZiE. RN, EEMRER

SEIGEEX VAL Pl VD R VYR VE BEAT T 4P Rl PR e IR B R
MY 7 For 2 A 2R o TR £ BSOS [ B2 (VR A5 A R VA, AR DN e TR R Sy A A4
by FRINPDIR RS AL AR AR A 2R, VA 7E 0.2~10 pg/mL PIZRHEARSE R BN
0.9994, VE f£ 2~100 pg/mL N AR RECH 0.9997, VD ££ 0.05~2.5 pg/mL N
ZRIEA S RECN 0.9996. WITE 7 Pk A= 28 BRI BRI 8 = B, 39T [ Sbm itk b
ORI 3 B R 4k A= 25 ADE [ I PRORI 52 PR

B iR
SR FH SR it AT AR B 59207 R S B RE R 4R 2R AT I E , B R B

dh B4 LERTT Wik . BRI YRy, ME SR AT BIFTR . SEBRRE R P A 4E
RS T RE T, JF HINE 4 KRR SZ B T

=
R £l :
75.00{8—4 LR
0.451
50.00- s
u VA
2 Y-VE 2 0.00
€ £
25,001 b VEg e e
-0.451
0.001
“““““““

-0.901— ‘ : ‘ : ‘ ‘
000 500 1000 1500 2000 2500 30.00 3500 000 500 1000 1500 2000 2500 30,00 35.00
barid Pagi

3 BERRT VA. Ffh vD Mm# VE NIELEREILEE

S\ O R Lo D6

o Tl e
OSSR




iEERY EERUY () RHRERAT

LT 9k

75.001 s 045 m—m
2 50.00 “ 2 000 VDs
£ £

N L I W

wool N 0/ A

‘ ‘ ‘ ‘ ‘ ‘ ‘ 0901 : : : : : :
000 500 1000 1500 2000 2500 3000 3500 000 500 1000 1500 2000 2500 3000 3500
barid parid

4 B LERHIHHFT VAL FTh vD MU VE MELERBIEE

CEER T Yok

0.90
75.001 % a3 }\|
0.451
VA
- 50.00] > VDs
2 L < 000
25,001
| A 045
0.001 == o
000 | 500 1000 1500 2000 2500 3000 3500 000 500 1000 1500 2000 2500 3000 3500
baxil baxid
B 5 EZFEATMTE VA. &t vD I+ VE NELEREBEE
~
it

A SCAEBAT E bp AL BTV R B Ait B 44 3R ADE 3t J7ik, — R
BB T VAL WFh VD K DUFE VE 08Tl €, J5iRIeuER iz E R UL &
LIEEss, BR2 7 AEM 2RO 4EAE 2 ADE 0 90, el 7 AL dh R iR
VD B Al [F A SERLEL A DU AR VE SRR R RAF 70 B . 120752 7 M AL
ity AR PR 2R R B DR T B

S\ O R Lo D6 ESTR
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Acchrcm Tech

£

B (ER) BHERA

z 2 2 HEH 3 ADE: 7FZ% SPE $H*_zﬁiﬁ$ﬁﬂi%*£wizﬁ'£

3 ADE (Online SPE-2D)

________________________________________________________________________________

EAUEE R VA, VD2 VDsy o-VE. B-VE. y-VE. 3-VE
aisy
X 2%: fEZE SPE £ Bk 4R AH (1
1E2% SPE Y Y
Acchrom S6000 ZH 2R 2%
S6110 Acchrom S6000 2H 2H %% .
e ‘mj‘n’“ e A S6110 PUTE%E
S6210 BFEFE2S S6110 VUt .
fic & o = = S6420 254N n] WAL &5
S6310 HRAE (NE 207 | S6420 LE4NAT WA 4
6 IH &)
ZORBAX Eclipse Pl
w 1E4; SPE, Alphasil S-PFP, SESES
oA PAH, 2.1 x 100 mm, 3.5
4.6 x 12.5 mm, 15~20 um 4.6 x 150 mm, 3.5 pm
pm
IR C-C18, 4.6 x 5mm, 4 um
= A: M B: K
FiEhH == A: K; B: HE A: ZF&: B HE
C: HE
e As 7z — = S N
o = JCHB BT —ICEREE S LR
I
&4 = 0-6.5 min:0.5 mL/min .
ThEd 1.0 mL/min ; X 0.4 mL/min
6.6-32 min:1.0 mL/min
iR 100 pL
R 30 °C
. 294 nm
ol
W 325 nm 265 nm
XU K
BEEMER

B 6 B YEL IR HERE S R AR R RRE

& B8 I 18] RSD i [# A

0.13%~0.32%- WM RSD Ju A 0.42%~1.23%, JFiEBEE R

S\ O Lo

Lo 06N S

“‘
Q“

el




SEERY EERUY (J02D) RUREIRAT

1.60- VA ﬁ_VE
140 8-VE\ "y —VE
1.20- 0507 -VE
5 mv;——/@\—J;‘m o %ARAU\; L.Ju L/ﬁ—,
osn] S N SR U G 1| {
0.604 0.25- h { "‘
o -
um‘—qu DR U W . jb
e I
VD, VD;
I
2 Jm o «L
=
| o
| EE 6 HEERRITARE
xR1 BEEHHELEREGERR
RSD
Moy = 1 2 3 4 5 6
(%)

5 B 1t ) 11.948 11.889 12.006 11.967 11.953 11.934  0.32

VA
IEA 6558293 6644497 6512647 6568046 6601704 6597250  0.68
5.3 REFRSE] 15.891 15.831 15.857 15.813 15.842 15.86 0.17
UEETHI AR 1650339 1596663 1631041 1623842 1639696 1649118  1.23
BVE REFIS Al 16.639 16.656 16.691 16.676 16.723 16.671  0.17
WG 2179693 2164192 2190787 2212543 2202609 2197990  0.79
JVE REFIE] 17.094 17.116 17.06 17.075 17.148 17.097  0.18
IEHEAL 2059465 2023666 2018043 2042326 2040518 2032665  0.73
WVE LR B 1] 17.821 17.838 17.778 17.79 17.877 17.809  0.20
U THT AR 1500316 1494279 1480948 1516902 1509811 1531044 1.17
VD, LR B[] 22.92 22.889 22.852 22.862 22.834 22.85 0.14
U THI AR 194412 193111 194482 195513 195147 194445  0.42
VDs TREARTE] 24.503 24.478 24.585 24.492 24.504 24533  0.16

WAL 200741 201109 202345 202666 202626 202900  0.45
S, R, EEMEGR

SEIGERXT VAL PR VD K IUFRD VE HEAT T2 VE. RNER I e m BRI % 42,
7 o 24 A 2 1 VS VR T 1) A [0 A P2 PV B A VA T, AR I A 0 T R R A A8

s 2 O S
Y R Lo 0 6<7 N ESTSR

- _!




P

e naiti ERPHL (ER) FHEEIRAT)
bR, FEOAIR AR AL bR bR T 28, VA 1E 0.02~10 pg/mL N £ PEAH G R EL
7909999, VE f£ 0.2~100 pg/mL P14 AH K 2 E0H 0.9985, VD 7E 0.0024~1.2
ng/mL 2R PEAR G R ECH 0.9998 . DL itk s g v {5 e Lh SN =3y 7 VR AR R

(LOD) , S/IN=10 NHEERR (LOQ) , BUEEE NS g, MIE 7 Figet &K
RIS PR o B PR 3847 & EEBR 2R

32 P am BN RE

VA

oooooo

2 Rkt R ADE SEHARE

%ie

ASCAEIA —HEBOEAS I 7 VA B 2R B BT, SEI4EA: 2 ADE R PR A6
Mo ZaT E bR RHT A HEIT K R 2%, AT =A R 5 20, el Bkt
FEL, RENSSCBLPRE [F A VA PIAT VDAY RIVE . %A A & AT AL 2R
FIE], e TARRCR, W 7 KEA S FRAAKEM, BERARME, g, |
ENACRESE ey, BB GF S IE, TRIT Dy & il o AR S ADE VI 5E 7 54 M
M

S\ O R LoD 6N KSR
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. chh’iﬁléé RUY (050 RHREIRA

2 2.3 HHEFE: FFAP 4 MEAE R E SN (HPLC+UV)

________________________________________________________________________________

WA 4 FY4EAE R E K. §-VE. B-VE. y-VE. o-VE

________________________________________________________________________________

0 2 S6000 T R g A
tt 1% #E: Alphasil S-PFP, 4.6 x 150 mm, 3.5 um, 100 A
woBh AH: FEE K
o s 20°C
R 294 nm
M #: 1.0 mL/min
P E: 10puL
HEEE
M FR A %A E AR E AndEdh, HE 1 AT DOM4EAER EAZ
I, IR R .

s
it
*
e
&
i =
2
o

1 #EFRENERERBIEE

Hmie e R
XA IAE A BEAT AN, A S AR B BB 2 B, BRI 4EE R E
TR

“‘
OSSR



X

22N > S|4
T ARy

“e? Acchrem Tech 10421%*5“)2 (j t/_'i) *SI-EZE BE/AE‘
[mau]
— Data\§§4202178-2-1 - PDA1-294nm-at-1nm
14 — Data\#f: 4 §202178-2 - PDA1-294nr
= b

B2 Sm¥RNinsRsfEsaikE
gie
LSRG R, SR A DUAAEE R E A, Bla-VE 9, HAbRR

A Y, A3 A AEEE S6000 =GR AR (R A Alphasil S-PFP (4.6 x 150 mm, 3.5
um) EIEREFTSEILPURh4EA 2R E I R I 55 55 .

S\ O AR Lo D6

O T N
XSSO
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Bt - Lied EERUY (J02D) RUREIRAT

____________

Bt

0 2R S6000 = REBUAR (gAY

tt 3% FE: Alphasil VC-C18, 3.0 x 150 mm, 2.5 um, 100 A
W Bh A 0.1% =5 CIR/KVE - H E

Mo E: 40°C

M #: 0.3 mL/min

Bt B & S0puL

R : 361 nm

ESHER

Xt VB AT 6 IREE SIS, B3 1 A, 58 ] Sz U T AR AR XA v I
Z AN 0.34%. 1.18%. i B A 7 v I HERR T /2 E B SR, R R IF.

000 500 1000 1500 20.00 2500 30.00
Minutes

1 XA KRP VBLrEEMEIER

&1 XNRABRPR VB EEMNLER

________________________________________________________________________________

Hoy BRI 1 2 3 4 5 6 RSD (%)
VB 15 B sf (1] 13.99 1395 1394 1390 13.89 13.85 0.34
. e TH] A 20158 20160 20175 19970 20622 19975 1.18

1. 1SR, EEMRER

= A SR
"; o~ }QA"



ALl RN (E30 FHEBIRAT

HUHR B 43 934 10 ng/mL. 50 ng/mL. 200 ng/mL. 300 ng/mL. 500 ng/mL ]

VB bl il e 2R, 45 3 IR 10 ng/mL~500ng/ mL 5 Bl N £k 1 R4, R2EYK
F0.999. B 2 AI%0, 10 ng/mL VB JEZRECT R, WM € R0, REBUETH
B ERR AR

] VB2
0.006

?( 0.004*:

0.002- ‘\
' ﬂ

OIOOO? T ‘&%L\ T 1 e e e T T ey
0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

2 VB &MNEGIELE

Hmia e R

0.0025-
0.0020-

- 0.0015-
< 4

A& 2 Yn
mh# 3
mh# 1 95

ISR

0.00101 |||

000 500 1000 1500 20.00 2500  30.00
Minutes

3 Ba4) L VB, B IEE
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A T7ZHH S6000 1= R AR (Lg%, #AHC Alphasil VC-C18(3.0 x 150 mm, 2.5
pm) SRS LBC T Wk o VBi2o 45 SUIE B SR vk G HE, BA TR m
RBUE . AL dEwtE. A RFESNE, e % LT LB h gt
2 B (RIER, & A T AR P Rl 75 2

SO P LoDt T
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2.2.5 BAEH: PR DEYERORN (S

________________________________________________________________________________

A

EORERRN: AE LR D |
‘IRt

10 2 S6000 T R g A
o, 3% #: Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
W 3 AH: HEE-20 mmol/L B 8 £k 2% VA TR
Mo dE: 20°C
KoK WO : 495 nm; RS K: 518 nm
W J#E: 0.6 mL/min
#t B =: 100 uL
HRIE;E
KH BT, WAV RS TR, 2R K 1 R, AR
BRI 5.6 min /247, HIEH RIF. =5 AERAE RSN BT, R 487
AR AT A .

FLU
PRES A2 RS s MM o N aale B SRR Y B RSE
2,.8.8.88882382888238882328882328882323882383.3%

1 YR EREIEE

(A: TEBK; B: 50 ng/mL EYEFERBR)

SZiE. INR. EERER
fic & 3.0 ng/mL. 5.0 ng/mL. 10.0 ng/mL. 20.0 ng/mL. 40.0 ng/mL A=Y b5
TRV BCEAT R, AREI U T AR O AL AR, R0k FE e A br 2 il B 4 il 28,

S\ O P Lo BTN KSR

N —=




2
S
i“.s:

- Lt RN (1L5) REERAT
HEWNFEAE 3.0~40.0 ng/mL [ BEVE I ) 2 RUFIZRPE ¢ R o DL I 06 5 {5 M LL
SINZ=3 RNITERIMIBR, SINZ=10 AJ7EE R, Rl g 5277 % ks I PR A1 e
=R T EAR.

D-biotin - 5.585

. .5.58 8 8 8 &8 B & 5 8 85 8 8 8 8 8

B2 AEREEVREITEREINGIEE

Bt ills R
W E AL B PR S BDRAE d R B TR AR, 1 RIS R 3 B
e HERATUE, FiH ARG RYF, H ORI T

48,009
46,009
44.00]
42,009
40.00]
38.00]

36.00
34.00]
3200
30.00]
28.00]

26.00] |
24.00]
22,00}
20.00
18.00] |
16.00]

14.00]
12.00]
10,00

FLU

8.00
6.00]
4.00
2.0
0.003!

-2.00
-4.00§
-6.00
-8.00

~10.00

-12.004

-14.004

-16.004

-18.00

-20.
000 020 040 060 080 100 120 140 180 180 200 220 240 260 280 300 320 340 360 380 400 420 440 450 480 500 520 540 560 580 600 620 640

B3 trmillEYRERBIEER

(A: A mmhE90%3; B: B @R ; C: 10 ng/mL ¥ ETER)
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oy I BRI (IR RHFEIRAT
%ie

BT S6000 = B G ACEC SO AL AT K T, BERSLE 6.5 min N 52
AR AR, R, #EmIELr, Ho7ik R TARMEER .
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o i WM (65 BEARAT

-

2.2.6 HEREC: ARM L-FMES D-HF MBI

(HPLC+UV)
S adEERI: LA (L-VO) . DI (D-vO) |
BIERMt

10 2R S6000 = REBUAR (gAY
tt 1% F#E: Alphasil XD-C18AQ, 4.6 x 250 mm, 5 um, 100 A
WOE M 0.1% = OBKIBER
MOWE: 25°C
M J#: 0.7 mL/min
Bt P & 20l
R : 245 nm
HBIEGE
Kl 104 5 pg/mL [ L-Hu3A LR M D-Hidh i b i I € (i I, e P el

L-PidR MR f D-Podh I B Am o i B g R 81 B 18] 23 7514 7.302 min % 7.884 min,
WEH BT, A 2.10,

| 1 X
0.04
- !
< 0.02-
0.00

L I I Y S R R NG
0.00 2.00 4.00 6.00 8.00 10.00
Minutes
1 L-JURmER & D-SiF BT @A R B IEE
(1: L-iFmEg; 2. D-Fuifmeg)
BEEMER

XTEE )L AR L-PUIA LR 22 D-Budk i@ 4y mlidtAT 6 IREE S 1 sise, L-
UK LR (1) £ B3 B[R] 2 W T AR RSD 235318 0.26%- 0.409%, D-HLyh I B2 1 £/ 78

S\ O R Lo D6 TN SR




o i WM (65 BEARAT
6] J% I TR RSD) 35149 0.26% . 0.288%. A T 5 0V P2 A s AR BESR
IR R o

4.00

3.00~ !

o .
2 2.00°

1.00-

0.00-— — — =
0.00 2.00 4.00 6.00
Minutes

2 Bt (MURAR 50 pg/mL) EEMEEIEE

(1: L-BUFIER; 2: D-ifImER)

=1 Byl (IEFF 100 ng/mL) EEEMKNLE

RSD
oy - 1 2 3 4 5 6
(%)
R
L-Hidk o4 7.249E+06 7.197E+06 7.226E+06 7.234E+06 7.241E+06 7.246E+06  0.26
M |H.
V& THT AR 12.47 12.37 12.51 12.47 12.48 12.50 0.41
R
D-Hitk 1] 6.963E+05 6.973E+05 6.968E+05 6.970E+05 6.960E+05 6.967E+05  0.26
b |H
BN
V& THI AR 4933 49.17 49.34 49.11 49.00 4933 0.29

1%, 1R, TEMRER

B E 53 594 0 pg/mL. 0.5 mg/mL. 5 ug/mL. 10 pg/mL. 25ug/mL. 50 pg/mL
(¥ L-Bdh (% S D-HUdk i i bt it s 2 v, 45 3L oK 0 pg/mL~50 pg/mL 75 [
MR L, R2BIKT 0.9999. X Hidh ML B AN D-PUik MERHEAT R IR, 52 &R
e, M E bR, IR R, REUETE .

S\ O P Lo BL6<TN

N —=

. T S
OSSR




:z:':?};'-:%ﬂ‘ AS1 N PAV .
o i ERRMY (IR) BERAT)

0.40{

2 ]
0.20-
0.00- ‘ ‘ — ‘ ‘ ‘

0.00 2.00 4.00 6.00 10.00
Minutes
3 L-iniFIMEE & D-#niF MER 2614 N E &1 &
(1: L-#nfMmEs; 2: D-3IFIMER)
HmiSmeE R

Y E bR VAT RIAC R, L 2 g/2 mL R4, S EH)E €A L 20 mL,

K 4. 5 9RiE 224 LWk b BUSR L BRAS I 3% 1], D-Hi3R M ER P R At

0.40- 1
2 | |
< 020’ R
TEReRER - A
| RV
GOE=TER = /\b‘
0.00 2.00 4.00 6.00 8.00 10.00
Minutes

4 RIS LA MK DA MBITE SRS HE

(1: L-4niFm@Es; 2: D-#itfmeR)

-

S\ O R Lo DL6<N

Sy

TR
OSSR



-'z:'?,'-;':‘?':\ AS1 N PAV o
o i ERRMY (IR) BERAT)
4.00-
3.00-
. 1
2 2.00
E |2
1.00- IbRPE AR W/\v
| B
0,00 Lt AW
. T 1 T T [ T T ] T T T ] T ]
0.00 2.00 4.00 6.00 800  10.00
Minutes

5 B hitEmP L-if B K D-Fidf MBI AR SiFmt g E
(11 L-AAmER; 2: D-HFmER)
it
KH 0.1% =5 ZBNHENAHIE L-HuA MR D-JiR iR, S5 RER M

Bhf» RSD ££ 0.41% VAN . MECTEbR A M 5, AJ5ikn B e, 4T,
R IR, Tk R

S\ O AR Lo D6
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OSSR



e
oo

e Y RN (1630 REERAT

g2

2.2.7 HEEN: ARPHHENEN EEHEFL

________________________________________________________________________________

BRI IR AR M) |
BinFMt

10 2% S6000 Plus i R AR (1A%

tt 3% FE: Alphasil VC-C18, 3.0 x 150 mm, 2.5 um, 100 A
W A BERR AR

Mo dE: 40°C

W #: 0.5mL/min

Bt B & S0puL

oK R 365 nm; RHHKK: 440 nm

ESHER

DA SRR B I — & S i, 2 AT Ab3E DL & SPE v4+b S5, FCHI R 20.0
ng/mL JIFREES, W 6 BHEEM, 4Rk 1 fin, (REEE RSD 24 0.06%,
WETH AR RSD 4 0.82%, ZRFFEFrEENR, @ik 1 fos.

6.00
5.504 u‘[‘@f‘i
5.004
4.50
4.004
3.501
3 3.004
2.507
2.001
1.501
1.004
0.507

0.00]
000 200 400 600 800 1000 12.00 14.00 16.00 18.00 20.00 22.00 24.00

Minutes

UL

1 HE 6 HESEBIEE

S\ O R Lo D6 SR




oo
PN

e Y RN (1630 REERAT

xS

&1 HERSEERRNERZREESE

2 1 2 3 4 5 6 RSD (%)
e T AR 61087 61876 61422 61696 62195 60846 0.75
15 B4 Ik ] 12472 12479 12468 12471 12473  12.459 0.06

i, MR, EEMREGF

3 1.0 ng/mL+ 2.0 ng/mL+ 5.0 ng/mL. 10.0 ng/mL. 20 ng/mL. 50.0 ng/mL
200.0 ng/mL A1 500.0 ng/mL FERARHEIR IR, il ibnitEdh 4, 4558 4E 1.0~500.0
ng/mL FIREEVE 2 RIFRLLME R R, MM R2ER2>0.999.

PRAE EARE R, W RGBS AT B S IR R AR
H PR AN R HEAT I E . 45 AR LRI R
HmiSiliER

LRSI IR AL TR TR AR, BT YR SRS L ORDRRD S 2 BE,
B EREE I E, HSEIRg RaT LUE H, MRS TR T, R
R RIS

10.004

7.50+

FLU

5.00
MR, SERFEN

2.50-

J\/ S, 10 ng/mL bR
0.00

0.00 2.50 5.00 750 10.00 1250 1500 17.50 20.00 2250 25.00

Minutes

2 ERERPHEGIEE

S\ O R Lo D6 TN SR




SEERY EERUY (J02D) RUREIRAT

12.00
9.00+
3 6.00-
3.00 )
R, 3R
B, 10 ng/mL FRUEER
0.00
L N

000 250 500 750 1000 1250 1500 17.50 20.00 22,50 25.00

Minutes

3 AXRFMPHEREEE

10.00

7.50q

FLU

5.00-

2.504

2, 20 ng/mL FRAEER

000 250 500 750 1000 12550 1500 17.50 20.00 22.50 25.00

Minutes

4 HIEMPHEREIEE

18.00
13.50
= 9.001
4,50
R, Wk R 1RE
HER, 50 ng/mL FRVEIEHR
0.00-
T T T T T T

000 250 500 750 1000 1250 1500 1750 2000 2250 25.00

Minutes

5 Uh¥pah# 1 A m R ER B IEE]

: C = AN T\ N\ <
S\ O R LoD 6N SR




oy I EERUY () RHRERAT
20.00

15.00

FLU

5.00q

000 300 6.00 900 12,00 1500 18.00 21.00 2400 27.00 30.00
Minutes

6  Yhtnanh# 2 ¥ on R ER B I E]

it

A7 Z K S6000 Plus s 0B AH (4%, #EL Alphasil VC-C18 (3.0 x 150
mm, 2.5 pm) E i, R A AT B AT AT AR AL, 7 FORAG I # %t
HERBEAT /i € B S NZ T ERL A PR, PR T B SR I BT 8. R
AR mEHEREAE S, BRI, RBHATH M.

S\ O R LoD 6N ESTR



25

AL R (%) RIAIRAT
2.3 HAthmsy

2.3.1 g3 AmPRE. FBME. EE. R, LEN
¥ (HPLC+RI)

________________________________________________________________________________

(4
o
2
&
=
1
IET&I-
3t
il
=
=
=
it
N
=
‘-\ﬁ
-

________________________________________________________________________________

1 28 S6000 OB AL
o 3% #: Alphasil VC-NH>, 4.6 x 250 mm, 5 um
Mo M LK
W #: 1.0 mL/min
o iR: 40°C
INZERT AR L . 40 °C
#t M & 20 ul
B EYE
&l 1 Al Alphasil VC-NH, (3 T BOAUME . &R RERE . Z249°0E. L
BB SRR SRl 1 . I T e AR Y R A ERE . RERE. &
FHE. FKE.

50.00 1
40,00

30.001

RIU

4 i
20.00

10.00-

0.001 J

B B e e e e e i L s B B e e PSS R e e
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
o

1 Alphasil VC-NH, BiEF 2 EES K 4.0 mg/mL BIEE

(1: BR¥E; 2. BENE,; 3. B, 4. ZTFHE; 5. ZIL9E)

SO P LoDt T
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s/ Acchrem Tech

LERMY (IER) REXBRAQE

%iE. EEMR. KRNRER

e 1) AS [ 3% 5 B A9 2.0 mg/mL. 4.0 mg/mL. 6.0 mg/mL. 10.0 mg/mL Al
20.0 mg/mL, PAREIPIUETH AN AR, WREENBAMAR IR AE A 2R, Stk 7 e
R2FIFIIAE] 0.999. f FWE. HIGHE. RS, 2008, FUREIET 0 RS R,
G5 I AT R PR HEEE K

450001
40000
I
(I
250001 | \ K ‘\] | \ J\ \v/ \

UL mmewomem
15000] v BEVR A3 10.0 mg/mL
10000] \ " \‘U‘f \Q/\ PR A 6.0 mg/mL
50.00] k /\/LA/\/\ PR AW 4.0 mg/mL
\ B AT 2.0 mg/mL

000 200 400 600 800 1000 1200 1400 1600 1800 2000

E 2 Alphasil VC-NH, BIEF S MER S REIEE
(1: R¥E; 2: B8N, 3. B, 4. X588, 50 314
St
K S6000 1 AR AH (354X, FETCR ZE T GA M 28 A0 Alphasil VC-NH, (54X}

RbE. AEE. BERE. PR, AR R, SUEMBEERIRT 1.5, ik,
TP L5 R AR HEER

AL\ <
OSSR
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B
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1 28 S6000 OB A
o 3% #: Alphasil S-Xion, 4.6 x 250 mm, 5 pm, 100 A
W Bh M CHF-0.1% =/ LK
W #: 1mL/min
#tFE & 10puL
o iR 25°C
R WoRMEK: 320 nm; RAFHEAE: 440 mn
IHERLER
B2 2-AB AT 5 B G B EIB MO RE 20 REEFENAT, BRI S
RLFRE R YT, 48R 1 PR AP IoE, T GOS Hit Sk
RIGRIE & A, H5HEE B RAF, PRk I A RrAE I EAT B f A
TR

1400.00] =
1300.00] FLE
1200.00]
1100.00]
1000.00]

900.007

800.003
3 70000
w

600.007

500.00
400.007

GOS 3¢ 1.28 mg/mL|
GOS ¥t
T EY

100,00 T T T
14100 16,00 18100 2000 2200 2400 26.00 2800 30,00 3200 34.00  36.00
N

300.00

200.007
100.007

0.007

1.0 mg/mL

1 FAPHS GOS RN BRIEE (*RRIFEE)

S\ O P Lo BL6<TN

N —=

s, Tl N
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R X EERMY (b5 RARAR

Hmie g R

F B3R5 70 e AR TR A UM K Se Bk T B & SR &l 2 B

1800.00
1600.004 ?L*ﬁ
1400.00-
1200.00
> 1000.00+
3
&
800.00q % N
GOS Fi% 1.20 mg/mL
600.00q
IS /—\ NI 2 =]
400.007 N
SRy 15
200.00‘LH4J
P Ny
0.00 == Eﬁ)}*ﬁ

" 12100 1400 1600 1800 2000 2200 2400 2600 2800 3000 3200 3400 36.00 38.00
N\
B2 LRI D B EIEE(RRFIELE)

it

A SCAEBUA FrDE S5 R SR 5 T ik SR a L, AUAE 1R SR SURE 0 R RO
AT, 55RTE T OERE T IRR AR AR L, AT7 R RTA %
I ELPREE, IS RASE R, AIBRCHE SRS oK A 5 5O ha I 2 sk B 7L
it AR SR FLIE ) S A 755K

S\ O R LoD 6N KSR
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i et BN (L) RHEERAT

R

2.3.3 BOKilH: BELHFHOKIFERA (HPLCHV)

________________________________________________________________________________

KrAEbR . FRAKALBR

________________________________________________________________________________

o

&

/______
_——————

10 2 S6000 T R g A
tt 1% #E: Alphasil XD-C18AQ, 4.6 x 150 mm, 5 um, 100 A
BN AH: 0.1%FRIK-0.1% TR &
o s 30°C
R K 350 nmy;
WM i#E: 1.0 mL/min;
P E: 10puL
HEEE
SKHH S6000 751 RHAH S Ak WA K AL AR A i, 25 R 1

0.0457
0.0407 %

P
0.0357 T
0.0307

0.0257

AU

0.0207

0.0157

0.0107
0.0057
0.000 J

0.00 2.00 4.00 6.00 8.00 10.00 1200 1400 16.00 18.00 20.00 22.00 24.00
o

B 1 fokfEeEiEE (15 ug/mL)

EEHER

WS ROKAIERCN 25 ne/kg BISAESAE i, BEAT R RGO, &)
R, ZITE REBERL R, AT A2 B e AP AR AL R AS I o

S\ O AR Lo D6
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5. SN HRUY (L5 FHEERAT

s‘

0.40-

-0.20—

T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00

2 25 pg/kg MOKAIBR R TERAE AR

KSR
HOREEA 0.3 ng/mL. 0.6 pg/mL. 1.5 pg/mL. 3 ug/mL. 6 pg/mL. 15 pg/mL
PIRKKALBRBRAE i, AT PR SR, ZMEAH S R 2 R2>0.999.

3e+06—

2e+06—

ER

1e+06

0e+00—

[—— T T T S TR T S A T
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
28

3 tRERZIISAE

B miSMaR
HI P 4 W0, SRAEE TR AR £ 1 Ve i) L TS 2 SR U T3, U HE R .

‘ /B “‘ ’
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AL R (%) RIAIRAT

15.00

10.00—

2

< i

€

) M

e t@bﬁ

L B B B e

0.00 5.00 10.00 15.00 20.00 25.00

b

El4 BEEFERPUKFREIEIEE

&gt

M iR EE AT %0, 14 Alphasil XD-C18AQ (4.6 x 150 mm, 5 um) o i%AE,
A DASEELEE A3 FRROK AR ) R 47 73 85, H H bRy bt i To 28 40, RS,
REAE For ] HA 346 PR Al AKOKAL BRI &5 &

S\ O AR Lo D6

AL\ <
OSSR
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R

2.3.4 BEE: RERPEEEROEN (HPLCHIV)

________________________________________________________________________________

i EE 5 MR CMP. AMP. UMP. GMP. IMP i
aisy

10 2 S6000 T R g A
tt 1% #£: Alphasil XD-C18CH, 4.6 x 150 mm, 5 um, 100 A
B A BRI SR MR- T
Mo e 20°C
Kl : 254 nm
M #: 1.0 mL/min
P E: 10puL
HEEE
F B3R 770152 CMP. AMP. UMP. GMP. IMP Fr#fh, 45 5RaE 1 FiR,

F AL IRE Alphasil XD-C18CH i ¥ FREARAF 4 E, HAUH 11 min 5t
RESER— 4TI AT

0.048]
0.0361
5 ]
< 0.024]

0.0124

0.000
I E—— SR AN N M

000 100 200 300 400 500 600 700 800 900 1000 11.00 12.00
o

B 1 mMZERIERUELSRBIEE
EStt
DAbRAE0 et (il BB VA I, 8t 6 4, BRI 2, SR
TR B I TR TR RSD S5 R IR 1, S5 REBWZ I IAAEE LRI R R 4f .

S\ O R LoD 6N KSR




B T e (N N
RN EERUY (J02D) RUREIRAT

0.10

0.081 CMP

0.06+

]
<

0.04

0.021

0.00
2.00 3.00 4.00 5.00 6.00 7.00 8.00 900 1000 1100  12.00
pax:d

E 2 CMP. AMP. UMP. GMP. IMP BB BirEE M EiLtE

&1 CMP. AMP. UMP. GMP. IMP EEMERRK

Haoy - 1 2 3 4 5 6 RSD (%)
CMP REEESE]  3.454 3.454 3.453 3.457 3.452 3.452 0.01
U THT A 159010 158553 159061 158032 157804 157586 0.42
REEEE] 6.892 6.891 6.892 6.892 6.888 6.893 0.02
AMP
WETH AN 425324 424147 425404 422720 422185 421411 0.41
i REEEE] 7.897 7.895 7.895 7.894 7.892 7.895 0.03

MEmAL 205221 204261 205050 203795 203342 203106 0.43
fREARTE] 9.089 9.089 9.087 9.087 9.086 9.089 0.02
IEMEAL 304809 304094 304079 303002 302570 301060 0.41
fREASE]  10.166  10.165  10.163  10.163  10.162  10.165 0.01
IEmAL 237509 236603 237279 235874 235506 235025 0.42

i, ENR. EEMR
%f CMP. AMP. UMP. GMP. IMP #E1T 72k A6 PR & 2 PR % 52

ST b R A VU 1) S A () VA B2 VR S P vV VR, AR A T R A B, i
TP FE R AR AR 2 b e T 28, CMP 7 1~20 pg/mL PN R AR G R 50 0.9994,
AMP 7E 1~20 pg/mL WL A R E0CN 0.9998, UMP 1E 1~20 pug/mL A £E A<
ZH0CN 0.9997, GMP 1E 0.5~10 pg/mL L&A & R %08 0.9995, IMP 7E 0.5~10
ng/mL NZRIHEAH DG RECH 0.9993. MIE 5 Pk HF B IAS HE R A E S PR, 45 I
T G ORI 5 7L PR R ALt PRURI E B R, i T IR B E B
MR
HamiSilaER

SR FH SR it T AL 2 520 SR it o AR R AT I 5 5 38 FH R ot R 7

GMP

IMP

R

AR XN
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e naiti ERPHL (ER) FHEEIRAT)
Wik, WSS R 3 Fros. SERFEf T SR B REF, JEHNES R
RYIAZH AT

0.04

2
cMP
< 0.02

0.00

0.020
2
< 0.0101

0.000

0.0207 S0 R D)

0.0157
2 0.010]
0.0057

0.000]
200 300 400 500 600 700 800 900 1000 1100  12.00
kil

B3 EmEELHHPEMZERNESEREGEE

%ie

ASCAEDA FE bR AL BE 7592 1 R Al B AL T A I L T AL R K 20 T T3 2%, i
R B2 CMP H U PRI % 08 T P BN IR (S I SRS Rl L. 105 7%
RIGSER, WA, TERAREEF T, 7T LU I PR L R AR .

S\ O AR Lo D6

AL\ <
SR
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LERMY (IER) REXBRAQE

3.1 RAKHE

3.1.1 FERERERRRE: FFAT 14 MEERBREEER

AR (LC-MS/MS)

________________________________________________________________________________

14 RS HFIREERAR 250 TN . JREE. KZ B PUBFE 6K K. W8 HURL
SOE B HIZEE BRERE. SEG SEEL PTG TR B R

&

| S ——

BIERN
% & HPMS-TQ 5 R0B0HH i £ T A
TRAH %A 1 2% A
SV Alphasil VC-C18, —
A . B IR ESI+
BN A: 0.1%FK; B: HEE A MRM
el 30 °C B LHEE (IS 5500 V
IE 0.25 mL/min KA ES) (CUR) 30 psi
BERE & 10 uL %S (GS1) 50 psi
MBI (GS2) 50 psi
Be s B STV 1)L 27 W, 0 SRR (TEMD 500 °C
fill## < (CAD) 9 psi
MRM S 4
e e ﬁ%%ﬁﬂ‘l‘ﬂ B TET EIRBEE fill 12 R
(min) (m/z) (m/z) (DP) (CE)
Diethofencarb s 268.0 226.0 60 15
(LHEBD 268.0 180.0 60 25
~ Fenobucarb 550 208.2 152.2 63 13
P T O 208.2 95.0 63 22
3 Metolcarb 47 166.0 109.0 55 19
GHE KD 166.0 94.0 55 42
4 Bendiocarb 4.3 224.1 167.2 63 13
G HUZO 224.1 109.1 63 25
5 Propoxur 481 210.0 168.2 55 11
AR 210.0 111.1 55 20
. Pirimicarb 44 239.0 72.0 60 37
(HLwf D 239.0 182.0 60 21
; Oxamyl 5 69 237.0 72.0 20 32
GRE D 237.0 90.0 20 11




SEERY EERUY (J02D) RUREIRAT

) Carbaryl 408 202.0 145.0 56 18
(HZEED ' 202.0 127.0 56 44
0 Methomyl 319 163.0 88.0 45 15
CKZBD ' 163.0 106.0 45 15
Isoprocarb 194.1 95.1 60 20
10 5.24
(RN BD 194.1 137.2 60 13
- Methiocarb 57 226.1 169.2 61 15
CHERED ’ 226.1 121.2 61 25
1 Furathiocarb 71 383.2 195.0 80 25
(WRER 30) ' 383.2 252.2 80 18
Aldicarb 208.0 116.0 25 11
13 . 4.59
Gl K30 208.0 89.0 25 25
Carbofuran 222.0 165.1 70 18
14 4.84
CAEND) 222.0 123.0 70 31
EEMER

FEBRYYHE BN 0.01 mg/kg 2 HRBEbRAE b, 2EAT 6 IR I SLg, i
T AR XS Ao 14 v 7 Y0 FEL O 2.84%~8.26%, 1t BHAS T L M R AT, Ml 7 45 SR PT 5
w1 4HEERREXCSYESEMHRNER

B4y 1 2 3 4 5 6 RSD (%)

LR 31768240 300859.64 290766.95 256183.40 268395.05 267766.15 8.26

T B 145415.50 138916.50 149216.05 138410.80 137505.25 129056.10 4.99

KB, 224679.15 229594.05 227362.10 213137.90 224003.85 207941.70 3.89

g 249345.75 266117.55 276038.70 247660.55 254887.20 257288.35 4.17
3 #71 110671.25 119147.30 112601.85 112687.40 110940.40 111067.05 2.84

BT 272668.10 282951.50 296470.70 270791.59 292049.61 308329.10 5.06

AR 62064.40 58721.10 53254.60 57564.90 56618.50 56387.55 5.07
BZEE, 21669220 244649.55 241081.35 207966.70 219989.90 207167.85 7.29
DES 36919.40 39358.05 37718.20 36120.35 38727.25 33638.90 5.54
FHB 361696.00 356238.65 367758.65 341524.50 343799.15 338241.35 343
FEE.  390420.75 382420.15 371283.90 348598.10 352300.60 349183.45 4.99
N7 177840.10 171722.98 189205.45 172970.35 164269.85 156660.75 6.50
iDL 13989.20 13371.45 13370.40 11815.35 11898.90 13797.10 T-2.7

TWEB,  1684931.95  1693683.46 175731593  1598404.62  1666229.85  1589718.60 3.78

L. EEMR. IENPRER
FH G W25 A R b 228 5 0 1) SR FEYE N . 5 ng/mL~200 ng/mL )35 i AR i
o SERWE 1 Frox, DA AR fobr e th 2k, A% 2% R2>0.999, il

O T oy L ns




;i';-?:.‘-,'-”.-‘-:\ AS1 N PAV o
o i ERRMY (IR) BERAT)

EPIHR R B R?>0.99, BEATIRYY 14 R H IR I AR 25 REBUENNR, 45 RA1L
e FERR A0 A2 bR EE K

+ @ Calibration for Diethofencarb-1: y = 15103.63034 x + 14....87637 (r = 0.99990, r* = 0.99979) (weighting: 1/ x)

1.6e7 -

1.4e7

1.2e7

1.0e7 -

Area

8.0e6 -

6.0e6 4

4.0e6

2.0e6 -

0.0e0 s

20 40 60 80 100 120 140 160 180
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Seories:
RN

S maHnA RN (JL50) RHEARAT
3.1.2 FERARIEXRE: REP 10 pIEFRIEARY
BRI (HR{TEHFL

A 10 FEIE FIRER AL PR, K2 B 3-FR3 s F . PR 3 KE
SOE R (RRIFE) o FRZREL REL P T

________________________________________________________________________________

Bt
0 2R S6000 = REBUAR (gAY
t 3% #: Tnature C18, 4.6 x 250 mm, 5 um, 100 A
W #: 1 mL/min
R 42°C
#tFE & 20l
oK BRI : 330 nm; RHHEKK: 465 nm
EEHER
KHWEEH 0.05 pg/mL 1) 10 Fha i FIRRE SRR 2570 bR, AT E R VS5,
{REA IS [A] RSD 7E 0.013~0.111% [A], WEEIFR RSD £ 0.7~6.7% [8], 15t B4 772
HEVERE, WEdRE,

100.00+

NS -

0.00 7.50 15.00 22.50 30.00

1 0.05 ngmL BIiTEE 4 EIEE
(1: BRI, 2: RREN. 3: KZE. 4: 3-RETERE. 5. HBREL. 6. RAE.

7: REE. 8. BER. 9: FAE. 10: FTH)

S\ O R LoD 6N KSR




oo
RN

e s EERUY (J02D) RUREIRAT

&1 0.05pug/mL BIREE MRS

& TR BB} ] RSD (%) I THI AL RSD (%)
RIS AR 0.034 5.0
T K BN 0.111 6.7
K2 0.081 1.0
3-FRHE T 0.013 0.7
T R 0.014 2.0
TR 3 0.016 33
el 0.019 2.4
2% 0.016 0.8
N 0.013 0.7
BT Bk 0.021 2.5

it EEM. CNWRER

10 Fh g 3 H BREE S AR Z57E 0.05~1 pg/mL (B[ 0.025~0.5 mg/kg) VU FE A 2814
RIF, &5 PR AR PR 2230 S AR AEE K .

5
g < N
N~
700.00- o S =
i 1
< . 85§
<t 2 LN e))
= iy N & &
= i
< (=3 5
WS © N
] m 1
_—
8 e
~ o
350.00 2 =
-]
|
[T

0.00

\ |

000 750 1500 2250  30.00
bk

2 10 MERERBRERALERSYLEEIEER
(1: BRI, 2: FRREN. 3: KZE. 4: 3-REREE. 5. FREL. 6. RAE.
7: REE. 8. BER. 9: FAE. 10: FTH)

Bt ills R
X N SEBRAE fh3EAT 10 b5 IR I S AU B AGL N, 9 i SR P A HY

S\ O R LoD 6N SR
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- L RN (163) RHEERAT

MSETEE, HTWRERTERR, fFatrfEzR. SR T R,

90.00

45.00

FLU

000, VAPIRRRG

i —— 00— 3000
o

B3 BNFmUEERSERNEEIEE (n=3)
%ie
AT R RBL 10 M 2k P RS & AR &, BRI, bR
MR, AT RESM R, REUENTIRMEZR,

S\ O AR Lo D6

AL\ <
SR



L EEn RN (I65) RHEETRAT

e

3.1.3 BRARMN: EYFEART 2 MR EABEY
B2 (LC-MS/MS)

_____________________________________________________________________________

S

(it 42 FRE BN LT s KR BRI, K.
B4R RN, TR, SEA. WA, SRMER. MR, KR,
VIR, B, BRI AR B SORNE. L,
R PR, REM. SRR, S0, TR, TR BT EOR. ke
We PRAGE. FTEML MCWREENG. DSWIR. AN SOV, VSR BRSPS

1
1
1
1
I
1

\jﬁ&ﬂ%b)ﬁ%%\ I UG IR y
Bt
¢ #8: HPMS-TQ = R AH il H 5o 15X
TR 2 A J B S
ZORBAX Eclipse Plus C18, S
(R oS = 5T UR ESI+/ESI-
2.1 x 100 mm, 1.8 pm
Pl A: K, & 2mM FRREA 0.01%F R
s = T = Hi MRM
WA | B mm s 0 mM EERER 0.01%5 SR
5500 V
J 15 40 °C B EE (S)
= ATHBE 4500V
plihus 0.3 mL/min KAAES (CUR) 35 psi
AR 2 puL M%< (GS1) 50 psi
ISR (GS2) 50 psi
e A IR B BFIRRE (TEM) 350 °C
fill## < (CAD) 9 psi
MRM 3.
Lo fRE BET FTET  EfFEHEE iR
o ER ey ‘ Q S
= i [a] (m/z) (m/z) (DP) (CE)
. LT R Pz o 34 184 143 50 12
............................ ( acephate ) ‘ 1 84 125 50 25
W e R 223 126 65 28
2 * E% ) 436
............................ ( acetamlprld ) 223 99 65 60
3 1o KR 508 208 116 20 11
............................ ESI+ ( aldicarb ) ' 208 89 20 25
A 156 KN 375 240.1 148 30 17
............................ (aldicarb Sulfone) ' 240.1 166 30 16
s DRI 364 207 132 55 9
............................ (aldicarb sulfoxide) ’ 207 89 55 20
6 R 24 i 2% 23.54 890.5 567.3 105 22

e o RN



SEERY EERUY (J02D) RUREIRAT

............................ (avermeCtin Bla) 890‘5 305 105 36
. % T Jig 9.9 404.1 372 80 20
(azoxystrobin) ' 404.1 344.1 80 34
% 202.1 145 56 15
8 TR 6.25
(carbaryl) 202.1 127 56 40
9 Z B R 436 192 160 80 25
(carbendazim) ’ 192 132 80 41
" 222.1 165 70 16
10 S 5.88
(carbofuran) 222.1 123.1 70 29
3-FRHE T 238 181 70 16
11 (3-hydroxy 4.36 238 163 20 18
carbofuran)
. FUHUR F B fi 0.08 483.9 452.9 45 25
(chlorantraniliprole ) : 483.9 285.9 45 19
: 309 156 50 18
13 AR 15.40
(chlorbenzuron) 309 139 50 40
Mg 540 383 70 30
14 R 22.77
(chlorfluazuron) 542 385 70 30
B 221 109 70 23
15 _ﬁﬂw 5.68
(dichlorvos) 221 127 70 27
R 311 158 45 20
16 : P LR 14.10
(diflubenzuron) 311 141.2 45 49
R 230 199 56 13
17 - AR 4.42
(dimethoate) 230 125 56 29
] nd 388.1 301 105 29
18 2 BRI 10.22
(dimethomorph) 388.1 165 105 43
PP,k o] 4 7 2 886.5 82 50 110
19 IRk 21.53
............................ (emameCtin Bla) 886‘5 158‘1 50 41
= 248.1 129 50 23
20 A MR 7.86
(forchlorfenuron) 248.1 93 50 47
1 256.1 175 45 9.9
21 o C e . 4.16
(imidacloprid) 256.1 209 45 22
=g 280.2 220 75 18
2 FER 7.84
(metalaxyl) 280.2 192.3 7S 24
[T 142 94 57 19
23 EFIH;I o 3.06
(methamidophos) 142 125 57 18
: i 163 88 38 12
24 K2 B 391
(methomyl) 163 106 38 14
ER 214 182.9 60 16
25 AURA 3.55
(omethoate ) 214 109 60 36
20 A 294 70 90 40
26 =X 11.00
(paclobutrazol) 294 125 90 45

N Nl S e
Lo P07/ N h"



SEERY EERUY (J02D) RUREIRAT

27 261 75 51 21

27 T 17.20
(phorate) 261 47 51 53
1R 293 96.9 65 50

28 B 7.29
(phorate sulfone) 293 114.7 65 35
23RN0 277 199 25 13

29 TR }XL 7.00
(phorate sulfoxide) 277 153 25 19
i T 299 129 55 18

30 FH 17.50
(phoxim) 299 153 55 10
WK iz 376.2 308 20 15

31 R 16.89
(prochloraz) 376.2 266 20 22
TR 373 302.9 80 25

32 R 20.31
(profenofos) 373 345.2 80 18
s 189 102 70 24

33 R 3.53
(propamocarb) 189 74 70 34
L 1Ak i & 388.1 194 50 18

34 e R 17.70
(pyraclostrobin) 388.1 163 50 36
5 UG 365 309 77 17

35 llﬁﬂlﬁ):—é 23.06
(pyridaben) 365 147 77 34
1 5 i 200 183 30 33

36 . S - 9.38
(pyrimethanil) 200 168 30 40
353.1 133.1 35 24

37 ngﬂ: 15.20
(tebufenozide) 353.1 297.1 35 11
L 292 211 30 16

38 = S 3.93
(thiamethoxam) 292 181 30 30
435 330 -25 -24

39 ﬁﬂﬂ% 15.10
(fipronil) 435 250 -25 -38
H 387 351 -30 -19

40 L 14.10
............................ ESI (ﬁpronll desulﬁnyl) 387 282 _30 _47
= AU EA — 419 262 -20 -35
(fipronil sulfide) ' 419 383 -20 -22
H 451 415 -28 -26

42 A 17.10
(fipronil sulfone) 451 282 -28 -38

HEEE

IS 42 TR 25 R PR T LA BB 3 AR PR B, 1L
TR o S5 | TR, HERE RO R0 52 AR IE 7 B ST R BRI

S\ O R Lo D6 TN ESTSR

A T N




SEERY EERUY (J02D) RUREIRAT

XIC from 23200.121_0406.wiff (sample 2) - GB23200.121_2...hate-1 (184.0 / 143.0), Gaussian smoothed (1.0 points)

”

Te5

6e5

5e5

4e5

Intensity, cps

3e5 ‘

2e5 “ \

! ‘ ‘

le5 }' ‘ “{ i
\\ It o k
‘ e A andly O
2 4 6 8 10 12

S

0e0

1 42 MRKZFLEY XIC BIZEE (10 ng/mL)

BEENER
LEAESERL SR AR s N 42 FhR R IR SRR, 34T 6 IREE B MESLEG, &R
A X ARAE IR ZE7E 0.42%~9.08% 2 (8], i BH A7 v I HERR BE W 2 8 B R, 716K

1 L
R1 L2MHREBUEVMES ERNLE
WETIAR RSD
] 8=y
1# 2# 3# 4# S# ot (%)
T F g
1 7.54E+04 8.11E+04 7.96E+04 8.44E+04 7.81E+04 8.02E+04 3. A
(acephate)
g bR
2 9.02E+04 8.92E+04 8.91E+04 9.30E+04 8.44E+04 9.14E+04 3.28
(acetamiprid)
6 K
3 5.30E+04 5.26E+04 5.19E+04 5.02E+04 4 98E+04 5.31E+04 2.81
(aldicarb)
5 KB
4 3.01E+04 3.18E+04 3.09E+04  3.23E+04 3.28E+04 3.17E+04 3.05
(aldicarb Sulfone)
WA
5 3.69E+04 3.54E+04 3.58E+04 3.69E+04 3.62E+04 3.58E+04 1.78
(aldicarb sulfoxide)
R ¢ B 2
6 2.16E+03 2.03E+03 1.94E+03 2.02E+03 2.22E+03 2.06E+03 4.90
(avermectin Bla)
M TR I
7 1.36E+05 1.33E+05 1.38E+05 1.34E+05 1.36E+05 1.36E+05 1.30
(azoxystrobin)
FZ5
8 3.49E+04  3.42E+04 341E+04  3.47E+04 3.39E+04 3.38E+04 1.24
(carbaryl)
LW R
9 2.10E+05 2.22E+05 2.21E+05 2.22E+05 2.34E+05 2.30E+05 3.74
(carbendazim)
T B
10 1.02E+05 1.02E+05 1.00E+05 1.00E+05 9.99E+04 9.94E+04 1.00
(carbofuran)
11 3-FR T E B 2.78E+04  2.94E+04  2.80E+04  2.72E+04  2.70E+04 2.82E+04  3.10

WeZINC S

A T e



_FERRIY EERUY (J02D) RUREIRAT
(3-hydroxy

carbofuran)
SRR HI Bt i
12 1.11E+04 1.13E+04 1.16E+04 1.17E+04 1.18E+04 1.16E+04 2.16
(chlorantraniliprole)
K4k
13 2.29E+04  2.20E+04 2.10E+04  2.40E+04  2.09E+04  2.13E+04 5.66
(chlorbenzuron)
FE R
14 5.27E+03 5.45E+03 5.29E+03 5.11E+03 5.16E+03 5.55E+03 3.14
(chlorfluazuron)
FER
15 1.64E+04 1.56E+04 1.65E+04 1.52E+04 1.54E+04 1.63E+04 3.72
(dichlorvos)
ok i
16 1.75E+04  1.68E+04 1.71E+04  1.72E+04  1.74E+04  1.69E+04 1.67
(diflubenzuron)
IR
17 1.15E+05 1.16E+05 1.10E+05 1.16E+05 1.15E+05 1.16E+05 1.91
(dimethoate)
SRS
18 1.15E+04  1.16E+04 1.23E+04  1.23E+04  1.22E+04  1.27E+04 3.81
(dimethomorph)
RS B A B R R
19 (83N 2.51E+04  2.55E+04 2.60E+04  2.55E+04  2.58E+04  2.53E+04 1.31
(emamectin Bla)
SR
20 3.26E+04  3.24E+04 3.16E+04  3.06E+04  3.23E+04 3.31E+04 2579,
(forchlorfenuron)
it e mtk
21 1.53E+04 1.61E+04 1.82E+04 1.75E+04 1.68E+04 1.82E+04 6.95
(imidacloprid)
AR
22 1.11E+05 1.11E+05 1.10E+05 1.12E+05 1.11E+05 1.11E+05 0.42
(metalaxyl)
P e
23 1.14E+04  9.52E+03 9.68E+03 1.18E+04 1.05E+04 1.15E+04 9.08
(methamidophos)
P&
24 2.62E+04  2.67E+04 3.09E+04 2.85E+04 2.85E+04  2.89E+04 5.95
(methomyl)
FURR
25 6.01E+04  6.19E+04 6.00E+04  6.00E+04  6.14E+04  6.05E+04 1.31
(omethoate)
EZUL:A
26 1.99E+04  2.02E+04 1.98E+04  2.12E+04  2.10E+04  2.07E+04 2.80
(paclobutrazol)
PR
27 1.68E+04  1.69E+04 1.81E+04  1.46E+04 1.65E+04  1.82E+04 7.79
(phorate)
SREER )
28 7.65E+04  7.78E+04 7.50E+04  7.71E+04  7.73E+04  7.62E+04 1.26
(phorate sulfone)
SRES 20 RIAT
29 7.95E+04  7.70E+04 7.90E+04  7.65E+04  7.60E+04  7.65E+04 1.88
(phorate sulfoxide)
F
30 5.75E+04  5.29E+04 5.92E+04  5.76E+04 5.53E+04  5.63E+04 3.85
(phoxim)
IR e
31 4.01E+04  4.10E+04  4.32E+04 4.37E+04 4.23E+04  4.06E+04 3.50
(prochloraz)

WSS
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SEERY EERUY (J02D) RUREIRAT

PR
32 2.42E+04  2.42E+04  2.40E+04 242E+04 2.40E+04  2.40E+04 0.48
(profenofos)
33 5.89E+04  6.17E+04 5.92E+04  6.18E+04  6.26E+04  5.03E+04 7.70
(propamocarb)
L AR T 1 P
34 6.90E+04  7.13E+04 6.71E+04  7.15E+04  7.26E+04  7.29E+04 3.20
(pyraclostrobin)
Wik R
35 6.46E+04  6.26E+04  6.31E+04  6.31E+04  6.19E+04  6.41E+04 1.55
(pyridaben)
W T 1
36 ] ] 1.14E+04  1.16E+04  1.15E+04  1.12E+04  1.17E+04  1.14E+04 1.70
(pyrimethanil)
HugE
37 ) 9.75E+04  9.71E+04 9.71E+04  9.90E+04  9.76E+04  9.95E+04 1.04
(tebufenozide)
Mg 1B
38 ] 2.77E+04  2.90E+04  3.14E+04 2.835E+04 2.86E+04  2.83E+04 4.47
(thiamethoxam)
R
39 4.72E+04  4.54E+04  4.54E+04 4.68E+04 4.80E+04  4.59E+04 2.28
(fipronil)
P
40 1.13E+05  1.13E+05  1.18E+05  1.13E+05  1.15E+05  1.09E+05 2.50
(fipronil desulfinyl)
RS AL
41 2.99E+04  3.15E+04  2.99E+04  3.12E+04  3.02E+04  3.06E+04 2.19
(fipronil sulfide)
RN
42 1.36E+05  1.39E+05  1.37E+05  1.38E+05  1.38E+05  1.37E+05 0.73
(fipronil sulfone)
LR

PR B vH: il 28 il R, PO Bk 2.0 ng/mL~50.0 ng/mL [ 5 FI P A if it 26
TAEW. SR 2 Pron, ELMEEENLMERYF, MR AR R>0.99,

+ @ Calibration for *acephate-1: y = 3.37058e4 x + 2012.12856 (r = 0.99561, r’ = 0.99123) (weighting: 1/ x)
3.0e6q

2.5¢e6 4
2.0e6 4

1.5e6 4

Area

1.0e6 4

5.0e5 4

0.0e0 Lol

Concentraticn

B2 42 MRELSYIIRERLZE

NV 7. e 1
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AICKH] HPMS-TQ MUFUB FHAC, R4 (GB 23200.121-2021 5N 5
331 oA 24 B AR 5k B R PRI o OB - ER G D), DAAESER
L, GROL T SR EEAONIE 42 MORERIMBI T R . 1207 B R R K,
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E OF L HSERUY (ER) RHEETRAT
3.1.4 BHEARR: BEPRARKZEHAB=DERERN
(LC-MS/MS)

________________________________________________________________________________

EARL SFACHIAI S K 4- SR R

________________________________________________________________________________

_——————

__(_ﬁHj__

SR
¢ #%: HPMS-TQ = RGHAH Bl 5 B 5T 15X
A4 i A
JER Alphasil VC-C18, 2.1 x 100 mm, 2.5 pm HTR ESI+
MEAH A: 0.1%F/K; B: I FHE R MRM
R 40 °C BT HEE IS 5500 V
IE 0.3 mL/min KA ES] (CUR) 35 psi
HEFE B 10 uL %< (GSD) 50 psi
HEINHA (GS2) 50 psi
Ve Ah —ICERRE T = FIREE (TEM) 550 °C
fili#5 <. (CAD) 9 psi
MRM Z#{:
et BEET FEF  EEHEE REERE
=] A
F ey (min) (m/z) (m/z) (DP) (CE)
- & HUBK = 197.1 117.1 90 36
(Cholrdimeform) : 197.1 125.0 90 42
A-UAT B it = 142.1 106.1 80 37
(4-chloro-o-toluidine) - 142.1 125.0 80 28
BEEMER

TEWE B AL PR IN 5 ng/kg A K B HACUIFR AR, 3E4T 6 IREE B PESE
B, % HUBK S AU R IE E AR RSD 7331104 1.35%. 3.35%, fREAIS[A] RSD 7
N 0.31%- 0.08%, Tt AR 75 V2 IR HERA B0 /2 B LR, T IERE B R UT.

&1 RBRRECHYES E0NLE

RSD
(%0)

LR - 1 2 3 4 5 6

VETAY  3.00E+04 2.98E+04 2.96E+04 3.05E+04 3.05E+04 3.05E+04  1.35

LREG I [A] 1.287 1.281 1.289 1.278 1.284 1.285 0.31

VETHIFR  4.27B+04 4.25E+04 4.43B+04 4.59E+04 4.59E+04 4.48E+04  3.35

s 4.135 4.139 4.134 4.13 4.131 4.131 0.08

2iE. EEMR. RNREGR

NS 7~ .&“‘ S
S\ O R Lo 0L SR



e EREUY (L) REERAT)
2 AR IR EETEE N 1 ng/mL~50 ng/mL ) R 5 ArE 2R, 45 R an
K1 P, DLW ARG R LM bm A it £, fELRPEVE Il N R i R4, AR R 3
R?>0.99, HEAT I % 7% HUPK A AU RS, 25 R I e 3 v 2% bk e
AR BRI TR
~ @ Calibration for shachongmi-1: y = 6631.67383 x ...{r = 0.99806, r* = 0.99611) (weighting: 1/ %)

@ Calibration for 4-lvlinjiabenan-1: y = 9160.99771 x...7405 (r = 0.99790, r* = 0.99550) (weighting: 1/x)
a2

4.0e5 4

3.5e5 4

3.0e5

2.5e5 1

Area

2.0e5

1.5e5 9

1.0e5

5.0ed 4

0.0e0

5 10 13 20 25 20 35 40 45

Cencentration

Bl1 RERRERHYINERLE

it

ASCR I HPMS-TQ USRI X, DA E NI, @57 T 58 B A% bk
RV E J7 % 27 HA REUER R ZK, ZPRMER, BER VSR,
i AL 2 SO BRI 55K, R I o UK S LA B A T A

&1’ .7‘\',‘1

&< L‘e"‘
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B~ il RN (LR RHEERAR
3.2 BHARHE

3.21 S EF%: EEEeR+IEERE. FNEENEF
EEEBEM (LC-MS/MS)

________________________________________________________________________________

E 3 RN, REE. PREENRE R |
Bt
¢ #8: HPMS-TQ /= R AH il 8 5o 15X
A 251 JiE 2k F
Alphasil VC-C18 =—
LY : TR ESI-
Bl 2.1 x 100 mm, 2.5 pm Lesh
s A: /K; B: HIfE HHE MRM
FEIR 40 °C EFEE (IS) -4500 V
by 0.3 mL/min SKAAES (CUR) 30 psi
BERER 20 uL w55, (GS1) 60 psi
WIS (GS2) 60 psi
Ve A T ICHR BT =ETUREE (TEM) 700 °C
fil# < (CAD) 9 psi
MRM Z#{:
LR R Bf 1] BB+ FET EiEHE filf 48
] AL
75 HE) T ) i) (DP) (CE)
354.0 290.0 -55 -18
1 BR 1.97
TRER 354.0 185.0 -55 07
356.0 336.0 -55 -14
2 P S 2.80
AREE 356.0 185.0 -55 XX
“SEN] 152.0 -55 24
3 HER 4.18
321.1 256.9 -55 -15
4 TREAER 423 326.0 157.0 -55 26
EEMER

FEXG I 1 e 2R (AR 0.3 ngke. HIRERMBEAREH 3
ng/kg) FIFRE S, AT 9 TR EE R 1 958, 06 TR ARAH X BR 1 22 7E 1.36%~2.97%
Z 18], PLBHAR T VR 5 BT




"? At NEAV .
e X RN (L2 RULERAT

&1 3MERCLEMESHNER

TR RSD

1# 2# 3# 44 S# 6# T# 8 o# (%)

PR 2.27E+04 2.13E+04  2.18E+04 2.18E+04 2.25E+04 221E+04 2.10E+04 2.16E+04 228E+04 2.84

FEJE%  111E+05  1.12E+05 1.13E+05 1.11E+05 1.09E+05 1.12E+05 1.12E+05 1.14E+05 1.10E+05  1.36

AHmE 1.42E+04 1.44E+04  1.38E+04 1.37E+04 1.44E+04 1.46E+04 1.38E+04 141E+04 1.34E+04  2.97

SZiE. EEM. BLMPRER

SR FH 2 S PRI RE et BB N AN TRV AR R b v ARV, T 1) ok Y B 2 R4
K JE W E N 0.5 ng/mL. 1.0 ng/mL+ 2.0 ng/mL- 3.0 ng/mL. 5.0 ng/mL. 10.0 ng/mL
S RWIE N 0.05 ng/mL. 0.1 ng/mL. 0.2 ng/mL. 0.3 ng/mL. 0.5 ng/mL. 1.0
ng/mL [ VR G brdE 2 AR . R In— & R I TR E B RVAW, (E13 s
WA 0.1 ng/mL, 255 UFE 1 Fs, R AR Mbr k2, ELMEE N
LR R AT, AHORREL R>0.99.

FEXS PURE A IR B R IR E R 0.3 ngkg. B R MHEIFEH 3 ng/ke
RIbRHE S, N — 2 AR AR A B I, A3 AR BN 0.1 ng/mL.
SRAER. FIRER. BAREH KIS 8 2= RLE 56 42 AEi R 2K

XIC from Jiafengmeisu_0316.wiff (sample 14) - Jiafe...OD, -MRM (7 transitions): Lvmeisu 1 (321.1/ 152.0)
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3.2.2 BETIE: ZMIEM A SRR RS
ROSREE4M (LC-MS/MS)

________________________________________________________________________________

Bt
% & HPMS-TQ = R0 i e 3E T 1 A
TOHH 2% A JH i A%
Alphasil VC-C18 =——

i ’ TR ESI+
Bl 2.1 x 150 mm, 2.5 pm, 100 A BERE >
mshAH A: 0.1%HEK: B: & AR MRM
FER 30 °C BTLHEE IS 5500 V
i 0.2 mL/min SHAES (CUR) 35 psi
R 10 uL %< (GS1) 55 psi

WIS (GS2) 55 psi
Vet U TR BRI (TEM) 600 °C
fill# < (CAD) 9 psi
MRM 44
% B4 B (1] BT TET EEEE wiEeE

=} A
= - (min) (mz) (/) (DP) (CE)

. USRS GERe kY = 335.2 291.1 80 17

(AMOZ) : 335.2 262.2 80 23

> IR R P A Q4 = 209.2 166.2 80 16

(SEM) ' 209.2 192.1 80 14
5 R 2z KA ) — 249.2 134.1 80 17
(AHD) ' 249.2 104.1 80 27
A MR M A i £ 1 4 650 236.1 133.9 80 17
(AOZ) ’ 236.1 103.9 80 31

EEHER

FERSG P P 43 TR 0 0.5 pg/kg 2.5 ng/kg M) 4 Fi il Bk mg A IR & i
HEVRIBL AT 6 IRE R VESLE, WIS bR AE (R Z24E 1.45%~6.44%2 (8], 15
ATT NG E R UF o




R

ALt BRI (Lm) REERAT

&1 0.5 pgkg By 4 MIEEXIEAEES H0MER

B S RSD (%)
1 2 3 4 5 6

AMOZ 1.15E+05  1.14E+05 1.16E+05 1.13E+05 1.14E+05 1.19E+05 1.72

SEM 7.71E+03  7.07E+03 6.59E+03 7.10E+03 6.47E+03 6.79E+03 6.44

AHD 2.49E+04 2.50E+04 2.42E+04 248E+04 2.43E+04 2.40E+04 1.63

AOZ 1.45E+05 1.41E+05 1.40E+05 1.39E+05 1.40E+05 1.41E+05 1.45

T2 25pugkg B4 MEEREKIBASYES QTSR

B S RSD (%)
1 2 3 4 5 6

AMOZ 1.77E+05 1.78E+05 1.83E+05 1.75E+05 1.76E+05 1.75E+05 1.67

SEM 1.26E+04 1.19E+04 1.14E+04 1.19E+04 1.23E+04 1.20E+04 3.35

AHD  3.46E+04 3.60E+04 3.38E+04 3.37E+04 3.43E+04 3.31E+04 2.86

AOZ 3.20E+05 3.22E+05 3.16E+05 3.17E+05 3.15E+05 3.13E+05 1.06

ik, EEMR. RMREGFE

FRAE AR AE Hh 2R 45 AE , BCH Ak 1.0 ng/mL~20.0 ng/mL [ 28 51134 P b ph 2%
TAEW . LRV AL R BRI, XA R>0.99, BTGP 4 Fhig
FERMEARA) RGN, 5 RR LG AEE, 4 BBk AR v e &

N=:s *—- N,
Wit 2 R AR 3K
XIC from Xiaojifunan 0329.wiff (sample 34) - Xiaojifuna.... AHD 1 (249.2 / 134.1), G: i thed (1.0 points)
AOZ
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I SEM
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#ie
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~z7 Acchrem Tech

3.23 BRUEADN: BEPIRRFINERELN
(LC-MS/MS)

________________________________________________________________________________

BT R ST i
BN
% & HPMS-TQ = R0 (3l 8 R 5T i X
AR 2 Jo i 2% A
o Alphasil VC-C18, e,
Sz 3
Bift 2.1 x 100 mm, 2.5 pm TR ESIx
A A: 0.1%FRAK; B: LJE EEEL Y MRM
MR 40 °C BB E (IS 5500 V
g 0.3 mL/min R AES (CUR) 35 psi
HEFE B 2 uL Wi %< (GSD) 50 psi
PSR (GS2) 50 psi
Ve R B ZTCRR B BT (TEMD 550 °C
fif# < (CAD) 9 psi
MRM S
£R B S [ BB FETF EIEEE filf- 4 e
=) A
——— (min) (m/2) (m/2) (DP) (CE)
277.0 203.0 20 20
1 N 4.75
gy 277.0 259.0 20 14
ESHER

FEMR B TR R VR 1LOQ ZUAE FRRMRAR AL, AT 8 WK ST HE S0, WETHA
HIRTERIEERZE 79 0.85%, WA LS SIbE BLAT, U5E 4 Rl 4.
xR1 mBETESMRINLE

Hoy V€4 1 2 3 4 5 6 7 8 RSD (%)

TOAREEE IR 3519515 3556029  352618.5  355054.7  361099.8  352592.5  353225.5 352611.4 0.85

ik, EEMR. LMREGF

FH e B 25 [ ot 22 S T ) PR FE G R R 0.5 ng/mL~10 ng/mL FFR#E 2% .
ZEERNEE 1 B, DAVETII AR G IR FE fchr ok M 28, TEZRIEE I N2t R 4T, MHRR
$ R>0.99.

TN RN
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Calibration for Kelunteluo-1: y = 1.377255 x + 23700.40150 {r = 0.99656, r* = 0.99313) (weighting: 1/ x)

1.2e6 1

1.0e6 1

8.0e5

Area

6.0e5 4

4.0e5 (]

2.0e5 1

0.0e0

Concentration

B1 REeRTINEHRLE

B iR

Xt B RE A EEAT SR EURIE, BRI A B2 FUEE 0.22 pm JEREHEATILIE,
IR AE R KA HE BRVACEE (¥ SO AR RS B bRtk i, S5 2R LR &, S AR 20 i I A
AEEER

XIC from Kelunteluo_0309.wiff (sample 9) - Kelunteluo_...1, +MRM (2 transitions): Kelunteluo-1 (277.0 / 203.0)
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B2 REFZHRNRRENERIEE

%ie

AR SCK M HPMS-TQ WRFUER A, AL 1 58 HE 6 2 o s A s 2 Sl 5 7
Fo ZITER BT m TARMEER, [BICR IR EZORIEH A, e 25 R e, &
RUERYEF, AT T P e Rs 2 i B IE .
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3.2.4 EEIENIA: FPFninrh 7 SR S IN%RE
¥ (LC-MS/MS)
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ST G2 B R SRRV R B E . R E . B R R R AR

R &
BIERY
% & HPMS-TQ = R0 i e 3E T 1 A
TR 2% A J A%
itk | Alphasil VC-C18, 2.1 x 150 mm, 2.5 um YR ESI+
sl A: 0.1%HRK; B: HEE HfEE MRM
ERl 30 °C EFLEE (IS 5000 V
i 0.2 mL/min SHAES (CUR) 35 psi
BEFEE S5uL %5, (GS1) 50 psi
WIS (GS2) 60 psi
Ve Rz LR BRI (TEM) 500 °C
fill## < (CAD) 9 psi
MRM Z#{
= TR R TET EfEEE fill 45 i
= = ME (miz) (m/z) (DP) (CE)
= B A = 360.3 316.2 100 28.2
(Enrofloxacin) 360.3 245.2 100 384
5 ETRIY A = 358.2 340.0 100 33.0
(Danofloxacin) 358.2 314.2 100 27.0
- HHWE = 332.1 288.1 100 26.0
(Ciprofloxacin) 332.1 244.8 100 34.0
p Wb R 617 386.1 342.0 100 27.0
(Sarafloxacin) 386.1 299.0 100 42.0
s B A 505 396.0 352.0 100 27.4
(Orbifolxacin) 396.0 295.0 100 33.5
. TRV E 508 400.0 356.0 100 29.0
(Difloxacin) 400.0 299.1 100 41.0
. RORID 2 506 363.1 320.0 80 30.0
(Marboflxacin) 363.1 344.9 80 24.0
EEHER

EAE R RN 10 pg/kg B 7 Mg v B 2R AL S VIR S AR HEVE R, AT 6
RS PSS, VTR AR A B 22 1E 2.53%~4.06%.2 7], 18 BH A 75 V2= R vl i

=




B L HRUY (L5 FHEERAT
R TEREENR, VAN R,
£ 1 7 HIESEIL L AYES LR

RS R 1 2 3 4 5 6 RSD (%)
B R 5.40E+05 5.49E+05  5.48E+05  5.63E+05  5.87E+05  5.96E+05 4.06
LHEIE 8.68E+05  8.87E+05  9.07E+05  9.41E+05  9.44E+05  9.65E+05 4.06
WHYAE g 2.03E+05 2.03E+05  2.02E+05  2.13E+05  2.13E+05  2.19E+05 3.36
Wiy R T 2.74E+05  2.85E+05  2.80E+05  2.93E+05  3.03E+05  3.04E+05 4.28
BE R B 441E+05  4.45E+05  4.42E+05  4.52E+05  4.65E+05  4.66E+05 2.53
ZHID A 2.99E+05  3.08E+05  3.06E+05  3.11E+05  3.27E+05  3.26E+05 3.58
FRARID B 6.26E+04  6.31E+04  6.69E+04  6.76E+04  6.82E+04  6.60E+04 3.56

Ztt. EEMR. EWRER

WRHAN [ A AR B b ARV P 28 1 2 0 et S EBOARUE 161 2.0 ng/mL~40.0
ng/mL K] RIVRERAERT 28 TAER . S5RAE 1 s, ARV A Lt R4,
MR AZBR>0.99. HEATHWH 7 R AHSRAL &) REENI, 45 REY LU
YyREENG, 7 P SR S DA H BRI A b ZE K . FLARSE R L 2.

+ ¢ Calibration for Ennuoshaxing-1: y = 3.20104e4 x ... [r = 0.99836, r~ = 0.99672) (weighting: 1 / x)
1.6e6

1.4e6 4
1.2e6 4
1.0e6 4

8.0e5 4

Area

6.0e5 4 57 e
4.0e5 e

e
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Concentration

1 7 FhIEIEER S SYAT R LR E]

XIC from Shaxing 0321.wiff (sample 61) - Shaxing 2ng/ml...xing-1 (360.3 / 316.2), Gaussian smoothed (1.0 points)
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3.3 HiteR&R2WE

3.3.1 RHIBER: HIHPREEER B &M 6 RHEN
(HPLC+FL)

________________________________________________________________________________

________________________________________________________________________________

I #8: S6000 = BBt REAY
b, % . Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A
M : 0.8 mL/min

ot R 2 S0uL
o E: 40°C
R WoRMEK: 360 nm; RAFHE: 440 mn
i, MR, EEMREGR

B R B A R AT A IR e BRI 5 . US4 2k FE A I [ 2
1 75 7 3R AR VR BN [F) R BE VR A AR TR TR, AR A I T AR R AR, Ao
TR FE ARE AR bR B 2R, 441507 0.05~40 ng/mL N 2R PEAH < R A K
F 0.9999. e 35 i A 55 2 (AR PR A2 BPR, AN SS SRR A EARELR
Bt MER

B 1 iAo it 3 I G B SR A AL B JS T ORI NI Ay B A L, Ak
B2 SR M BE S TP 1) . P P P SRR, RO N T B R
U, SERRRE ST R R R A

o</ N ESTSR
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3.3.2 SEER: ARSSEEEART HPLCHV)

________________________________________________________________________________

BT =R ;
BinRM

1 28 S6000 OB A
tt 3% F£: Tnature C18, 4.6 x 250 mm, 5 um, 100 A
i #: 1 mL/min
#t R & 20 L
o iR: 40°C
R : 240 nm
ESHER
CUbRHEST R S (i I g vk B G, S 6 41, BRI 1, (REE (A
FNUETAR RSD 255 W F 3, 45 R MZINEE S B SV R i

0.0501

0.0401

0.0301
2 1
0.0201
o.owf
o.oocrf
-o.owf
180 360 540 720 900 1080 1260 1440 1620  18.00
53¢
Bl TmEEERIEEEE
£ CEEEESSMIELR
ZHL 1 2 3 4 5 6 RSD (%)
PREAITE] (min)  11.864 11.906 11.876 11.878 11.883  11.871 0.1
e T A 30448 30904 30666 30380 30386 30463 0.1

%, LR, EEMRER
XETIERAT 1 4N A DN PR B e B PR 5 5% o b i 25 V0 F1) Bl A R JEE
RIARHEIE T, AR T AR MM b, A5 IR B R A b2 il b T 2, =

o</ N ESTSR



B et RN (1650 RHEBIRAT
BEHAE 0~2 pg/mL WL TEFC R E0N 0.9999., LA SIN=3 NIGIIIR, S/N=10
R RN, e = REER R e =R, 45 R T B S b o e
b = R E L f R PR A e =B, W TARIRE =R K .
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