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I 2% S6000 = R B 1A%

o, 3% #: Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A
oA M A: B B: 20 mM LR

W JE: 1.0 mL/min

HtFE &E: 10puL

o E: 30°C

R K : 230 nm

ESMER

fEFIIRIZ 9 20 mg/L IR S AR, HE 6 Hratir 5 R R G fE k.

) J A

B l|||||||||l|||”"'“

R N R 1 16 18
B1 RPR, R Ao A R AAARER R T A ML R

(1-EFBR, 2-L 48, 3-4Ed54h)
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e’ Acchrem Tech AEAERMY (L) RHEERAF
REARER, KT RN AL bR, ZehlbritE di 2k . 28 R . 1L ALRR AR RS BN (e 0~
200 mg/L Ju FE N2kt R iF, AHSR RELR2 KT 0.999,

JoresSn:
Soe?

k1 RPER., LERABEHENLOIFESRELSE

b W (mg/L) PR R2
KR 0~200 Y=43977.069815X 0.9999
LR 0~200 Y=45881.854347X 0.9999
BERE N 0~200 Y=31410.526419X 0.9999

it
S6000 = RGBUAR T 1% {CFE L 58 M I 25 R AL B8 i R 2 R . L B IR AT
ARSI ZER, A PEMAMEST R RAf.
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0 2R S6000 = REBUAR (gAY

o, 3% #5: Alphasil VC-CI18AQ, 4.6 x 250 mm, 5 um, 100 A
WoBh M BERE VAR

W J#E: 1.0 mL/min

Bt & 20l

M dE: 25°C

Kl &: 214 nm

LMER

X IR HEAT 2RI 5, DAAF A0 T AR N AL, A5 DDA F5E SRt Al s 22 1]
PRt b2k, 455 LW AR AE 20~500 pg/mL KR EE TG N & B IFR LML R,

R?=0.9998.
R_L
B 1 KR KL AR i &
SERRFRLER

e T I B2 RROF TR S HEAT AR BRI E VIR, R4S R AR Y, FE AR
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WIRIETE RIF, HORGEMHE ATk,

AU

0.0007

450 6.00 7.50 9.00 0 12.00 13.50
nnnnn

B2 HFHLPANRRKREREEER
KR, EER

DLt i I g 5 {5 e L SIN=3 SRR (LOD) , SINZ=10 AL E=E
R (LOQ) , Z 7 Ema il R Al =R T GB 5009.259-2016 [ HEK

0.0004-

0.0003

0.0002-

AU

0.0001

0.0000

e I LI e — T e S e
0.00 1.50 3.00 4.50 6.00 7.50 9.00 10.50 12.00 13.50 15.00

B3 1pgmL AEBRAMNLEREER
&L

FFAEE S6000 0183 F5 B 28 AME I 28 FF A& AR it 7 vk, BERSAE 15 min
N 58 BT R PR RSL N, T 2 0 vy, e IR 4, HL7 vk R B AT GB 5009. 120-2016
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LEREBHYL (JEZ) MEARAHE

/M 9 MeEZAEM (HPLC+UV)
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AR IRI: R B WKL, MIRLL. DV, R, MRS K.
g i
aER Y

0 2 S6000 T R IBAH g AL

tt 3% . Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
W oBh A A B B: 20 mM LFREER

W #: 1.0 mL/min

ot P E: 10pL

M #E: 35°C

Sl K : 254 nm

ESMLER

LL 9 R ZIRAR B 55 9 R R B T E B A, SRR IEEE MR
oo

0.045+

AU

Bl 9MeEtRirEaMne izl

(1: #7483 2. #4r; 3: 34 4. JARS4; 5: B %% 6: HR4; 7. M4, 8:

ey 9: FREELL)

S\ O P Lo BL6<TIN

A —=\

A TN\ K
OSSR




‘lﬁiﬂaﬁ*ﬂ{y 4‘{:‘1& N \ E—— N /\—
Acchrem Tech +18 *41)( (:It/?s) *’H:iﬁlzﬁ Ls ;.I
k1 9#EFEE MNXAE ) AOE @RS E
2K - 1 2 3 4 5 6 RSD (%)
- {5 85 15} 7] 3.64 3.63 3.67 3.64 3.64 3.63 0.4
TIE
U TH AR 119090 119069 119465 119201 119271 119455 0.1
it {5 85 15} 7] 5.29 5.23 5.3223 5.2913 5.29 5.27 0.3
o U TH AR 84234 84556 83853 84329 84357 83705 0.4
. TR B I (] 7.35 7.34 7.36 7.35 7.34 7.33 0.1
24N
U THI AR 108243 108112 108672 108489 108364 108461 0.2
LT (L 9.86 9.87 9.86 9.86 9.87 9.86 0.01
HZ
U TH AR 114109 114081 114336 114343 114453 114235 0.1
. PR B 8] 10.59 10.60 10.59 10.59 10.60 10.59 0.01
%
U TH R 98981 98804 98794 98575 98838 98937 0.1
g PR B 8] 11.66 11.67 11.67 11.67 11.67 11.66 0.01
Uit
U TH AR 41182 41135 41225 41140 41255 41209 0.1
BT {5 B4 1 1) 13.89 13.90 13.90 13.90 13.90 13.89 0.01
) Eiapsat 25424 25416 25263 25261 25186 25443 0.5
_— {5 B4 1 1) 14.88 14.89 14.88 14.88 14.89 14.88 0.01
T T A 45801 45885 45769 45776 45918 45901 0.1
S {5 B4 1 1) 16.32 16.32 16.31 16.32 16.32 16.31 0.01
i Eiapsa 78514 78437 78509 78514 78527 78829 0.2

S, 1HR. EERER

PEHUREE N 5. 104 204 50 £546 H BRIKEERY) O P v b, Ao HLiEAT 28 M AG:
M, K2 WER M BT, 2% R2>0.999, HAGHIFR. & &R 2 Eix

AU
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PORL R S ARG IR H I3, KR & h AL, HL R RE dh Jo it it
T

0.56 23 Jofr V2
BRI VR
0.427
D 0.28
<

0.14 Frig i g £ Hs
|t 17
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]

P17

0.040-

0.030

AU

0.0201

0.010

0.000+——

0.00 5.00 10.00 15.00 20.00
o

B3 REREST RN SRS R
£
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1.3 HpARmAme
1.3.1 #EF: Z4)Lam 4 FEEFIA0EM (HPLC+UV)
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EE AR FEER, PREEER, CEFEZRNELR
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0 2R S6000 = REBUAR (gAY

o, 3% #5: Alphasil VC-CI18AQ, 4.6 x 250 mm, 5 um, 100 A
Wosh M A 0.5%FRER: B: LI

Mo dE: 20°C

M #: 1.0 mL/min

R E: 10uL

R : 279 nm

ESMER

CAk NEE, 1A 1.0 g Wk RN 20 mg/L FReEEW 0.5 mL, 3T H
S0P, FoH A 5.0 mg/L INARAE S, ME 6 BB, PREF I (A AT T A RSD
SERNE 1, SRFFEIRHEZR.

k1 WkHmisSOmgl mikE A HLER

% 2 1 2 3 4 5 6 RSD (%)
e fREARIE]  4.275 4271 4.276 4271 4.270 4.271 0.06
IEEAR 147772 150229 154752 154079 154762 154526 1.94
e REFWIE 5361 5.355 5.361 5.358 5.359 5.358 0.04
IEEAL 165024 164946 165973 165172 165329 163067 0.59
R 75 2 TREWE 5757 5.751 5.757 5.755 5.755 5.754 0.04
Mg 172508 173646 173881 173831 174014 172905 0.35
E5E fREERE 6.562 6.557 6.561 6.560 6.561 6.557 0.03
MEmA 192030 193651 193778 193701 193580 193924 0.36

N T S m
SEvae "; P }QA"



F ey

;J“Wmm" HEIERHMY (L3 BHEBR AT
0.0325 1 23 4
0.02601
00195,
<on130 N‘ N t-A::::;::::;%Qi;§:::ﬁ::4,
0.00651 N Ezzj E%? &:::i::::::;:ijﬁxtii:::::::::
0.0000; RELLN k;//J‘Jﬂ\\i‘”/f\‘*’\\\\g¥,~,

000 140 280 420 560 700 840 980 1120 1260 14.00

Minutes
B 1 i 5.0 mg/L imig € 4% &R
(1: HZF.2: CEFZE.3: PEAFEZZ, 4: H#8%8)

S, KR, EERER

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 Fx
HERA RO TR, Ll obrtihzk, 45 RRFLE 0.2~100.0 mg/L HIHKFE TG A
R?>0.999. 5& A< J7 1 7 B PRS0 1 IR, 45 SR 3RV I R & T A 7 R
TR AR EEER

BRI MER

TRk 3 57 AR UHE I (1.0 mg/L) (il BN &] 2 FioR, b il i 22
R CHEFEZR, PEFZR, FURRANIESA4 4.219 min, 5.320 min.
5.720 min. 6.533 min, WEJERAEF, EFLTH. BB Birb &M REH,
AT IR SR IR SR

0.0105 &

E

H

0.0070- -

2 % %
0.0035-

Wk o

FRAEVAVR 1.0 mg/mL
0.00 1.80 3.60 5.40 7.20 900 10.80 12.60

Minutes

B2 kA RAetrgzg (1.0mgL) MRXLEREER
‘ “' M o\ N\
\ O AR LoO o< N S

N —=
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it

KA S6000 JRFH (it 1 AT Alphasil VC-C18AQ (4.6 x250 mm, 5 um)
WAEIE BY LT P A 2R, FEEER, CEFEZNEER, &7
BT EE. REE. &tk B EER, REERTERIE.
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1.3.2 FHARF: REPIETEEHFM SN (HPLCHUV)

piE = Ty il el PO e s Y T
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0 2 S6000 = RABUAR (gAY

o, 3% #5: Alphasil VC-CI18AQ, 4.6 x 250 mm, 5 um, 100 A
W oE M A K B: 2

o E: 30°C

W #: 0.8 mL/min

Bt FE & 20l

R K : 200 nm

BEEMER
IR 6 £HIKE N 50 pg/mL (1B 1 B & AR J1EH VR A AR ETE R, B HE
g R,
Al
1
2
0.2+
I T T SR e S T
Bl TAMFELEREER
(1-FTHF 8, 2-FT A #4)
(1 THAMAERRERERE
RSD
ZFR - 1 2 3 4 5
(%)
A5 B BF ]
7.21 7.22 7.22 7.22 7.23 7.23 0.10
e
" T A
(V) 3826766 3849412 3827546 3843878 3842766 3827633 0.26

S\ O AR Lo D6

TR
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e

= gy

“fgs? Acchrem Tech EPERMY (dER) B ARAE
£ BF B 1]

11.20 11.21 11.21 11.23 11.22 11.22 0.09

- (min)

H

UEE [T AR
(uV¥s) 2958568 2973778 2962088 2967940 2967416 2965116 0.18

uVis

SN BNFR. EERER

B — 8 IR A AR EV R, FH7K 73 I FoRE R BE 100 pg/mL. 50 pg/mL. 25
pg/mL. 10.0 pg/mL. 5.0 pg/mL FIFRAEE VAR RS, ZfilbraEdh 2k, Byt L a
N 3 AE SNV B A AR OC R B R2 KT 0.9999. Il A T7 vk e B IR S HHFR,
S5 R IRAZTTVE M R & T bR 7502 R R T AR HE K

A2 BMESR

28 ‘ Lk TR R

(pug/mL)
Ry 7 E2 i 5.0~ 100 Y="77028.531X - 5678.552 0.99996
Rl 3 it ' Y =60030.741X -15394.160 0.99992
BEmiNgER

AT FETORE OB EAT RN, 45 R & 2 fos . B AR, B 611,
UEBZ 7 15 AT CAREAT Bt o o 857 L2 A AR ) 0 ARG o 2 it o ) 7 L A
t o

Al
0.6—

0.4

0.2 h
%i NG

o TRAR L I S TREOR:

T T T é T T T L T T T é T T T é T T T ILJ T T T 1|2 T T T 1|4 T
B2 ArksbRIRHFLERE

min

it

1 FH A% S6000 /= R0B A LA B AL Alphasil VC-C18 i iihE, JikEE M
RIF. REEVER T EFRESR, w7 DS 5 e 7 B G AR A & A o

S\ O R Lo D6 KSR
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0 2R S6000 = REBUAR (A

o 3% #5: Alphasil S-AAA, 4.6 x 250 mm, 5 um, 100 A
Wz AH: BERREVAW-Z

o R: 45°C

Kl : 360 nm;

M J#: 1.0 mL/min;

#tFE & 10puL

FARIE K

1 N7E S6000 VBAH (i R 48 T AT 19 P LR 7 i as Rk, A
AT AE H, 19 R IR 1285 KGR RR I 5

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

Bl AABFEEOATEREER

R S5.H EUBR; 6.7 2R T M AR ; 8.7 AR 9.

R IR weziy

N —=

o O o
OSSR



BN i‘lz'%flz A4V N
WJMhﬁ% EERHY (L) BRBRAF

KA AR 17 FMABR; 18 MABR; 19.5528)

ESMLER

LAbR i N RE i B S ITE B B, SR 6 £, PrfS Gl as RanlE 2
FiRe 2 SE R (- 51 I 1) S T FR RSD 45 Nk 1 fioR, 45 BRI Z ik
B ERE IS OR B IS [ A 7 B 55 LA

0.50
2
““meMMJA “MMMML“HL
0.00 12.00 24.00 36.00
5
B2 fAABMiFeTIMLEREER (n=6)
A1 ARG RO @ AR Y F AL
B LREH I E] RSD (%) U TEI Y 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
TRE R 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
SRR 0.087 0.091
AR 0.095 0.140
HAMR 0.092 0.274
BRI 0.091 0.093
PR 0.078 0.157
W R 0.078 0.290
g0 0.084 0.204

SMER

S\ O AR Lo D6

A T '.!_Q-l

SN e
OSSR




HEFERHY (L) RS BRAT
19 P ERATAEMAE 0.02 mmol/L~0.1 mmol/L (11 i B N 2648k B, K
A R R2>0.999.

HmiMER
pira Eilub Y =
0.12;
2
0.06
ookl LLA ——
0.00 12,00 24100 36.00
bk
B3 RaelledtEsa ARMIEREER
TARL K A o
0.50]
2 025
a.00]
e sy | NS T O
pagit
R4 ehFerniliBomaEiteiR
0501
2 0.25]
0.001 o A_L
000 1200 " 2400 300
paxit

A5 EHfsAAR>ITEREER

S\ O R Lo D6 TN KSR
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2
2 0.25]
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000 120 " 20 " 300
okl

M6 #HFRALRIITEREER
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Pzl
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0.06
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<
0.03+
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0.00 12.00 24.00 36.00
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2.1.2 [EBRR: HIFPFHEEAEN (HPLCHUV)

________________________________________________________________________________

SRR R ;
BEEY

¢ #8: S6000 =B (A%
th % F£:. Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
W B A 50 mM LFREN (pH=6.5) -Z. 1%
o i 30°C
Rl K 360 nm;
W : 1.0 mL/min;
R 2: 10ul
HmRENER
B 1 LA i B A R s it 05 B o EH AT, 5 R AR S6000 = SGHAH

(Y, A Alphasil VC-C18 (4.6 x 150 mm, 5 pm) 34, 5 Mg B
U, ToARUET-HE, AT DASCELARMR o AR Y R A A U

0.50
0.457
0.407
0.357
0.307
0.257
2 0.20]
0.157 tl:ﬁ;%\@
Y N NI | U |
S | RS
0.00—
005] 200 pg/mL ZEREFR bR i
0 2b0 b0 | 600 | 8bo | 1000 | 1200 1400 1600 1800 | 2000 | 2200 | 2400

Minutes

B 1 ARy S R0 PR S 45 R &3 A
it

MR 2 BT, Al FHARTE S6000 AR A Lk A, FEHC Alphasil VC-C18
(4.6 x 150 mm, 5 pm) EiAE, 0] DLSCI A5 A 2R TR (1) 23 B Al

S\ O R LoD 6N KSR
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=7 Acchrem Tech

LEREBHYL (JEZ) MEARAHE

2.2 HEZES
2.2.1 Y53 ADE: —4E MG REENEYEH 3= ADE (2D)

EAUEE R VA, VD2 VDsy o-VE. B-VE. y-VE. 3-VE |
L )
BIERYg
£ 2% S6000 —4EVAR
FE—Y ot
Acchrom S6000 ZH 2125
S6110 MU t% Acchrom S6000 ZHZH 2%
A E S6210 HERERE S6110 Y63
S6310 FEiRFE (N E 2 f7-6 JEIE) S6420 A A] TSI #%
S6430 M PRI
w Alphasil S-PFP, Alphasil VC-C18,
o phasi phasi
4.6 x 150 mm, 3.5 um 4.6 x 150 mm, 3.5 pm
i 7 EC-C18, 4.6 5mm, 3.5 um
s A A: FEE;, BK A: ZJF5; B W
Ve A GBI TICE T
o 1.0 mL/min 1.0 mL/min
pEi = s 10 pL
R 30 °C
= 294
Rt - 25
325 nm
JuRIE

H EIRFVENE VAL PiFh VD FIPUFR VE FrifEdh, SR aE 1 . 484
= A MPURPZEAE R E R —4ERESCIN L LR /05, VDo VDs 155 - 4E ST 3 2k

4

3 .‘2‘"—

S\ O P Lo BL6<TIN
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O NG
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Acchrem Tech

LEREBHYL (JEZ) MEARAHE

00| - 1601 F=#
Vi
6.001
% . % 0.80- .
8§-VE VD
%01 oovE 0.0 LY}
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 30.00  35.00 000 500 1000 1500 2000 2500 3000
baxid D
B1 VA, At VD Ao At VE 474 Silll 2 22 R &35 B

ESMLER

35.00

CASEBRRE R OESEDE 5 4580k m A, BAKILIE 2, ZI5iE e sk i pE S

BRI

180.00
Y-VE

120.00
_ I 8-VE a-VE
=
£ 1 A

60.00+ — A

(| = e ——— A . —
0.00—— A ad A
0.00 : 5.00 - 10.00 15.00 ' 20!00 2500 3000 35.00
Eh

75.00+

50.00 I
—
=
£

A
25.00+ Ja\
O e N,
0.00 j\k
0.00 5.00 10!00 15!00 2000 2500 30.00 \ 35.00
55Eh
2.94-
VD3

1.96-
2
£ 0.98+

0.0

; T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00

S\ L

~ I atYA®

SER

B2 HERSP44 % ADEZT ARG LR

o WY
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oo’ Acchrim Tech SEFERMY (L3 RHEBRA S

R o
i

o
250
R

SN BPR. EERER

SLIGEEXNT VAL Pl VD R DR VE BEAT T 4 Rl PR 2w R E R
MY 7 Foer 4 A 2R o TR £ BSOS [ B2 (VR A5 A R VA AR DN U TR R Sy A A4
bRy R R ARAR SRR AE 2L, VA 7E 0.2~10 pg/mL PRI R R BN
0.9994, VE f£ 2~100 pg/mL N HEAHR RECH 0.9997, VD 1£ 0.05~2.5 pg/mL N
ZRIEAH S RECN 0.9996. WITE 7 Pk A= 38 BRI FRA 8 = B, 3T [ Sbm it b
TEAHVE I E £ i Fh 4E2E 38 ADE PR PR A E & PR

B4R
SR FH SR it BT AR B 59207 1 S BRI 4E2E AT I E , AR R B

dh B4 LECTT Wik . BRI YRy, ME SR AT BIFTR . SEBRRE R P A 4E
RSB T A, JF HINE 45 RR WA Z BRI R T

=
TR B
75.00 15— 4 LR
0.45
50.001 YA W
= T-VE 2 00
£ £
25.001 S-VE_ VT
-0.45]
0.00
“““““““

-0.901— ; ‘ : : : :
000 500 1000 1500 2000 2500 30.00 3500 000 500 1000 1500 2000 2500 30,00 35.00
bk S

B3 HEARSLT VA, B VD ferg sy VE N & 42 % &% B
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B LBCTT Wik
75.00- e 045 s

?g 50.00 . ‘Dé 000 VD3
200 e -0.45]
0.00 S LR

‘ ‘ ‘ ‘ ‘ ‘ ‘ 0901 : : : : : :
000 500 1000 1500 2000 2500 3000 3500 000 500 1000 1500 2000 2500 3000 3500
Pagal Py

B4 BL)LERG WA T VA, A VD Awa A VE % 4 R &% R

ZAEBCTT Wik -

0.90
75.00 % B4
0.45
VA
= 50.00 S VD3
< <E( 0.00
E a-VE
25.00
| A -0.45
o00) < i
T T T T T T T T T T T T T -0.90 T T T T T T T T T T T T T
0.00 5.00 10.00 1500 20.00 2500 30.00 35.00 0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00
by pari

BS5 XFRATVHF VA, FAF VD fo@ 4 VE M| 2 4 R &£ B
Zie

ASCAEDUA B AR AT 15 1) 20t EARAREZE 3 ADE B0 rid, — A
HSEHL T VAL PiRh VD L DUFE VE B #riilsg, THERIERIIZ A R UL e,
BIRPEGR, BRE 7R RO 4EAE I ADE [0 T30, fif 1 3Lk R i
VD Hyr Bl (Rl SEILFL i DUFS VE SRR RAF 7 85 . 1205952 20 3L
oo I T PR 2R R A BRI 2T B
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N A
o SESERMY (L3 RHEAIRAS

2.2.2 HEH 3 ADE: 7E%k SPE SREX —#E G LTSS
3 ADE (Online SPE-2D)

S

EAMEAEZKN: VA, VD2 VDs. a-VE. B-VE. y-VE. §-VE

¢ 5%, {E%E SPE B 4EWiAH AL

1E4k SPE B -t
Acchrom S6000 ZH 2R 2%
S6110 Acchrom S6000 2H 2H %% .
i Pc —— = S6110 JUIE%
S6210 BFEFE2s S6110 VUt .
fic & o — = S6420 £54h ] WAL &
S6310 HiRAE (NE 207 | S6420 4L4NAT WA I 25
6 JH &)
ZORBAX Eclipse Pl
74 SPE, Alphasil S-PFP, SRR
JERt Y o 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
SHEIN EC-C18, 4.6 x 5mm, 4 pm
= A: M B: K
T === A: K: B: HIE A: ZF&: B FE
C: HE
R = — > S N,
i = JCH BT I 15 R —IUE T
>a
" - 0-6.5 min:0.5 mL/min \
IE 1.0 mL/min . : 0.4 mL/min
6.6-32 min:1.0 mL/min

iR 100 pL
R 30 °C
. 294 nm
iUl
Wk 325 nm 265 nm
PIC RIS
BESMER

HEE oA RBIRIFESEEK AR EM, RENK [ RSD Ul A
0.13%~0.32%- UEHFR RSD JE N 0.42%~1.23%, J7iEBEEMH BRI,

. ._1'3‘ J‘.L‘i‘ Q“ '




| ERIY o
e e RN (L0 RHRAIRA)

o] VA R-VE
] S-VE\ VE
0.50 ‘VE
:UV‘_MJJ . M/\\‘UWJJ (L.‘
o] S —WMJVLQ;{UJH
0.25+ ‘
ool X - HJ‘J\\JLA\_.\AJL_J‘ I
I U ] Y .
W Jo o
| VD: VD;
2 M /\‘ f‘\
0.021 J\L
i
N & \\&
JM M
Bl €2 64%42ZRFEERA
%1 THOHBAEETRMERR
RSD
Hy - 1 2 3 4 5 6
(%)
— 5% B 1t ) 11.948 11.889 12.006 11.967 11.953 11.934  0.32
U TH] A 6558293 6644497 6512647 6568046 6601704 6597250  0.68
5.VE {5 B4 st [) 15.891 15.831 15.857 15.813 15.842 15.86 0.17
e TH] A 1650339 1596663 1631041 1623842 1639696 1649118  1.23
BVE {5 B sF (1] 16.639 16.656 16.691 16.676 16.723 16.671  0.17
e TH] A 2179693 2164192 2190787 2212543 2202609 2197990  0.79
= {5 B4 It ) 17.094 17.116 17.06 17.075 17.148 17.097  0.18
. U TR A5 2059465 2023666 2018043 2042326 2040518 2032665  0.73
e 5 BF 1t 1] 17.821 17.838 17.778 17.79 17.877 17.809  0.20
a_
U THT A 1500316 1494279 1480948 1516902 1509811 1531044 1.17
VD 5 B 1t ] 22.92 22.889 22.852 22.862 22.834 22.85 0.14
2 e THT A5 194412 193111 194482 195513 195147 194445  0.42
VD 5 B 1t [] 24.503 24.478 24.585 24.492 24.504 24.533 0.16
3

WEE T AR 200741 201109 202345 202666 202626 202900  0.45

L. WNR. EERER

LIRS VAL PR VD R DU VE BEAT 1 4otk Rl PR A g B IR %5 52 .
B 7 e 24 2 2R VR 1) RS AS [P YA B2 PRV 5 A vEE VAR, AR DM e T A D A A1A
b, AR EE R AL bRz AR AE T 2k, VA £E 0.02~10 pg/mL PYZEVEAE R R %

o L\
</ N SR



L AR RN

e Acchrem Tech EERHY L) REARAR
79°0.9999, VE f£ 0.2~100 pg/mL W& PEFHOC R %N 0.9985, VD 7 0.0024~1.2
ng/mL PR IHEAE G R ECH 0.9998, DL I I m{E M LG SAN=3 Dy U7 vE A T BR

(LOD) , S/IN=10 AHiEERR (LOQ) , BUEEE NS ghf, WIE 7 FideR
(RIS BR AN 52 R PR 38 7 & AR B R

SERREE mBYRE

VA

B2 XIS 4% ADE B4R A
&0

ASCAEIA —YEBOEAIN TV 2R A B AT, SEIN4EA: 2 ADE R P
Mo AT E MR E IR HRI%, A7 A R s 2, BAumin] B ikt
FEFAL, BERGSCBLDE F A VA PIRT VDAY RIVE . 27 AU & A A 2R
IFIE], e LARRCR, M 7 KEASAF A EH, BRARME, RE, 8
ENACRERE iy, BELMELF SRS, R R AR Dy fr i b 4R A4 SR ADERIIIE T3 954 8
e

S\ O AR Lo D6

s, B N
OSSR
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N

________________________________________________________________________________

0 2 S6000 = RABUAR (gAY

o, 3% #%: Alphasil S-PFP, 4.6 x 150 mm, 3.5 pm, 100 A
WoBh AH: HEE K

Mo dE: 20°C

K : 294 nm

M JE: 1.0 mL/min

Bt &E: 10puL

FARIE K

I R A SRR E 4525 R E drdidh, B 1 AR DOM4EAER E A%
AT, VEIE R

s
it
*
e
&
i =
2
o

BEmIMER

B1 #%#4A2ZEMERLEREEER

XA AR A BEAT AN, S5m0 BB 2 o, RRR TR 4EZE R E
TR

S\ O R Lo D6 SR
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e’ Acchrem Tech HEFERHY (L3 B HR AR

— Data\f202178-2-1 - PDA1-294nm-at-1nm
— Dataf 2021752 - PDAL 2340 at-tnm

B2 ¥fFmEefiitedRELEER
&g
M EIRLER AT, AP A R ZEER EREH, Plo-VE NE, HAhigR

A Y, 3R AEE S6000 = RGH AR (R A Alphasil S-PFP (4.6 x 150 mm, 3.5
um) EIEFE R SEHLPU R 4EA 2R E I R I3 55 .

S\ O R LoD 6N KSR
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2.2.4 X FEB,: Z)LEST#FE VB, B8 (HPLC+UV)

________________________________________________________________________________

N

E S BRI 4 Bh ;
BEEY

0 2 S6000 T R g A

b, % F£. Alphasil VC-C18, 3.0 x 150 mm, 2.5 um, 100 A
WOBN A 0.1% =9 S IRIKVE - H

Mo E: 40°C

W JE: 0.3 mL/min

R E: S0uL

il &: 361 nm

ESMER

XF VB 4T 6 IRE S VESCES, FHE 1 AT, PR B I A S 0 T AR AR X A o O
ZE0 109 0.34% . 1.18%. B AT 2% AR BT /2 8 B oK, TN B B R AT

P R . et i A R R
0.00 5,00 10.00 15.00 20.00 25.00 30.00
Minutes
B 1 XEERY VB E L EHEE

%1 MRBRZEEF VBLEZ AWBAENE R

2H 45y HERE L 1 2 3 4 5 6 RSD (%)
VB - BF 1t [] 13.99 1395 1394 1390 13.89 13.85 0.34
? e THT A 20158 20160 20175 19970 20622 19975 1.18

L. WK, EEMRER

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

o L\
6/ N ESTSR
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iz’ Acchrem Tech EERHY (LR R BRAR

VB brdE e 26, 45 528 10 ng/mL~500ng/ mL 5 Bl N £E 1 K4, R2EJK
T0.999. HHE 2 AI%0, 10 ng/mL VB FEZRECTAS, WIERf € SRl R B
S AR HEARER

] VB2
0.006

) i
2 0.004:

0.002-
) A |
0.000 T %AL\ R

0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

B2 VBp&HNE &R

BN R

0.0025-

0.0020

- 0.0015- i
< 2
S ffe 2 ik

0.0010

0.0005
0.0000-—~d
] ——

= T e e S N ™ S S R N NN N
0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

B3 Z)Limsm T VB &t R

N\ O R Lo OL6<D
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ine? AcchremTech HEFERHY (L3 B HR AR
it

A T7 R S6000 1= R AH (L iE A, #5HC Alphasil VC-C18(3.0 x 150 mm, 2.5
um) SIATERL)JLBC T Wk o VBi2o 45 SUIE XSS v REEHE, BATRm
RBUE AL dEftE. A RFESNE, e % LT AU hainged:
= B (RIESR, & A T AR Rl 75 2

SO P LoDt T
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e’ Acchrem Tech HEFERHY (L3 B HR AR

2.2.5

HEERH: MERPEPRPEN (HR{TEHFL)
EGREERN: EWE LR HD |
BERN
& S6000 AR 1K
tt 3% . Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
W3 M. FEE-20 mmol/L BERE £h S IR
Mo E: 20°C
Ry BORIEK: 495 nm; REFHEK: 518 nm
W #: 0.6 mL/min
B R E: 100 uL
B RYEE
KA EIRTTVE, WA RARE RIS BT R, 2R 1 PR, EMRR

B I 8]
=AY

FLU

57 N )

e &
HEVA it

N

N —=

0 5838888838328 8888¢858385¢88¢25¢53

\ O P LoD 6T N

5.6 min /247, HIGE REF. =AW HAE RSN BT, RPHETTT
RAEPATE

B1 A%EirkseitR

(A: Za%Ek; B: 50ngmL £ FARERER)
PR, EERER

3.0 ng/mL. 5.0 ng/mL. 10.0 ng/mL. 20.0 ng/mL. 40.0 ng/mL A¥) & b5
AT, IASs I AU T A S PN AL s, R DU 55 A A B 25 ) B 7 1T 26

T
POSINR




AL [\
BN SESERMY (L3 RHEAIRAS

S\ O AR Lo D6

N —=

HEWIERAE 3.0~40.0 ng/mL IR LG A 2 R AFRIZRIE G 2 o DL A i A UEe vy (5 52 B
SIN=3 NJFERE IR, S/N=10 Jy75 %€ SR, Al 45 3R 1% 05 2 A BR A E
BERET B

D-biotin - 5.585

.. 8.8 8 8 8 8 5 B 8 8 8 8 & 8 &8 8

-30.

e8

50 080 100 120 140 160 180 200 220 240 280 280 300 320 340 360 380 4.00 420 440 460 480 500 520 540 580 580 600 620 6.40

B2 TRKREEWEATESEWEER
BN R

T B AL B PIRP S B DRAE d R B U E AR B, 1 RIS R 3 B
e HERATUE, FMHAEMRIGERY, HOBERITRE T

48.00]

46,009
44.00
42,009
40.00]
38,004

FLU

SIARE oo

2333888
8

-20. 0 L AL WL L0 S o e e o L L L o R M e i el M i MR s e
000 020 040 060 0.80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640
Minutes.

B3 Wi mnihiaReitn

(A: A Suhgdmdy; B: B Suhfiby; C: 10 ng/mL £ F 47k )

A TN\ X
OSSR
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R HERHY (LD REAIRAT)

it
BT 6000 = B G ACEC DO AN 2T K T, BERSLE 6.5 min N 5E
AR RIRI, X, #EmELr, Ho7ik RBUZRTAREER .

&1’ .?‘B;"
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o i LR (LR BEERAH
2.2.6 HEEC: RMP L-HIAMERS D-Hik MER A4
(HPLC+UV)

________________________________________________________________________________

p—_—————
_——————

________________________________________________________________________________

10 2 S6000 T R g A

b, i F£. Alphasil XD-C18AQ, 4.6 x 250 mm, 5 um, 100 A
Wosh M 0.1% =R ABRKIER

MoOWE: 25°C

W JE: 0.7 mL/min

#t R &: 20l

il : 245 nm

SRAY E

Bl 1 N 5 ng/mL B L-PrR MR M D-rbp i e b v S 5 (e i, B eT %
L-Pu3R MR fe D-Podh I B bR i B b g R 81 B 18] 23 7514 7.302 min % 7.884 min,
WEF AT, AN 2.10,

] 1
0.04- 2
D
< 0.02j
0.00
R Y I R SRS RN
0.00 2.00 4.00 6.00 8.00 10.00
Minutes
B 1 L-#Rfg B D-FR R AR S ik & 18 B
(1: L-#3R g ; 2: D-Fuirheir)
EEMER

ST BRE) ) LW A L-BUdk R 22 D-PUIp Mg 43 AT 6 X R MESins, L-
PUIAR MR PR BE B 18] S Wi AR RSD 43 7oA 0.26% 0.409%, D-HiA ML EE 1 Or B

S\ O R Lo D6 TN KSR




7 iy N
e A Tech HERHY (LD RIRARAT)

I 18] A2 WETH AR RSD 43 511N 0.26% 0.288%, 15t BH AN 77 12 i) HhEAff 33 ik J2 58 B 2K,
TG B U o
4.00
3.00- 1
< 2.00 P |
1.00~ “‘
000/
0.00 2.00 4.00 6.00

Minutes
B2 Be)Linpstss (heRis 50 pg/ml) £ 2 M E#%R

(1: L-HAoBE; 2: D-HIARmER)

&1 By)limky (miRAr 100 pg/mL) £ 5 AN LR

RSD
Hoy - 1 2 3 4 5 6
(%)
2 re
L-Hidk . 7.249E+06  7.197E+06 7.226E+06 7.234E+06 7.241E+06 7.246E+06  0.26
S |H
BN
V& THI A 12.47 12.37 12.51 12.47 12.48 12.50 0.41
fRE
D-Hidk e 6.963E+05 6.973E+05 6.968E+05 6.970E+05 6.960E+05 6.967E+05  0.26
5 [
BNz
U TH AR 4933 49.17 49.34 49.11 49.00 49.33 0.29

SM. 1WNR. EEMRER

B E 43 594 0 pg/mL. 0.5 mg/mL. 5 pg/mL. 10 pg/mL. 25ug/mL. 50 pg/mL
(K] L-BUSh (% K D-Hidk i bt it s 2 v, 459 80K 0 pg/mL~50 pg/mL Y [
WM R L, R2BIKT 0.9999. X Hidh ML EFN D-Piik MER AT R R . 52 &R
e, MLEE bR, IR R, REUETE&E.

S\ O P Lo BL6<TN

N —=

. Ol N
OSSR
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, 1
0.40+
2 i
0.20
0.001———— E— —— ‘
0.00 2.00 4.00 6.00 10.00
Minutes
B 3 L-#IFefg B D-FIF B & N 2 & R
(1: L-#RBR; 2: D-Hu g )
HmieNER

FZEARNEATRTACEE, HX 2 g/2 mL #fi5, A5 &5 €A % 20 mL,
4. 5 R B LY RE S SR M ER AR I 3% 1B, D-FIR MR AR AT H

0.40-

=
0.20-
IR
PR

00—~ oy

000 200 400 600 800 1000
Minutes

B4 RAHFST L-AF ok R D-FUr b BRATE B IR 54 5 &% B

(1: L-# R B 2: D-HLRoig)

S\ O P Lo BL6<TIN

N —=

A TN\ X
OSSR




LEREBHYL (JEZ) MEARAHE

4.00
3.00-
2 200 !
< 4-YY] ]
| 2
1 -OOMA‘W/\;‘g
1R
n aha AR e s
7000 2.00 4.00 6.00 8.00 10.00

Minutes
B 5 Byl P L-FIFe B D-RIFBATESRSELEER

(1: L-#FeBr; 2: D- R )

it

KM 0.1% = LB E L-Hik MER A D-FIk Mg, 45 REZME
B4f» RSD ££ 0.41% VAN - MECT EbR5iET 5, A5ikn B, AT,
R BRI, Tk HE ST

‘ /P “‘




7 aory

Hine? Acchrem Tech HEFERHY (L3 B HR AR
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2.2.7 EEM: fRERPAHEREEN (HRITHEFL)

________________________________________________________________________________

B R R (AR M) ;
BIRFMF

1 2% S6000 Plus 8 i R (4%

b, % F£. Alphasil VC-C18, 3.0 x 150 mm, 2.5 um, 100 A
WoBh M BEER ATV

M E: 40°C

W J#E: 0.5mL/min

R E: S0uL

KoK WOk : 365 nm; AR K: 440 nm

ESMER

PLSE ORI T I — & Ehr e b, it Ar4bEE LK SPE 135, FCHilk 20.0
ng/mL JIARFES, ME 6 (FE M, 458k 1 Prx, fREEE] RSD A 0.06%,
TR RSD N 0.82%, ZERAFEIrAEEsR, EIGEMmE 1 .

6.00
5.504 u_l_gzz_\i
5.001
4.501
4.004
3.501
3 3.001
2.501
2.001

1.50
1.004
0.504

0.007
000 200 400 600 800 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00
Minutes

L

A1 tReAETLAHEER

N\ O P Lo OL6<T

N —=
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LEREBHYL (JEZ) MEARAHE

k1 ot e @i R Gt E 5 n
R 1 2 3 4 5 6 RSD (%)
W T £ 61087 61876 61422 61696 62195 60846 0.75
54 B 1) 12.472 12479 12468 12471 12473  12.459 0.06

M. KR, EERER

i 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 HERARHEIR IR, il pibnitEdh 4, 4558 4E 1.0~500.0
ng/mL [ BEVE 2 RAF IR ME R R, ZRPMEM R R B R?>0.999.,

MRAE AR R, XRBERFEN .. EHAEHESEFE M. B IR ik
HH RN B BRI T I e o 45 SR RE Tl AR A LK

a4 R

R SEI P IRy AL B TSR E3E . BEL YR 1 ORI R 2 R,
BRI E, Bsciasi RaT UG, RGOSR T, 1Rk

KRR

10.00+

7.50+

FLU

5.004

2.50-

MR, SRR

R, 10 ng/mL FRAEFEIR

0.00

N —=

S\ O P Lo BL6<TN

2.50 5.00 750 10.00 12.50 1750 20.00 2250 25.00

Minutes

AP ot BRI

15.00

A 2

. Ol N
OSSR
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LEREBHYL (JEZ) MEARAHE

12.00

9.00

2 6.00-

3.00

MR, SR

2, 10 ng/mL FRVEER

0.00

0.00

10.00

7.50q

FLU

5.00-

2.50+

250

1000 1250 1500 1750 20.00 22550 25.00

Minutes

aEM PR EER

K3

18.00+

13.501

FLU

9.00+

4.50

500 750 1000 1250 1500 17.50 20.00 22.50 25.00

Minutes

B4 Fabebriimeitn

FEER, W AR 1R

I, 50 ng/mL ARk

143

N\ ¢

R Lo OL6<T I

750 1000 1250 1500 17.50 20.00 22.50 25.00

Minutes

B 5 Wiyt S Pbetig &iER

~ |\

ha
OSSR
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Acchrem Tech LEREBHYL (JEZ) MEARAHE

R

20.001

15.00

FLU

10.00q

5.00q

000 3.00 6.00 900 12,00 1500 18.00 21.00 2400 27.00 30.00
Minutes

B 5 kS 2 &b etk &R
23

A 75 ZE K S6000 Plus i = 2GBUAH (il 4%, #AHL Alphasil VC-C18 (3.0 x 150
mm, 2.5 pm) E R, TR A AT B R T AT AR AL, FETORAG I #S Rt
HERBEAT 4T € B . SNZ T ER AP RS, PR AT SR I B T8 R
BRGNS S, BRI, REHTH M.

S\ O R Lo D6 TN KSR
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2.3.1 3: aRPRE,. 5%, B, TR, AN
¥M (HPLC+RI)

________________________________________________________________________________

_——————

________________________________________________________________________________

0 2R S6000 = REBAR (gAY

o, 3% #%: Alphasil VC-NHa, 4.6 x 250 mm, 5 pm
B A CHE-K

W JE: 1.0 mL/min

Mo iE: 40°C

INZERTI AR IR : 40 °C

#t O & 20 pL

FARUFE K

Kl 1 {8 B Alphasil VC-NH, iS4 B5 S ME . MIATHE. JEME. M. 3
W B SR SR e I . M mT e L0 7o SRENE . B E . A, 2
LEME. FLBE,

5000 1
40,00

30.001

RIU

4 i
20.00

10.00-

0.0 J

e B B e
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
o

B 1 Alphasil VC-NH, &% A2 5 748 R A& 4.0 mg/mL &% B
(1: RHE; 2: BEAE; 3: EAE; 4: £F4E; 50 4UE)

M. EERE. RURER

T eI
OSSR
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e 1) AS [ 3% P58 B A9 2.0 mg/mL. 4.0 mg/mL. 6.0 mg/mL. 10.0 mg/mL Al
20.0 mg/mL, PAREINPIUETH AN AR, WREENBAMAR IR AE 2R, Stk 7 e
R2IIFIIAF] 0.999. f FWE. HIGHE. RENE. 2008, FUREIET O RS R,
S5 I AT R R HEE K

450.00

400.00-] 1 /\

350.00

300.00] }

250.00]

-
C
=
=

5 20000} BER A 20.0 mg/mL
150,00 il *}E?ﬁ%ﬁﬁﬁ 10.0 mg/mL
N N o A
100.00 \ VAN / \ PR S 6.0 mg/mL
50.00] J k /\LMN *ﬁ‘]ﬁ'ﬁ%ﬁ 4.0 mg/mL
L BEVE £ 2.0 mg/mL
000 200 | 4bo  eoo 8bo 100 1200 1400 1600 1800 2000
porii

B 2 Alphasil VC-NH, &35 A2 5 AT 48 A ik €38 B
(1: RAE; 2: R&EME; 3: KA 4 LF4; 5: $UB)
&g
K H S6000 = ABUAH B 1A, FEEL R Z A6 il €5 A1 Alphasil VC-NH, 45 4 %)

RPE. HIEIE. REHE. ZIERE. AMERT O, SV BEEYIRT 1.5, ik,
FRABUEL G5 R AR HEEER

S\ O AR Lo D6
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0 2R S6000 = REBUAR (gAY

& 3% #:: Alphasil S-Xion, 4.6 x 250 mm, 5 um, 100 A
W M ZH5-0.1% = LK

M #: 1 mL/min

#tFE & 10pul

o R 25°C

R BORMEK: 320 nm; KEHEK: 440 mn
FHIEIELER

FEAMZE 2-AB T4 5 2 O B _EVE WA RE 20 53R 0 b, B IR 7 e 1k
FRFUNE AT, SR 1 Fios: AT R TE*IE, T GOS MKy sl b
KIFERI A=, H5005080 % 8 BRI, Kby Beas ARE I 31T 5 5 4 s
E B

1400.007 —
1300.00 ?L *}%
1200.007
1100.00
1000.007
900.007
800.007
700.00

FLU

600.007
500.007

400.007 A

GOS #E¥ 1.28 mg/mL

300.007

|
200.004
100.007

0.00

GOS ##F;
st =) ki

00— —————————————e
14100 1600 18.00 2000 2200 24.00 2600 28.00 3000 32000 3400  36.00
paxat

1.0 mg/mL

B 1 Zadfhh GOS BHS & EHEE (R FHIEE)

S\ O P Lo BL6<TN

N —=

TR
OSSR
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B A T LY
e X AR () BEARAS

Bl R

B3R5 70 e AR T A UM S Se Bk T B & SR &l 2 B

1800.00
FLE
1600.001
1400.001
1200.00
> 1000.004
pu
[

800.004 *

GOS Fi3 1.20 mg/mL
600.00q
SEERUR 2 5
400.00q B ) o
LhRYIk 15

200.004

i % 5

" 71200 14100 16,00 18.00 20,00 2200 24.00 26.00 28.00 30.00 3200 34.00 36.00 38.00
N\

B2 Ko & el (R TaEE)
it
ASSCAE DA e DU S PR SR B R IR A b, DA 1 IR S L ) e 2
AT, 5235RTE T ORERE T IRR IR AL, 07 P RTA 7%
I ELPREE, RIS RIS E R, AIBRCHRIE RS oK A 5 PO ia I 2 sk B 7L
it AR SR LB ) S A 75K

S\ O R Lo D6 TN SR
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0 2R S6000 = REBUAR (gAY

o 3% #%: Alphasil XD-C18AQ, 4.6 x 150 mm, 5 um, 100 A
WoBh A 0.1%FRK-0.1% TR 2

o E: 30°C

Kl 350 nm;

M J#: 1.0 mL/min;

Bt &E: 10puL

BRIEE

K S6000 o OB E T SR I AR K A AR HE i, £5 2R IIA 1

0.0457
0.0407 %

&
0.0357 S
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
par

B 1 Ak #EE (15 pg/mL)

ESMLER

BCE ROKANERCN 25 pe/kg HISRAESAE i, BEAT ERIEM R BUEMG, &)
R, TR R, AT AL SR AE S AR AR A o

S\ O R Lo D6 SR
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0.40—

-0.20—

— — T T
0.00 5.00 10.00 15.00 20.00
ot

B 2 25 pgkg AoKALBE L EAE SRR
SZMER

HUOREE A 0.3 ng/mL. 0.6 pg/mL+ 1.5 pg/mL. 3 ug/mL. 6 pg/mL. 15 pg/mL
IRKARALBRFRHE s AT ZRMEE SR, ZRMEAH R R R?>0.999.

3e+06-
26+06—
=S
fel

1e+06

0e+00—

[ T T T T T A RN, TR ol oy [
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00
28

B 3 ARvf g & A XA

T 4l S T ARKOKAD A €0 1 08 fo) 6L I 2% R 0 T4, U8 TR R4

SO P Lo BL6<TIN

N —=

o O N
SR
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15.00

10.00—

S 4

< i

€

) t:ﬁj%j%

R &jikkii::j:::::

L B B B e

0.00 5.00 10.00 15.00 20.00 25.00

ot
B4 TS T AR &35 A
£

M iR EE AT %0, {4 Alphasil XD-C18AQ (4.6 x 150 mm, 5 pm) oA,
A DASEEL B3 FRROK AR ) R 4 73 85, H H bRy bt i To 28 40, RS =,
REAE For il HA B FP A AR OKAL BRI &5 & .

S\ O P06/

N —=
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2.3.4 BEE: RERPEEERAOEN (HPLCHV)

________________________________________________________________________________

LS4 S AR CMP. AMP. UMP. GMP. IMP !
BEEH

0 2R S6000 = REBUAR (gAY

o, 3% #: Alphasil XD-C18CH, 4.6 x 150 mm, 5 um, 100 A
WoBh AH: WRRR Eh S - R

HoOE: 20°C

il : 254 nm

M JE: 1.0 mL/min

Bt &E: 10puL

BRIEE

A EiR 7 EENE CMP. AMP. UMP. GMP. IMP ¥, 48K 1 Fias,
T % FRAE Alphasil XD-C18CH &l FREMS G5, HAUH 11 min &
RESE I —ET M .

0.048*: AMP

0.036 GMP
1 MP
2 0.024] = L IRER

0.012] /\
0.0001

ES

DAbRAE0 Bt (i BB VA B A, B8t 6 £, AR 2, ¥EHR
ORI ()i AR RSD 45 R IR 3R 1, S5 SRR W7 AR B SE A I R R4

S\ O R LoD 6N ESTR
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LEREBHYL (JEZ) MEARAHE

0.00+

200 3!

' 600

e

700

800

" 1000

B2 CMP. AMP. UMP. GMP. IMP B8 :RATE £ M &3¢ 8

1100

12.00

%1 CMP. AMP. UMP. GMP. IMP £ & 4% %
Hay - 1 ) 3 4 5 6 RSD (%)
CMP REFRS R 3.454 3.454 3.453 3.457 3.452 3.452 0.01
IEMEAL 159010 158553 159061 158032 157804 157586 0.42
AMP REAE] 6.892 6.891 6.892 6.892 6.888 6.893 0.02
IETEAR 425324 424147 425404 422720 422185 421411 0.41
e {REFRE] 7.897 7.895 7.895 7.894 7.892 7.895 0.03
IEMA 205221 204261 205050 203795 203342 203106 0.43
. REFRFE] 9.089 9.089 9.087 9.087 9.086 9.089 0.02
IEMAL 304809 304094 304079 303002 302570 301060 0.41
— REEA 10166 10.165  10.163  10.163  10.162  10.165 0.01
IEEA 237509 236603 237279 235874 235506 235025 0.42

£it. KR, EER

%t CMP. AMP. UMP. GMP. IMP #4T 7 £, R IPR A% & =R A% %2,

S L b YU 1) S A () VA B2 VR S A vEE VR, DARF I A T AR A B, o
T FE N A AR 22 i s I 28, CMP 7 1~20 pg/mL N R A 9E R H0N 0.9994,
AMP 1E 1~20 pg/mL WA R BN 0.9998, UMP 1E 1~20 pug/mL A £E 1 AH <
ZH0CN 0.9997, GMP 1E 0.5~10 pg/mL N Z&1HEAHE R %08 0.9995, IMP 7E 0.5~10
ng/mL NZRIHEAH DG RECH 0.9993. MIE 5 Pk HF IR AR HE RN E S PR, 45 L3I
T G VBRI 5 7L PR R A ALt PRURI S B R, i T IR B E R

MK

B4R

SR FH SR ity i AR 2R 75 92068 SR ity o AR AT N 5 5 30 P RS el R RC T

T BT
N S



0gea T
P

F ey

S Mminics SR (30 HEARAT
ik, WESERAE 3 Fs. SChrtt s S 2 E IR B R R AF, IF B E 45 2R
FASZ B R BT

0.04

]
cMP
< 0.02

0.00

0.020
2
< 0.0101

0.000

0020 R 5 2

0.0157
2 0.010]
0.0057

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

B3 EoMEesnhd ARG ERN S REER

it

ASCAEBUA AR BT iR I S B 1A AL i A IR 0 20 A s, i
R B CMP H U PRIk 08 TP ™ BN IR (i I T A% Rl L. 157
R, WAk, TR, AT DO FLah P IR S I R 4 Al .

S\ O R LoD 6N KSR
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3.1 RARHE
3.1.1 FEFEREZKARF:: AHRP 14 FFEHEREEER
AR (LC-MS/MS)

________________________________________________________________________________

EA 14 PRSI : REE. KZ . JUlFE. WKE dOKE W
SOE B WZEE. WRERE. FNE. ZEE AT SRR BN R

¢ #%: HPMS-TQ = R800HH 8 i 58 55T 1 1%

TAH 2% A ok 2% A
VN Alphasil VC-C18, ——
Bt 2.1 x 150 mm, 2.5 pm LSS0 =R
BN A: 0.1%HK; B: HEE A MRM
ER 30 °C HeHE I 5500 V
IE 0.25 mL/min K AET) (CUR) 30 psi
HEFE & 10 pL %< (GSD) 50 psi
HEIINAS (GS2) 50 psi
Be s B BTV 1)L, BRI E (TEM) 500 °C
fill4 < (CAD) 9 psi
MRM S 4
e e ﬁ%%ﬁﬂ‘l‘ﬂ BEF TET EIRHEE fill 12 R
(min) (m/z) (m/z) (DP) (CE)
Diethofencarb = 268.0 226.0 60 15
(LEBD 268.0 180.0 60 25
2 Fenobucarb 5.59 208.2 152.2 63 13
T 30 208.2 95.0 63 22
3 Metolcarb 47 166.0 109.0 55 19
GHER O 166.0 94.0 55 42
A Bendiocarb 483 224.1 167.2 63 13
CEHBD 224.1 109.1 63 25
5 Propoxur 481 210.0 168.2 55 11
BB 210.0 111.1 55 20
. Pirimicarb 44 239.0 72.0 60 37
(HLef D 239.0 182.0 60 21
Oxamyl 237.0 72.0 20 32
7 2.69

(RE D 237.0 90.0 20 11
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) 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
(RABED 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 N 4.59
I KD 208.0 89.0 25 25
Carbofuran 222.0 165.1 70 18

14 4.84
CAEN-D) 222.0 123.0 70 31

BESMER

TERYRE AN 0.01 mg/kg S HIRER byife i, BEAT 6 IREL PSS, &
THIRSUARL T s v s 22 Y FEL 2.84%0~8.26%, UL IATT I B 2k R4, e 45 R 5
A1 4HAAPRELLAHELHENLR

B4y 1 2 3 4 5 6 RSD (%)

AR, 317682.40 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

W 24934575 266117.55 276038.70 247660.55 254887.20 257288.35 4.17
BRI 110671.25 119147.30 112601.85 112687.40 110940.40 111067.05 2.84

PLlf L 272668.10 282951.50 296470.70 270791.59 292049.61 308329.10 5.06

N 62064.40 58721.10 53254.60 57564.90 56618.50 56387.55 5.07
BRZEE 21669220 244649.55 241081.35 207966.70 219989.90 207167.85 7.29
D& 36919.40 39358.05 37718.20 36120.35 38727.25 33638.90 5.54
FWE 361696.00 356238.65 367758.65 341524.50 343799.15 338241.35 343
R 390420.75 382420.15 371283.90 348598.10 352300.60 349183.45 4.99
R B 177840.10 171722.98 189205.45 172970.35 164269.85 156660.75 6.50
8 K B 13989.20 13371.45 13370.40 11815.35 11898.90 13797.10 7.27

TEE 1684931.95  1693683.46  1757315.93  1598404.62  1666229.85  1589718.60 3.78

LM, EER. RNRER

FE R 3% R R P PR BE T2 L9+ 5 ng/mL~200 ng/mL F5E 5% AR ¥

S\ O R Lo D6

TN
SSRD
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= iy

e Aochrem Tech EERY (L5 REARAH
W SREN T P, DASETARG IR B bRl 2, AHOC R R>>0.999, MilfL
EAAR R R?>>0.99. FEATERYIH 14 Fha e FH R IR A 24 RO, 45 R &1
E ) E B PR AR R

+ @ 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 4

Area

8.0e6 -

6.0e6 -

4.0e6

2.0e6 - — ———

0.0e0 s

20 40 60 80 100 120 140 160 180

Concentration (ng/ml)

B 1 144245 FRES X LSMInE S &R

it

AR HPMS-TQ WU AAX, ARSI FUE AL 1 58 38 1Y 14 Fha 2k IR
BESRR 2G5 B AN E 7 5o 27 IR A RS R 2K, S5 RER, R MELF
ST L

S\ O R LoD 6N KSR
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3.1.2 FEFEEEK KR : HEME RS 9 EEFERES
RRAZRERN (HRLTE+FL)

ﬁa9ﬁ§%m@%%&%ﬁm=%m@wm,ﬁm@m,Rz@,zﬁgﬁﬁ@,%mmj
WK, AR, WEBREZER, BAE, BAR, TR !

________________________________________________________________________________

1 2% S6000 OB A

3% F:: Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100A
i J#: 1 mL/min

OE: 42°C

Bt R & 10l

KM e ORI K: 330 nm; K EK: 465 nm
HERMNFY

7K fi: 0.05 mol/L A A AL
W : 0.3 mL/min
IKFFIRE: 100 °C

fiT  4: OPA MR

W #: 0.3 mL/min
TR =if

BESMER

KW E N 0.1 mg/L 1 9 R Ft FHIREE SR 257R s, ATE S ML, 4
RUIF RN, 9 Mot IREEIS K 25 1 R B I B RSD 7E 0.02~0.11%2 (8], 1%
[ RSD 1£ 0.49~2.56% 2 [8], UiBHA LR LM RAF, 0E s R alEE,

“‘
SN0

S\ O R LoD 6N S
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%1 0.1 mg/L BATE L EHIEL

75 &4 LREF ] RSD (%) U TH A RSD (%)
1 WD IR 0.09 1.10
2 1o K BB 0.07 1.14
3 DES ) 0.11 0.49
4 3-FRHE T H 0.10 2.39
5 R, 0.08 1.40
6 TH K, 0.09 1.55
7 A B 0.08 1.83
8 NE] 0.07 2.18
9 FH 25 1l 0.08 2.43
10 LSy 0.04 1.44
11 TR 0.02 2.56
12 BT Bk 0.02 2.38

SHMLER

SEIGET N 9 Pk R BRSO R 25T T MR E BRI 42 I — 2 B IR
AARIE W, A P AR BT SR FE N 0.01 mg/L. 0.05 mg/L. 0.1 mg/L. 0.5
mg/L. 1.0 mg/L FIFRAE AR, LLARZ BB B JyRAddR il AR g
AabR, ZebRAERIZR, 9 FhAR 2GS NEVE N A G R B R KT 0.999.

FU

3
0.3
l 12
0.2+
i 4
0.+ ,
L LA

N R N A N AR N A
B2 9 AR T ERES R AL Rt &M &R
(1-# KRR, -3 RBA, 3-R% B, 4-ZFL 5T, 5% KA, 6-% KB, 7-5%%8,
8-B M, 9-FHRA, 10-FAA, 11-RAm, 12-M7T )

S\ O R LoD 6N KSR
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9 e 25 ELRPEVE I A o6 R B R2 KT 0.999, #Eik4hE RE GV R I, i hrifE
PR,
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3.1.3 ZRZELEM: HYEERRAP 412 HRARERHEY
HEEHM (LC-MS/MS)

_____________________________________________________________________________

O 42 FORZE R Z R . vk, SRR B, SRR

PUZepas . Wme. WZEE. Z2HA. WA 3-REwEE. SARPBZ. KR, o
WEMR . SO BRIBAR. SRR JBIEM IR, SRR SRR R R PR AL SR mb k.
R TG K2 B URR. 20 FPRBE. SRERIN. AR, SEaum. IREE,
W PIUEEE. FEEEE. MEMERETREEE. WAWER . WEEENG. RBEAE. MEdUGR. EAURE. .

1
1
1
1
1
1

{ﬁ&ﬂ%@ﬁ%%\ UG IR y
By
% 2%: HPMS-TQ 7= RUUAH €13 53 B i 1 43
TR 244 R 251
ZORBAX Eclipse Plus C18, S
ERE S B IR ESI+/ESI-
2.1 x 100 mm, 1.8 pm
- A: K, & 2mM FRREA 0.01%F R
s = — N i MRM
S B: HEE, & 2mM FEHF 0.01%F R SR
5500 V
FiR 40 °C = E (S)
R BT HE i
IE 0.3 mL/min KA EJ) (CUR) 35 psi
R 2L %< (GSD) 50 psi
A (GS2) 50 psi
e A IR B EFRIRE (TEM) 350 °C
fill4# < (CAD) 9 psi
MRM .
. RE BET FEF  EFEHEE WiHER
oM ey ‘ & 3
= i [a] (m/z) (m/z) (DP) (CE)
. Tk HF e i 31 184 143 50 12
............................ (acephate) ' 184 125 50 25
nE HL Pk 223 126 65 28
2 * E% ) 436
............................ ( acetamlprld ) 223 99 65 60
6 KB 208 116 20 11
3 ] 5.08
............................ ESI+ (aldlcarb> 208 89 20 25
A o6 KB 395 240.1 148 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 P 2% 23.54 890.5 567.3 105 22




SRS e r e
G HERMY (LR RHREIRAT)

(avermectin Bla) 890.5 305 105 36
, W i 00y . 2041 372 80 20
(azoxystrobin) ' 404.1 344.1 80 34
25 202.1 145 56 15
8 AR 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 L 5.88
(carbofuran) 222.1 123.1 70 29
3-FRHE T 238 181 70 16
11 (3-hydroxy 4.36 238 163 0 18
carbofuran)
1 SHUR B B fi 008 483.9 452.9 45 25
(chlorantraniliprole) > 483.9 285.9 45 19
: 309 156 50 18
13 KL 15.40
(chlorbenzuron) 309 139 50 40
Mg 540 383 70 30
14 IR 22.77
(chlorfluazuron) 542 385 70 30
i i 221 109 70 23
15 _ St 5.68
(dichlorvos) 221 127 70 27
R 311 158 45 20
16 = P L 14.10
(diflubenzuron) 311 141.2 45 49
N 230 199 56 13
17 = G 4.42
(dimethoate) 230 125 56 29
4 nd 388.1 301 105 29
18 Z H LI I 10.22
(dimethomorph) 388.1 165 105 43
PP o, ik ] 4 7 25 886.5 82 50 110
19 Rk 21.53
(emamectin Bla) 886.5 158.1 50 41
=il 248.1 129 50 23
20 A MR 7.86
(forchlorfenuron) 248.1 93 50 47
i3 256.1 175 45 PAVA
21 o =l . 4.16
(imidacloprid) 256.1 209 45 22
= 280.2 220 75 18
2 FER 7.84
(metalaxyl) 280.2 192.3 75 24
[ 142 94 57 19
23 EFIH%I i 3.06
(methamidophos) 142 125 57 18
: 163 88 38 12
24 RZ B 391
(methomyl) 163 106 38 14
EUR 214 182.9 60 16
25 AURA 3.55
(omethoate) 214 109 60 36
20 294 70 90 40
26 =X 11.00
(paclobutrazol) 294 125 90 45
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G HERMY (LR RHREIRAT)

. PR 1720 261 75 51 21
(phorate) 261 47 51 53
)8 HHPE BN . 293 96.9 65 50
(phorate sulfone) 293 114.7 65 35
29 Eﬁ%*ﬁ%ﬂEﬂ§ 700 277 199 25 13
(phorate sulfoxide) 277 153 25 19
......... 30 i . 255 o o B
(phoxim) 299 153 55 10
......... 31 e . - w08 % B
(prochloraz) 376.2 266 20 22
......... 32 o . e 1029 % s
(profenofos) 373 345.2 80 18
......... 33 . . e o o 5
(propamocarb) 189 74 70 34
......... 34 utt@%%@s = — — - e
(pyraclostrobin) 388.1 163 50 36
3 W$w5% s 365 309 77 17
(pyridaben) 365 147 77 34
v @’%Hﬁ . = 200 183 30 33
(pyrimethanil) 200 168 30 40
......... 37 0 = =S 5 5 >
(tebufenozide) 353.1 297.1 35 11
= -EEEEE% = 292 211 30 16
(thiamethoxam) 292 181 30 30
= AL =~ 435 330 25 24
(fipronil) 435 250 25 38
......... 4 0 — — 5 5 S5 3
............................ L, (fpronil desulfiny) Wm0 4
= SR BB = 419 262 -20 -35
(fipronil sulfide) 419 383 -20 -22
42 ......... ﬁ%ﬂ%ﬁm = — = S S
(fipronil sulfone) 451 282 -28 -38

BRRNEE

i 5E 42 FARSRAC G E B e VE S 1 ox LR e 26 i L I AL i g, AL
g A SR 1 B, — A HERERTAT [R] I 58 BRAE FA 4 it AR £

S\ O R Lo D6 BT
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XIC from 23200.121_0406.wiff (sample 2) - GB23200.121_2...hate-1 (184.0 / 143.0), Gaussian smoothed (1.0 points)

Te5
6e5
2 5e5
:Z;h‘ 4e5
£
| 3e5 ‘
2¢5 f \ |
1eS /q ﬁ \ J\, \ rﬁ |
0c0 /{,"\‘ \BM “\Rw A % ) \ ﬂhm ‘ ;\ \ L
4 6 8 10 14 16 18 20 22 24 26 28
Time, min
B 1 42 A RS XIC &R (10 ng/mL)
ESMER

LEAESERL SR A s N 42 FhR R IR S bR, 34T 6 IREE B MESLEG, &R
AAXT AR AE IR ZE7E 0.42%~9.08% 2 [8], i BH A7 v I HERR BE W 2 8 B R, 15K

R
k1 R2ARENSHET I AR
UEETHIAR RSD
75 EW
1# 2# 3# 4# S5# 6# (%)
LT F frctik
1 7.54E+04 8.11E+04 7.96E+04 8.44E+04 7.81E+04 8.02E+04 3.77
(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)
156 TR
3 5.30E+04 5.26E+04 5.19E+04 5.02E+04 4 98E+04 5.31E+04 2.81
(aldicarb)
96 R
4 3.01E+04  3.18E+04 3.09E+04 3.23E+04  3.28E+04  3.17E+04 3.05
(aldicarb Sulfone)
DI RIZI
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 3.41E+04 3.47E+04 3.39E+04 3.38E+04 1.24
(carbaryl)
ZWR
9 2.10E+05 2.22E+05 2.21E+05 2.22E+05 2.34E+05 2.30E+05 3.74
(carbendazim)
VAEY
10 1.02E+05 1.02E+05 1.00E+05 1.00E+05 9.99E+04  9.94E+04 1.00
(carbofuran)
3-BREETE B
11 2.78E+04  2.94E+04 2.80E+04  2.72E+04  2.70E+04  2.82E+04 3.10
(3-hydroxy

WSy
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carbofuran)
AR I IE
12 1.11E+04 1.13E+04 1.16E+04 1.17E+04 1.18E+04 1.16E+04 2.16
(chlorantraniliprole)
KAk
13 2.29E+04  2.20E+04 2.10E+04  2.40E+04 2.09E+04  2.13E+04 5.66
(chlorbenzuron)
FIE IR
14 5.27E+03 5.45E+03 5.29E+03 5.11E+03 5.16E+03 5.55E+03 3.14
(chlorfluazuron)
(e
15 1.64E+04 1.56E+04 1.65E+04 1.52E+04 1.54E+04 1.63E+04 3.72
(dichlorvos)
Bk IR
16 1.75E+04 1.68E+04 1.71E+04 1.72E+04 1.74E+04 1.69E+04 1.67
(diflubenzuron)
KR
17 1.15E+05 1.16E+05 1.10E+05 1.16E+05 1.15E+05 1.16E+05 1.91
(dimethoate)
s R N
18 1.15E+04 1.16E+04 1.23E+04 1.23E+04 1.22E+04 1.27E+04 3.81
(dimethomorph)
FH S ] o B 2R R H
19 [ivEN 2.51E+04  2.55E+04  2.60E+04  2.55E+04 2.58E+04  2.53E+04 1.31
(emamectin Bla)
SUNE R
20 3.26E+04 3.24E+04 3.16E+04 3.06E+04 3.23E+04 3.31E+04 2.75
(forchlorfenuron)
AL e gk
21 1.53E+04 1.61E+04 1.82E+04 1.75E+04 1.68E+04 1.82E+04 6.95
(imidacloprid)
FRER
22, 1.11E+05 1.11E+05 1.10E+05 1.12E+05 1.11E+05 1.11E+05 0.42
(metalaxyl)
FR i 1o
23 1.14E+04 9.52E+03 9.68E+03 1.18E+04 1.05E+04 1.15E+04 9.08
(methamidophos)
KZ
24 2.62E+04 2.67E+04 3.09E+04 2.85E+04 2.85E+04 2.89E+04 5.95
(methomyl)
HURR
25 6.01E+04  6.19E+04 6.00E+04  6.00E+04  6.14E+04  6.05E+04 1.31
(omethoate)
E2 VY
26 1.99E+04  2.02E+04 1.98E+04 2.12E+04  2.10E+04  2.07E+04 2.80
(paclobutrazol)
FH BT
27 1.68E+04 1.69E+04 1.81E+04 1.46E+04 1.65E+04 1.82E+04 7.79
(phorate)
FH LT
28 7.65E+04 7.78E+04 7.50E+04 7.71E+04 7.73E+04 7.62E+04 1.26
(phorate sulfone)
FF B TR
29 7.95E+04 7.70E+04 7.90E+04 7.65E+04 7.60E+04 7.65E+04 1.88
(phorate sulfoxide)
F b
30 5.75E+04  5.29E+04 5.92E+04  5.76E+04 5.53E+04  5.63E+04 3.85
(phoxim)
IR 5
31 4.01E+04  4.10E+04 4.32E+04  4.37E+04 4.23E+04 4.06E+04 3.50
(prochloraz)
32 TR T 242E+04  2.42E+04 2.40E+04 2.42E+04 2.40E+04  2.40E+04 0.48

o L\ W<
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(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
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 2.85E+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)
e
40 1.13E+05  1.13E+05  1.18E+05  1.13E+05  1.15E+05  1.09E+05 2.50
(fipronil desulfinyl)
SRR AL
41 2.99E+04  3.15E+04  2.99E+04 3.12E+04 3.02E+04  3.06E+04 2.19
(fipronil sulfide)
A, U B
42 1.36E+05  1.39E+05  1.37E+05 1.38E+05 1.38E+05  1.37E+05 0.73
(fipronil sulfone)
ZIEER

R A vh: o 4 ) 4 3 A, TEC AR 2.0 ng/mL~50.0 ng/mL (1] 28 5134 & b il 28
TAE . &R 2 A, ELMTEENEMERL, 5 RER>0.99,

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

2.5e6 4
2.0e6 4

1.5e6 4

Area

1.0e6 4

5.0e5 4

0.0e0 -

Concentraticn

B 2 42 A RFZN S AT & B

AL\ <
SR

NV 7. e 1

TN
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AICKH] HPMS-TQ MUFU FHAC, 45 (GB 23200.121-2021 5N 5
331 oA 24 B AR 5k B R PRI o OB - ERBE I ), DAAESER
L, GRAL T SR EEAOIE 42 MORERMIBIH T & . 1207 R B R K,
SEELUERR, MU R A

S\ O AR Lo D6
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3.1.4 BHAARR: BEPRHREEAH~DZRERY
(LC-MS/MS)

Eﬁéﬁ%&Aﬁwwﬁwz%E%\¢%%m$@ E

________________________________________________________________________________

¢ #8: HPMS-TQ /5 R AH il 8 5o 15X

TRAH %A Jo % %A
JaRF Alphasil VC-C18, 2.1 x 100 mm, 2.5 pm HTR ESI+
BNAH A: 0.1%HK; B: 4 A MRM
FER 40 °C BT E s 5500 V
by 0.3 mL/min KAAES (CUR) 35 psi
BEFEE 10 uL %5, (GS1) 50 psi
LI (GS2) 50 psi
Vet ik B —JCRR B BT UREE (TEM) 550 °C
fii %<, (CAD) 9 psi
MRM S5
= REmTE BT TETF  EEEE fbREGe
= HeEE (min) (mz) (/) (DP) (CE)
Z tik s 197.1 117.1 90 36
(Cholrdimeform) s 197.1 125.0 90 42
4- SR R = 142.1 106.1 80 37
(4-chloro-o-toluidine) = 142.1 125.0 80 28
EEMER

FENE B BL T NN 5 pg/kg A K B AR IR e, AT 6 IRE B PESKE
5, A Bk R AU T AR RSD 737008 1.35%. 3.35%, fREAI[E] RSD 73
BN 0.31%- 0.08%, 5 B A 7 V2 I HER P 2 8 LR, ik % E RIT

A1 FREAZKBHE L BANL R

RSD
(%)

SRR - 1 2 3 4 5 6

VETMAL  3.00E+04 2.98E+04 2.96E+04 3.05E+04 3.05E+04 3.05E+04  1.35
A HUB

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

VETMAL  4.27B+04 4.25E+04 4.43F+04 4.59E+04 4.59E+04 4.48E+04  3.35

LREG I [A] 4.135 4.139 4.134 4.13 4.131 4.131 0.08

A SR
LN lt'l
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B A T LY
e X HRL (R B BIRAS

S, EER. RNRER

F 2 L ) IR FEVE A . 1 ng/mL~50 ng/mL ) R AIbRiEM 2k . 45 Fn
1 fror, DL ARG R P bn il £, AR e VEJE Bl N 2t R4, AR R AL
R2>0.99, HEAT 14 % 2% dUbk A FAR U RS Gt,  25 2R B e 2 v 2% Uik A
FAR Y98 AR HE R
~ @ Calibration for shachongmi-1: y - 6631.67383 x ..(r - 0.99806, r* - 0.09611) (weighting: 1/x)

ibration for 4-lvlinjiabenan-1: y = ] 5 r=0.99790, r* = 0. weighting: 1/ x]
@ Calibration for 4-Ivlinjiab 1 9160.99771 x...7408 (r = 0.99790, r* = 0.99580) {weighting: 1/ %)
2

4.0e5 4
3.5e5 4
3.0e5 q

2.5e5

Frea

2.0e5 4

1.5e5 4

1.0e54

5.0e4 4

0.0e0 -

5 10 15 20 25 30 35 40 45

Cencentraticn

B 1 kR R AT 2
gie
ASCRFH HPMS-TQ WU B A, DA BB, HENT [ 5 R R HUBbk S

U E 7 % o 2395 B RIGIEW 2 2R, 45 RMEwg, ERVEFER S, 5%
i A 2 SUOLE BRI 55K, R FH e  mh of UK R LA e T A

S\ O R Lo D6 SR
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3.2 BH4RHE
3.2.1 S EF%: EEEeR+IEERE. FNEENEF
EEEBEM (LC-MS/MS)

________________________________________________________________________________

_——————

________________________________________________________________________________

By
¢ #%: HPMS-TQ =860 AH tuiil 5 B i 15X
WA A R A
Alphasil VC-C18 =——
LY : 1R ESI-
Bk 2.1 x 100 mm, 2.5 pm L=l
s A: /K; B: HIfE HHE MRM
IR 40 °C ETHEE S -4500 V
Ik 0.3 mL/min RAES (CUR) 30 psi
prid =iy 20 uL %< (GS1) 60 psi
HBIIN#AS (GS2) 60 psi
Ve A T ICHR BT EUREE (TEM) 700 °C
filb## < (CAD) 9 psi
MRM 3.
LR R BF 1] BB 7 FET EiEHE filf 42 i
=] A
75 e D (m/z) (m/z) (DP) (CE)
354.0 290.0 -55 -18
1 ER 1.97
THER 354.0 185.0 -55 27
356.0 336.0 -55 -14
5 oS 2.80
B 356.0 185.0 -55 27
321.1 152.0 -55 24
3 ABE 4.18
ABE 321.1 256.9 -55 -15
4 TRAFR 423 326.0 157.0 -55 26
BEEMER

FEXG TN 1 e ER (AR 0.3 ngke. HIRERMBEREH 3
ng/kg AL At VBT, HEAT 9 UCEE M S, Ve T AR AR X AR A 22 7E 1.36%~2.97%
Za), Ut AR TT VR 5 R R




s

TR stz 4y
EERUNY
S 5:/ l-\:::,hracmTech 1‘}2'1%

B (L5 BHEBRAFR
A1 3 A BARLAME LA L R

UEETAI RS RSD

1# 2# 3# 4# S# o T# 8 o# (%)

g R 2.27E+04 2.13E+04  2.18E+04 2.18E+04 2.25E+04 2.21E+04 2.10E+04 2.16E+04 2.28E+04 2.84

& EES 1.11E+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

AEER 1.42E+04 1.44E+04  1.38E+04 1.37E+04 1.44E+04 1.46E+04 1.38E+04 1.41E+04 1.34E+04 2.97

St EER. KNFRS

S FH 7 0 PR it SR EBUBU I N AN () (A R R A o AV T 1) s FE 10 2 2R A
M 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
IS FF R IKEE AN 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 ARl I 28 TAEMR . W In— @ A TRE B RIE, (H43 Wix
WKIZH 0.1 ng/mL, ZRATFE 1 PR, FIHNREMAR e, eV TaE N
2k REF, HHRFH R>0.99.

FEXS PARE SR U TR P NN E A R 0.3 ng/kg. G X ME A% 3 ng/kg
HIBRAE VAW, I —E AR B RE R, A5 NARIKEZN 0.1 ng/mL.
SRFER. PNER. #REH KOEE R W BAE 78 2R 2 25K

XIC from Jiafengmeisu_0316.wiff (sample 14) - Jiafe...OD, -MRM (7 transitions): Lvmeisu 1 (321.1/ 152.0)

6000 |Florenicol
i
5000 !
|
% 4000 \
o
2 |
% 3000
5 |
g I
£ Cekafix
= 2000 Thiamphenicol = "\
i i |
/) ‘\ i / \\
1000 ‘ i
}‘ i ChloramphleioLl
I \ ! I\\
0 _ AN AN AN 1 S
1 2 3 4 5 6 7 8

Time, min

B 1 3#HARLEHENIEXIC eiER
Zit

AR HPMS-TQ VBRI, DIXSPIONRET, AL 1 58 BTN E 77 %
GITIE R R ER, SR, HEEELS.

</ N ESTSR
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3.2.2 WHERKIESE: FiRY R &P HEKIFEE 2 54T
BB (LC-MS/MS)

________________________________________________________________________________

¢ #%: HPMS-TQ = 8000 HH i 52 56 5T 11X

WA 251 J i 2%
o Alphasil VC-C18, ==
Gttt 2.1 % 155 mm, 2.5 pm, 100 A = el
BN A: 01%HRK; B: LN A MRM
MR 30 °C BB E (IS 5500 V
Ik 0.2 mL/min KAAES (CURD 35 psi
R 10 uL %< (GS1) 55 psi
PR (GS2) 55 psi
Vel iz T JURR REE BRI E (TEM) 600 °C
filb < (CAD) 9 psi
MRM S 3
= B4 B (1] (SR FTEF  EEEE bR
s e (min) (i)~ (m/z) (DP) (CE)
4 MR 2 P A R ) = 3352 291.1 80 17
(AMOZ) 335.2 262.2 80 23
= IR R P ARA R 4 == 209.2 166.2 80 16
(SEM) 209.2 192.1 80 14
. g 2 R ) ¥ 249.2 134.1 80 17
(AHD) 249.2 104.1 80 27
A P R e e £ 4 650 236.1 133.9 80 17
(AOZ) 236.1 103.9 80 31
BESMER

FE X L5 A 2 IR AN 0.5 pg/kg 2.5 pg/kg 4 il Ik mpg A 0 TR & b
WEFEI, AT 6 IRE R MESLEG, W AR AR X AR AE R ZE7E 1.45%~6.44% 2 [8], 150
ARITIFHRE L BT o
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&1 0.5pgkg 49 4 e ok b Rt & 2 HARN 25 R
B S RSD (%)
1 2 3 4 5
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 2.48E+04 2.43E+04 240E+04  1.63
AOZ 1.45E+05 1.41E+05 1.40E+05 1.39E+05 1.40E+05 1.41E+05  1.45
&2 2.5ugkg 694 A ek Rt 4 & 2 AN 45 R
B S RSD (%)
1 2 3 4 5
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

S, EER. RNRER

FRFE B vl 2 s £ L R, AR R 1.0 ng/mL~20.0 ng/mL 1) 58 51134 B b 14 1l 28
TAEW . TELRMEIREVER NG R R, HRXRHR>0.99. HEATHAGRF 4 Bl
BEmRm AU RGN, S5 R R ISP, 4 Bl Lk A i e &
IR i5 F2 FRIA E5K

it

XIC from Xiaojifunan_0329.wiff (sample 34) - Xiaojifuna...: AHD 1 (249.2/134.1), G
"

3.0e4

2.5¢4

AMOZ

|

AOZ

hed (1.0 poi

&  20a
z
E 1504 \
g
1.004 \
[
5.0¢3 | SEM' “‘
0.0c0 Al A 1
1 P 3 2 5 6 7 8 9 10 1
Time, min
B 1 B R AR 4 e ek od K4 R8O K &% R

AR HPMS-TQ WU BRI, ARG AI LT, 57 1 5B AIME 4 Rl
SRR Tk . 23R R R BOR, GURMERG, RN

M o N
N S

h -_'.1'!-!

=




H sy .
o M Tech RN (L0 RHRAIRA)

3.23 BREHADN: BEPIRRFINERELN
(LC-MS/MS)

________________________________________________________________________________

T |
BEEH

¢ #8: HPMS-TQ /5 R AH il 8 5o 15X

T 2% A Jo S A
e Alphasil VC-C18, s
Sz 3
i 2.1 x 100 mm, 2.5 pm AR Est
BN A: 0.1%FRK; B: LJF AR MRM
FE iR 40 °C BEFLHEE (IS 5500 V
by 0.3 mL/min KAAES (CURD 35 psi
HEFE R 2L %S, (GSD) 50 psi
WIS (GS2) 50 psi
Ve R B —uhh BT URRE (TEM) 550 °C
fili < (CAD) 9 psi
MRM Z#{:
R B B (1] BERSF FET P NS flf 4% i
=] A
— (min) (m/z) (m/2) (DP) (CE)
277.0 203.0 20 20
1 X 4.75
S 277.0 259.0 20 14
ESMER

PEE B R VR 1LOQ ZUAE FERERAR AL, AT 8 WK ST Mk S0, WETHA
RRTRRIE IR 2 9 0.85%, WA I VLT S00E BLAT, U5 46 ST 4.

21 ZAHEFETEAMRLNER
o WRE 1 2 3 4 5 6 7 8 RSD (%)
AR IR 3519515 3556029  352618.5  355054.7  361099.8  352592.5  353225.5  352611.4 0.85

L. EEMR. KNRER

i 5 2 R i 2 R ) R FEVE A : - 0.5 ng/mL~10 ng/mL I FR#E 26
SERWE 1 R, DA FEMbr et 22, fEZRYEIG I N ZRPE R IF, MRR
H R*>0.99,

TSR



FEEE pesab gy A\
e R HEAERMY (L350 RHEAIRA)

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

H1 eeHZinkdiE

BEmIMER

X AR S AT R BUNFAL, ARI00 % B FUE 0.22 pm JEIREIEATIEIE,
AAARHE ZER A HH BRR L B e AR5 2 At i, 45 SR LR B, SRR 2 i [ A 3
REZR

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

3.5e4 Clenbutero
3.0e4

2.5e4

2.0e4

Intensity, cps

1.5e4

1.0e4

5.0e3 \ / LM\ AWMLAW J\, ”_J\J\M»M,»
5 6 7

o580 T 2 3 2 8 9 10

Time, min

B2 A F i Rk L R i R
&30
ASCR A HPMS-TQ MUR BRI, @52 T 56 8 1A 06 2 v s A0 5 B AR 8

Ko ZINERBPET = THRHEESR, [BISCR A ZORVEEIN . TE 45 R e, =
SMERY, TS PR ORR R B BNE .

S\ O R LoD 6N KSR
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3.2.4 EEIENIE: FPFnninrh 7 SR S IN%RE
¥ (LC-MS/MS)

________________________________________________________________________________

ST G2 B R SRRV E . B RS E . B R R R AR

R & j
BEFMY
X #%: HPMS-TQ /& %A o il & BB 11X
WA 21 Jo i 2% A
itk | Alphasil VC-C18, 2.1 x 150 mm, 2.5 um YR ESI+
BN A: 0.1%HRK; B: HEE HEE MRM
MR 30 °C BEreEE (IS 5000 V
Ik 0.2 mL/min KA EST (CURD 35 psi
HERE B 5ul %< (GSD) 50 psi
HEIMHA (GS2) 60 psi
Vel E —uhRE B BRI E (TEMD 500 °C
fill# < (CAD) 9 psi
MRM Z#{:
= R BT TEF EfEHE fill % g
= = WA (m/z) (mlz) (DP) (CE)
q B A — 360.3 316.2 100 28.2
(Enrofloxacin) 360.3 245.2 100 384
y LRI E —= 358.2 340.0 100 33.0
(Danofloxacin) 358.2 314.2 100 27.0
2 b2 NTSPUR:S = 332.1 288.1 100 26.0
(Ciprofloxacin) 332.1 244.8 100 34.0
4 Whi A 617 386.1 342.0 100 27.0
(Sarafloxacin) 386.1 299.0 100 42.0
s By A 505 396.0 352.0 100 27.4
(Orbifolxacin) 396.0 295.0 100 33.5
y THRID A 508 400.0 356.0 100 29.0
(Difloxacin) 400.0 299.1 100 41.0
. RARTD R S06 363.1 320.0 80 30.0
(Marboflxacin) 363.1 344.9 80 24.0
ESMER

FEAEYS LR IR0 10 pg/kg 1 7 PP v B AL & VIR S AR, 31T 6

\J

S\ O R Lo D6 N SR
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a3 ﬂﬁ( e

e’ Acchrem Tech FEERHY (dE3) R BIRAR]
VR G MRS, AT RRAR G R UE IR 22 1E 2.53%~4.06% 2 18], 56 B A< 5 3% R v ff 5
R ERER, TNENEE R

F 1 7RI RS E L AN LR

R4S e 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
KGRI R 8.68E+05  8.87E+05  9.07E+05  9.41E+05  9.44E+05  9.65E+05 4.06
RV AR e 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
HELybE Bl 441E+05  4.45E+05  4.42E+05  4.52E4+05  4.65E+05  4.66E+05 2.53
ZHEID 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

S EER. HNRER

WRHAN [ A AR BB e ARV, P 2 1 2 5 et SR EBOBUE 11 2.0 ng/mL~40.0
ng/mL () R FIREEARHEM L TAER. SR INE 1 PR, FELeEi A&t R,
HRAZBR>0.99. HEATHWH 7 R AHSAL &) RN, 45 REY LU
WyREENG, 7 P SR S DA H BRI e b ZE R . FAASE R L 2.

+ @ Calibration for Ennuoshaxing-1: y = 3.20104e4 x ... (r = 0.99836, r" = 0.99672) (weighting: 1 / x)
1.6e6
T.4eb 4
1.2e6
1.0e6

g 5.0e5 4
60851 T o L e
sos 00 AT

e

2.0e5 4

0.0e0 -

Concentration
B 1 7 AEEER KA ATk & A

XIC from Shaxing 0321.wiff (sample 61) - Shaxing 2ng/ml...xing-1 (360.3 / 316.2), Gaussian smoothed (1.0 points)
!/\
3000

2500 \

2000 - ‘ ‘

Intensity, cps

1500 / I ;“

\\ H‘
1000 »\H‘ “\
ﬂf‘\\\g\‘ I "\‘
JAS

[y — - - - - . s NV AATEN Pt a e
1 2 3 4 5 6 7 8

Time, min

B2 7 AeEiER XS4 XIC &t R

500

it
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e Acchrem Tech FEERHY (dE3) R BIRAR]
3.3 HtRm=Z2WmA

3.3.1 HEhEER: HHPHRIEER B %M 6 RaVEN
(HPLC+FL)

________________________________________________________________________________

________________________________________________________________________________

0 2R S6000 = REBAR (gAY

& % #: Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A
W J#E: 0.8 mL/min

Bt & S0uL

Mo E: 40°C

Rl BORMK: 360 nm; KEHEK: 440 mn

S, 1R, EEMRER

B3R i B R A AT AR L AN R A e BR AU 5% . B A0 vk AT [ ) 3%
FH 75 2 2 VR v VA VRl RSN R YA B2 RV 5 A AR, AP IV T AR N N A s Ao
I B2 g B AA bR e Rl R AE 2, % ZH 70 7E 0.05~40 ng/mL 2R IEAH R R EU K
10.9999. Wl i A R AR AE BIR, Allas RYFT & EIRER.

BRI R
B 1 D R O I S B SR A AT AL B 5 A2 BRI R I B AR, AR

W2 S B S TP . o 1 rp 5 R, AR i AN T 0 R
FHUE, SRR i R S B R R R

o</ N FSTSR
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N —=

P ey RN (JER) REAIRAS
Hise AetremTec HEHRHY L3 R BIRAE]
B2
4.007
3.007
Ez.o&
1.00]

PR

ok FEAD IR

0.00 200 400 6.00 8.00 10,00 1200 14200 16,00 1800 20,00
oy

Bl #FHEFEFESHHEYHHFSELRE

AN B B R RSB AT A BTN . AR AT R, AT IR BR R L 2RI
A EFRER, AT R T T B R A A R

YR Lo D6+~ ISR
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3.3.2 =BER:: ARP=BE LM (HPLCHUV)

________________________________________________________________________________

A IR =R |
BEEMSF

I 28 S6000 1= BOBM i A

t 3% #: Tnature C18, 4.6 x 250 mm, 5 um, 100 A
W #: 1 mL/min

R 2 20l

o #: 40°C

K : 240 nm

ESMER

DR e ot i BB O VR B M, St 6 &1, BRI 1, {REART(E]
ANETAR RSD £55R W F 3R, S RRMZIVAE RS RV R T

0.0501

[1]
&
Ty
=

0.0401

0.0301

= ] JK_§/\Q~J,_’_§’—
0.020 I
] " J%/&/%*
0.010]
o.ootrf
-o.owf
"7 7180 360 540 7.0 900 10.80 1260 1440 1620  18.00
R
A1l frseTAMBireER
(1 ZRAmEIHNTER
¥ 1 2 3 4 5 6 RSD (%)
LREFIFE] (min)  11.864 11.906 11.876 11.878 11.883  11.871 0.1
e T AR 30448 30904 30666 30380 30386 30463 0.1

M. KR, EERER

XY EIEAT 1 EVE S AR K B PR 25 52 o HObR#E i 25 VUG i A [F) R

S\ O R LoD 6N KSR
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a3 ﬂﬁ( e

iz Acchrem Tech EERHY L) REARAR
IR HEIR, ARFIIA T AR AR, R PR B A AR s bR A T 2, =
RFANELE 0~2 pg/mL PR MEFI R RECN 0.9999., DL S/AN=3 AEMIEE, S/N=10
e R, W = SR EUE AR SRR e R, 25 SRS T [ S v R B ARV
FLon b =R R PR A E SRR, 32 7KK E € E A FE K .

0.0101

0.005

2 ]

0.000+

-0.005

200 400 600 800 1000 1200 1400 16.00 18.00
Pak
B2 =ZRfirenllcsdREeiZzR
HmNER

SR FH SR it T AR B 5 908 SEEA: it o ) = SR RURE EAT I 2 5 38 P 2R i R 7L
PORH BRYY. WASHLIERT, WS KRB 3 s . SEBrkedh i) = SR EUK H Ak
PSP 1AL B, D SRR A I U TR T

0.01(.:! D
0.000 A =S TIIEAY
2 ool A FLCRHEE R
s R 1 6 N = B

000 200 400 600 800 1000 1200 1400 1600 1800 2000
Fh

U.U1C_l

0.000] AN FE i InAs
2 0010 A RRUSEE

0,02 2 — R FLbr

0.60‘ I 2.6)0' I 4.60I I 6.60I I IB.‘OO‘ I I1é.%0¢bl ‘12‘.0|0| I141|.0b| |1€;.0I0‘ ‘18‘.0‘(]' 20.00
pa
vl

N\ O P Lo BL6<TN K
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FER a4y
e X AR (D) HEERAS

A ﬂ B kR
A A FURE

N = R

000 200 400 600 800 1000 1200 1400 1600 1800 20.00
4

B3 ERMiesnhd ARG ERN S REER
&

AT H AR E AR5, AE 15 min AT HER 58 RCRL i T = SRR, 4
RIHWETI, BRI, 2750 gL dh 5L b = R A 2T B
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EEAHFDATI: KRR

________________________________________________________________________________
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I 28 S6000 1= BOBM i A

B % FE: Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A
i #: 1.0 mL/min

#tFE & 20l

o R: 30°C

R K : 267 nm

AL ER

BEXPRBE R IR BEAT /ARS8, BAREIR LR 1. HOKEE B B ARHE (L F M,
A AN [ P AORR T, AR T AR AL b, A VDI BE B A b 222
HIbRAERT 2R, KR IRAE 0~10 pg/mL YU A Zett R, AHR A% R? 79 0.9992.

k1 KEFHERA &K

R W (ug/mL) LM T R R2
K T IR 0~10 Y=6.30e+004 X — 6.29¢+003 0.9992
Au
ﬁx%%@
I
) i
i |
I f
;‘"'\'— e ~ .
: 1 ! I T L .

B2 KEFHBRAREWY X ESR
KR, EERSR

S\ O R Lo D6
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OSSR
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B s HRRMY (30 BEARAS
¥ (GB 5009.189-2016 & i HFKEEBE IR E Y e, KEZRERM T
v2% 58 B PR ARTARGE0 PR ¥k A2 [ B K

it

M52 56 5 B a] 4, {5 F AR S6000 4L Alphasil VC-C18(4.6 x 250 mm, 5 um,
100 A) (ilAE, A DLSEBLE S OKBF BRI RAFRIl . 2. A th B A e & PR
e EARE K

S\ O AR Lo D6
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