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1.1 a7
L1.1 REPEPR. LREBRMEENNE

KI71%Z% GB 5009.28-2016 (i H AR . L ALERATHIRS BRI E )
SRR R LD AR AR RS AN AT E

BiExHst

1 #&: S6000 UV

tt 3% . Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A

W3 M FHEE: 20mM LREE =5: 95

#i #: 1.0 mL/min

M iR: 30°C

R 230 nm

Bt B &: 10.0uL

ESHER

BEREMREE DY 20 mg/L MOZR R IR (L BLER AR A i VR G I, 1B
6 (5 R gt (AR RSD<0.2%, UEMHIAN RSD<0.1%, 1% #%HE & 4k
KRR

w % F
gAY

005 e A 41

I A

R R R N N A A
B 1-1 RemeERERMEEE (n=6)

LMHERRBELER
X FHAT R R B, KRR, BB ARE RS SN 7E 0~200 mg/L

S\ O R LoD 6N SR




T IEERMY S
¢ Achrem Tech BRI (3D RHEARAR

(28 YO R P9 AH O R 8 R215>0.9999 ., DL IGIE S EME L SIN>10 A h L E =
FR, S/N>3 AFEMNIR, 1Z57ERBUE S RN T ERER,
%11 GUFITHELE

EEIR EicE®E RINR EE R

b 2R R2
’ g/ke B o/ke gk B o/ke
SR Y=43977.06X 09999  0.005 0.01 0.0025 0.005
el Y=45881.85X 09999  0.005 0.01 0.0025 0.005
FERs A Y=31410.52X 09999  0.005 0.01 0.0025 0.005
HR RO RER

R SCBRRE A HEATRY I, B IETRIETA, R BRI 0.5 gkg I, [
W G5 AT 96.2 ~ 99.0% 2 17, LSRG IR RAT.
& 12 mArERELER

F5 KR ITEAY HERE 5
1 96.5% 99.0% 96.2%
2 98.8% 98.1% 96.8%
3 99.3% 98.5% 95.6%
FHME 98.2% 98.5% 96.2%
RSD% 1.52 0.46 0.62
i

K AAHETERHMY S6000 1=y A AH (1 % A FA L. Alphasil VC-C18 i iff 47 2K H
B I ZLER ARG AN RO, VR E A NE . k. REUE KBRS REL, &
TR R ORI ER . 1L B AR BN A DU 75 2K

L1.2 REPEFR. LR, FER. KFELRREE

I E

ATJ715:27% GB 5009.28-2016 (& A HER . (L ALBRATHAE AR Eg M E ) A
GB 5009.121-2016 (& i A ZRIGMED) , XM RPR. LWRKR. 23
BRSO IR AT E .

BigxH

L #%: S6000 UV

b 3% #: Marsil C18, 4.6 x 150 mm, 5 pum, 100 A

ST
'; R X 'l

XX
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%:zz;y’Achr~mTech BRI (b)) REERAR

W B AH: HEE: 20 mM BRIREEE =8: 92
W J#E: 0.8 mL/min
Mo dE: 30°C
R 230 nm
H: 10.0 uL
ERGER
KA EIRIPERKREE N 5 pg/mL FIR A FRE BT AN, ILAYRR . 2K

TR ARG BN 7 B RCR BT, - BEIFE 3 b A CRIEE RiF, fREF T <
1.5,

AU

i\ G 1

i 35 A 2

]\ BILAE 3
A R R T T TURE TC T T I

H12 RELERBREEHR
(1: ZFEE; 2: KFHK; 3: MACTK; 4: LA®R; 5: BEHD

k13 BANERBREES

wEY FREZE ] (min) iR K7 Iy
YR 5.61 1.11 18.77
KR 7.1 1.17 6.47
A 2.8 8.12 1.26 3.58
BNy 9.19 1.15 3.32
PR B 11.96 1.1 7.47
&g

FHERERMY S6000 & S0 (1A FE L Marsil C18 it BT R IR . 1L
FUMR . wAE . PRSI A CRREASI, 5 MG B E R, WA K
i 2R T1E 1.2~1.5 ZJd].

“‘
SN




HEIEBHYL (LR BEBRAF

1.1.3 Raa P REREINE
KT71:27% GB 5009.120-2016 (& AERAIMIED » 0 & b P EREEAT I
i o
Bitst

¢ #%: S6000 UV
o, 3% #5: Alphasil VC-CI18AQ, 4.6 x 250 mm, 5 um, 100 A
B M BERE VAR
W J#E: 1.0 mL/min
O 25°C
KB K: 214 nm
ot B &: 20.0 uL
o

PERBRE M I BRI, 2 BRI T,

e _J L
o5 ; " B0 R oD =

B 1-3 IR AR & R A 55 O it He T
LMRRYELR
NI VR AT R AN RS 552 . TABRTE 20~500 pg/mL F 2R 14: 3 FEl Y AH 5%
ZHR2=0.9998., DL il s Sl SIN>10 N T EEMR, SIN>3 N7
TPR, %57 RS 55 B0 T E AR ER .

.m“p;

S\ O R Lo D6 ESTR
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R

Bl 1-4 7 B AT B 2 v i i

k14 AT RBMELER

ERIR EiER AR Ebesil

S\ O P Lo BL6<TN

N —=

A 2t TR R2
’ gke MRgkg  gkg B gke
PR Y=6.14E+002X-4.19E+002 0.9998  0.02 0.10 0.01 0.03
HRER

e RS b WL DF TV U SEBRAE dh AT A I, AR SR TE T4

= oo
W J\J\/\\M\W\w
o000
o ko abo ) 68

&g
K FAHEERHMY S6000 = R0 AH (015 { 5 L Alphasil VC-C18AQ th it #1714
FRICRGIN, ikt fe R S5 SR R AT, A5 235l 2 € 5 A A TR A I 75 3K

1.2 HEF

1.2.1 &mh 11 HEREETIRMNE
AT7ES% GB 5009.35-2023 (&P & EGE R E Y , e 11 Fp
HIREGH: M. W, ISL. Hy&E. B, 5. =ik, ke,

. S N
OSSR
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WreL. WEIRTE

IREELLIEAT I E -

N —=

it

X #%: S6000 DAD

o 3% FE: Alphasil S-AC 1R L HAE, 4.6 x 250 mm, 5 um, 100 A

WA M A: 20mM 288, B: HEE

Vi J#: 1.0 mL/min

M e 35°C

Kz K: 415 nm. 520 nm. 610 nm

B R &: 10.0 L

Aot FEE 35t o«

5[] /min A% B/%

0.0 90 10
12.0 60 40
19.0 50 50
23.0 45 55
33.0 5 95
34.0 90 10
44.0 90 10

ESMER

HEREIR N 5 mg/L 1) 11 FE GrIbr e fR S IAT, EELEE 3 HHERAS
faEtE. PRENT ] RSD<0.2%, U&THAN RSD<1.28%, iX#3EH & 45 R R IT,

11 M RIRNR (5.0mg/L) . 1L 15.
2
|3 s T 12
4. i 10,
610 ] Iy 14
‘ . 6 3 l
520-nm. 1 Ll | |
415 n* W k]
3 o I ; L Vok s LA - LA ‘]4 P rrJ ™ m

Bl 1-6 3 & A v VA i

(1: FPARHE., 2: Hr20. 3: ¥4, 4: FE. 5. AL, 6: %okE 1, 7. HE#E., 8:

ok 2, 9: FRL. 10: ZE L. 11 =¥ 2. 12: BRI, 13: EukE 3. 14 BuhE
4. 15: FEELT)

o SN -
Ko S

\ O P LoD 6<T N
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ZMRRYEHER
X TTEHATEMEM REE L 11 M EBFFE 0.2~10 pg/mL K4 i
AR R R? $9>0.9999. 1 [ ERAGIKEL T, #55 (i tailfig ¥ S/N>10,

g5 R 2 EAREDR
k15 44 R

FEK (am) B SRy R2
415 P i y=26506.91x + 625.18 0.9999
520 ES AN y =31350.78x +(-407.65) 0.9999
520 PN y =25296.06x +(-174.56) 0.9999
610 HEWE y = 10682.27x +(-220.06) 0.9999
520 i Ni=EAR y =22241.77x +(-183.70) 0.9999
415 WA y =10135.96x +(-109.28) 0.9999
520 Hk s y=17351.86x +(-297.71) 0.9999
520 AL y =25949.65x +(-417.39) 0.9999
610 = y = 9826.80x +(-333.96) 0.9999
520 FRYEZL y =28512.99x +(-460.42) 0.9999
520 IREELL y = 44574.24x +(-2442.77) 0.9999
HmREWRER

WHURVE . GRS R R SEBaiedl, SRR RHMY SelectPrep WAX [ 4
RPGEMHEATRIACEE, Fra s ZEOE T, Inbs BICR 45 RAE 85~110%, Ji/2
25K

415nm

— R
B eR
STD

0.03 |
0.02 —

0.01 =

0.00 4———

S\ O R Lo D6

o O N
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0.03 |
0.02 =

0.01 =

] 4 1

N — [ ) B —

] P Y I ——————

0.00 S O ———————
5

M 17 ZEES (R R

K HAERERMY S6000 1= ROk AH L it A A HE Alphasil S-AC &% AT 11
MECR PRGN, FTikEEM., &t REUE LRIWCRERRBIF, AW e R
fl A 1T b At 2K A 5 5K .

1.2.2 SR PR HES 1 FHIA RN E

KT71EZ7% BIS 202204 (G| P BRIEETSE 11 A DA ZURME Y , X
S AR 1. 0 1. SO 3. o 37, ol 3. SRR, =
LR BUPERE 22, BRIERE 21, BRMEEGE RIS FHE G TG T E .

BigxH

X #%: S6000 Ultra

o % F£: C18,2.1 x 100 mm, 1.7 um

BN A A 0.1%HEEK (& SmM 45D 5 B: OB

M #: 0.25 mL/min

o iR 40°C

R E: 5.0l

Tofs B e W -
1A (min) A (%) B (%)
0~4 80—50 20—50
4~5 50—30 50—70
5~8 30—5 70—95
8~8.1 5—80 95—20
8.1~10 80 20

S\ O R Lo D6 KSR




| SEREEY

e Acchrem Tech SR (LR RHCEIRAT]
Bk &G
B 3% HPMS-TQ
= Ji: ESI+
ERRE €
IS M /& 5500 V
Y5 Z TEM 650 °C
S GS1 50 psi
IR GS2 50 psi
A 35 psi
il 4 <. 8 psi
MRM Z4{(:
- BEE T TBET N ViR Tk 9% B
FE 5 Rty S
(m/z) (m/z) (DP) (CE)
215 93%* 100 45
1 sudan orange
215 122 100 22
254 JaAS 90 31
2 ethyl yellow
254 134 90 35
- 319 169* 120 32
3 Disperse Orange 1
319 181 120 52
. 270 107* 75 32
4 disperse yellow 3
270 150 75 24
226 77* 50 28
5 solvent yellow
226 120 50 44
2 238 165* 120 45
6 disperse Orange 11
238 167 120 50
. 268 147* 100 38
7 auramine O
268 131 100 64
. 391 376* 100 38
8 basic Orange 22
391 220 100 50
. 392 351% 60 30
9 disperse orange 37
392 133 60 47
. 315 270% 90 52
10 Basic Orange 21
315 300 90 33
. 243 122% 70 26
11 disperse orange 3
243 92 70 32
*AEEET

o AN -
Ko S

S\ O AR Lo D6
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WERER

std-1 - Disperse Orange 1-1 (Standard) 319.0 / 160...cts\BJS202204\Data\05 15.witf), (sample Index: 37) st - sthyl yellow-1 [Standard) 254.0/77.0 - (P..jects\BS202204\Data\05 1 5.wiff), (semple Index; 37,
Area: 15037, Height: 5.055¢3, RT: 8.435 min Area: 67666, Height: 2.241ed, RT: £.814 min
22000
5000 " 8814
4500 20000
4000 18000
16000
2500
14000
2000
z £ 12000
£ 2500 5
£ £ 10000
2000
8000
1500 cod
1000 4000
500 2000
g 0
1 2 3 4 H [ 7 s 9 1 2 3 4 5 6 7 s H
Time, min Tire, min

std-1 - disperse yellow 3-1 (Standard) 270.0 / 107....ects\BJS202204\Data\0515.wiff), ([sample Index: 37)

Area: 30297, Height: 1.017e4, RT: 6.936 min std-1 - sudan orange-1 (Standard) 215.0 /93,0 - [...ects\BJS202204\Data\0315.wiff), (sample Index: 37)
Area: 16098, Height: 5.583¢3, RT: 6.802 min
10000
6936
6803
2000 s
8000
7000 4000
5 6000
s &
i 5000 = 3000
£ £
- =
4000
2000
2000
2000
1000
1000
0 . o
1 2 3 4 5 6 7 8 9 ] o 3 5 H K 7 g 23
Time, min Time, min

std-1 - solvent yellow 2-1 (Standard) 226.0 / 77.0 .. jects\BJS202204\Data\0515.wiff), (sample Index: 37)

std-1 - Disperse Orange 11-1 (Standard) 238.0 / 16...cts\BJS202204\Data\0515.wiff), (sample Index: 37)
Area: 66641, Height: 2.217e4, RT: 8.089 min

Area: 20390, Height: 6.708e2, RT: 7.037 min

22000
089 Y037
20000 ebis
18000
16000 5000
14000
4000
£ 12000 z
£ L
£ 10000 £ 3000
8000
2000
5000
4000 _—
2000
0 0 A
1 2 H 4 H § 7 2 2 1 2 2 4 5 ] 7 ) 3
Time, min Time, min

std-1 - disperse orange 3-1 (Standard) 243:0 [ 122...cts\BJS202 204\ Data\0515.wiff), (sample Index: 37) std-1 - auramine O-1 (Standard) 268.0 / 147.0 - (P...ects\BIS202204\Dateh0515.wiff), (somple Index; 37
Area: 11226, Height: 4.284e3, RT: 6.887 min Area: 71154, Height: 2.093¢4, RT: 4.985 min

4000 6857 20000 1985
1500 18000
16000
3000
14000
2500
2 z 12000
H o
£ 2w 5 10000
- =
1500 8000
6000
1000
4000
500
2000
. : |
1 2 3 4 5 6 7 8 9 P 7 3 M Y 5 ) 3 P
T nin Time, min

O Ny <
L;‘ N

N\ O R Lo DL6
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std-1 - Basic Orange 22-1 (Standard) 391.0 / 376.0...cts\BJS202204\Data\0515.wiff), (sample Index: 37)

std-1 - Basic Orange 21-1 (Standard) 215.0 / 270.0...cts\BJS202204\Data\0515.wiff), (sample Index: 37
Area: 137595, Height: 4.749e4, RT: 6.503 min

Area: 14573, Height: 4.448e3, RT: 5.525 min

4.5ed 6.503 5.525
4000
4.0ed
3500
2504
3000
2084
£ s z 20
= =
£ 5
= 20e £ 2000
1.5ed 1500
1,084 1000
5063 500
0.0e0 o
1 7 3 % B % 5 & 2 H 2 5 " 4 "8 "4 @ s 9
Time, min Time, min

std-1 - disperse orange 37-1 (Standard) 392.0 / 35..ct\BJS202204\Dat2\05 1 5.wiff), (sample Index: 37)
Ares: 36273, Height: 1.221e4, RT: 8,136 min

12000
11000

8.136

10000
9000
8000

7000

Intansity

6000
5000
4000
3000
2000

1000

a

Tirme, min

Bl 1-8 B B4 11 A0 Tl fo % S A1
LMERRYELR
XTI HEAT S 25 %2, E 0~10 ng/mL AL 1 75 il 9 AH 96 250 R219>0.998.

+ @ Calibration for sudan orange-1: y = 7.71504e4 x + 1844.59867 (r = 0.99927, r* = 0.99854) (weighting: 1/x)
5.0e6

4.0e6
3.5e6
3.0e6
2.0e6
1.5e6

10e6

5.0e5

Concentration (ng/ml)

Bl 19 BMEMES 11 A T e £k &5 EE

K AR HPMS-TQ & A080F 03 53 BT 3 G347 11 A Tk R 146
T, R T IEIE T RAT, 2RMESh R R 7 R .

1.2.3 BB AALIRINIE
AKTF71:27% GB/T 19681-2005 (& b HH A PHAL GBI IR 5 3%) , X & &

S\ O AR Lo D6
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IFHAL. P P, TR IV T IE .
i

X #%: S6000 DAD
tt 3% £ Alphasil ES-C18, 4.6 x 150 mm, 3.5 um, 100 A
w3 A A: 0.1%TERKIER: £IE=85:15
B: 0.1% M QIR NEE=80:20
M #: 1.0 mL/min
o s 30°C
B 5L 478 nm; FHAFHAIL 1. IV: 520 nm
Bt B &: 10.0uL

ok F5£ 3 i«
i 1E] (min) A (%) B (%)
0 40 60
10.0 40 60
25.0 0 100
32.0 0 100
35.0 40 60
40.0 40 60
BESMER

HEFEREE A 1 pg/mL BT3P ARE IR SV, IESEEE 6 S B R ARG faE
M, (REEHLERET.

AU AV
0.0 l B ] iR || AFHelll
; |
§ ﬁ T—
Eat[ ==

min

RN N N N R Y
Bl 1-10 RameERERMEIEE (n=6)

o RN -
Ko S

S\ O R Lo D67
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S\ O P Lo BL6<TN

N —=

LMRRYBELR
W TEEAT AR BUE I %2, HPHALLL AP AL, LIV
7E 0~2.5 pg/mL (LR PEVE R AR RECR I . 77k RIBUE 45 RAF & FEARER .

AU

-0.01

— min

K 1-11 BAFEL M ERIE R

K16 AHEMIFELER

TiiER R R e 1 PR

fr )| Dt A
B S LRt S SR
iy agAR| Y =61378.76X + 389.19 10 10
i yazAR|| Y =373556.00X + 1122.41 10 10
GiSREAR || Y =32948.70X + 698.48 10 10
HFHAIV Y =61378.76X + 1665.45 10 10
it

K FHAEERMY S6000 1= MOBAH LG {X FEHC Alphasil ES-C18 43 443k 4T 75 1%
21, BN PO APV, HiEESNE. R RBUELERR
U, AT7VE B R IR R 2R .

1.3 FHIRF
1.3.1 BRD BT (REE) BNE

AKI71527% GB5009.140-2023 (& dhH ZBE#E LR I EY , MNEmP L
FRRE IR AT (2238 %) HHATIIE .

BilkEs

1 #%: S6000 UV

o O N
OSSR
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tt 1% . Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A

W Bh AH: A: 0.02 mol/L BiMREIAET, B: Wl L (RREE 1 2D
M #: 1.0 mL/min

Mo E: 30°C

R 227 nm

Bt B &: 10.0 uL

Ao J5E e .«
i a] (min) A (%) B (%)
0 85 15
6 85 15
6.1 40 60
15 20 80
15.1 85 15
25 85 15
EEMER

HEREIR FE N 10 mg/L B % T2 bRl VAW, HELLEE 6 f B R R g faett.
{53 i E] RSD N 0.03%, &AL RSD N 0.28%, {X 2% & P45 R BT,

AU

0.06—

0.03—

min

IR R N AR
B 1-12 REREFEEHELLEE (n=6)
SZMRRBESER
T IEREAT SRR RS 558 . 2 R EEAE 0.2~100 mg/L (128 M3 FE Py AH
KRB R>0.9999, DL REIEIE F{E 1L S/N>10 A7k E BIR, SIN=3 N
DBR, %775 R S5 R T EhR 2K .

®I1-7 SAHEMIBEER

EFrtR  EbsesElR EsillR ke =R
(g/kg) (g/kg) (g/kg) (g/kg)

S\ O R LoD 6T KSR

waEY) AT R?




H sompy o
&8s/ Acchrem Tech SR (L350 MEBERAR

X Y=30567.58X
GIRE 0.9999 0.0006 0.002 <0.0001 <0.0002
+3635.42

KHETERHMY S6000 = R0 AH it FEBL Alphasil VC-C18 Bk ik 17 22 3%
BRI, VEEEM. &M N REUESE R R, A5 B R OB R R
BCLFRE) IR K .

1.3.2 RAPF=ZFEFEONE

ATJ71:27% GB 5009.298-2023 (&b =S GEFEZ) MNE) , X&
i = SRR EAT I E

BigxH

¢ #%: S6000 ELSD

o % F:: Alphasil ES-C18, 4.6 x 250 mm, 5 um, 100 A

B M OfF: K =22 78

W #: 0.6 mL/min

M E: 35°C

AR 95°C

WA E: 2.70 mL/min

Bt R &: 20.0uL

EEMER

BERERFE N 0.40 mg/mL 1 =SS HEARHE MR, ESEE 6 HHER RS
EPE. PREFIS ) RSD N 0.05%, UETEIAR) RSD 4 2.23%, (WA EHBIELRR
e

||||||

R R LR TR RERE SRR BEt RERY RRAT RN SRR R
Bl 1-13 @ ERTEEREREER (n=6)

S\ O R Lo D6

AT\ N\ X
Ko S




= gy o
S’ Acchre EERHML (dER) BHZBRAF

SZMRRBEER
SR AT R R RGN = EUEPELE 0.02~1 mg/mL [\ZE 6 A
IR R R?>>0.997, DAt REIGIE S (EELL S/N>10 AT E &R, %715 RS
S5 T AR EER
k17 GERZGELER

W JrikEER EiRERR

7 A TR R2
R (mg/mL) BRETE (g/kg) (g/kg)
=R 0.02 ~ 1.00 Y =1.73X + 6.62 0.9971 0.003 0.02
HomEEWELER

M B ot BB A T A S S PR e i AT A I, BRI TE T, A W AR ik
JEAG. B, & (0.02. 0.10. 0.50 ghkg) W, [EIWRLE BAE 87.3~ 107.0%2 1],

A e R &5 B R U
] ”
~_ Lﬂl
| | lt i\ ARV
. . P EHr A
R BRGNS RS SRS LR FALD RRSU BRI SURRT TR BRI D
%
: ! | e
“ !h B A
| P
o L Wi -
X _ _/\ —
ISISI ) E‘ i 9!5I 2 ‘.lt'. " IIZI.EI i III : '[IE\ ; I? i II£.5 d 1'2 d P
A 1-14 PR & Fo im0 o Xt b i B
k1-8 mirEEER
ks g (g/kg) #1 #2 #3
0.02 105.00% 102.35% 98.91%
0.10 107.00% 100.10% 102.27%
0.50 87.30% 92.80% 94.80%

S\ O R LoD 6T N KSR




= ammpy o
Wige? AcchremTech EERHML (dER) BHZBRAF

K AEBERHMYL S6000 155 RO AH (LA FEBE Alphasil ES-C18 A 1T =&
FEREQORTIN, J7ikE S Btk REBUE R EICREG R RIF, A5k e =5
R AR 75 5K

1.3.3 R i P B E A S E B E

ATJ71:27% GB 5009.263-2016 (£ i H ) iy EEFIRT 2 FHAIIE Y , X8 i
8 RN A YL a7 e i

BigxH

% #: S6000 UV

o % F£: Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A

W zh AH: K ZfE =80: 20

W #: 0.8 mL/min

o E: 30°C

Rrg A : 200 nm

Bt B &: 20.0uL

ESHER

BERER B2y 50 pg/mL 1B 7 & AN BT 7 Bt Am itk R SR, IELRE S 6 £
R AG e k. (R A] RSD<0.1%, &I RSD<0.3%, {X#ERMHELRR
e

AU

o i

: j\
o A

T T T T T T

Bl 1-15 RameERERMEIEE (n=6)

S\ O R LoD 6T KSR
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e Acchrem Tech SR LR RHEIRAR

SHMRRYEER
X TR EAT ZME AN RGO )75 8¢ [ 0y X AN B 79 B AE 5~100 mg/L 1
O AR OR R AL R? $5>0.9999 ., DL ik 604 = (5 I L S/N>10 Ny 75 kg B IR 1% 7
2RSS AT EhR K
K19 KEMIPELER

£ F o T R R I b 5 2 B

mg/kg mg/kg
Rl 1 2L Y=77028.53X - 5678.55 0.9999 0.25 3
ki 778 Y = 60030.74X -15394.16 0.9999 0.25 3

vk R EEIR BRIRYCR, SR, BRI TS FLH OB

R ERER
1 B it WL TE R R E N S BB it EAT AN, R R R B TE T, A i gEAT
& e B=IRER IS, [BICREERAE 89.8 ~ 100.7% [A], [BIREER K

ﬁ}o
T o 7 B
02 h K o A7 it
N . K /L 7"T/Em:r
ol Jsadt S R EOR R R
EREIN ELEY EREEE LREE LRAEY L RY LG
K 1-16 52 PR o i
& 1-10 mAr B EE R
JOAR EACER (%) hokgrEER (%) JoAs ECE (%)
P 5 ng/L 10 pg/L 50 pg/mL
" RSD RSD RSD
1 2 3 1 2 3 1 3 3
(%) (%) (%)

FETELdEf  90.1  89.8 905 04 940 953 947 0.7 954 950 96.2 0.6
Bi] 73 it 100.7 995 992 0.8 98.7 99.0 98.1 0.5 96.5 960 963 0.4

&g

FHETERMY S6000 & R AR i A4 Alphasil VC-C18 i 347 By iy

i“
LSS
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0.':‘:3;5:,1’ Acchrem Tech

e
e

HEIEBHYL (LR BEBRAF

L AIRA R AN, TPk B et REUE IR R REF, A7
A 90T 47 EEL AT BR g ARG 75 5K

1.4 H A3

1.4.1 &P EERBREAMNE
AKI7E57%5 GB 5009.283-2021 €& b AR B BERZ M ) , X 5 BE A%

HEATISE

BiEEH

X #%: S6000 UV

tt 1% . Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A

W 3 AH: A: JK; B: HIEE

W i#: 1.0 mL/min

o &: 30°C

R : 230 nm

B A &: 10.0puL

o6 FEE e i«

i8] Cmin) A (%) B (%)

0 45 55
7.0 45 55
9.0 95
15.0 5 95
16.0 45 55
22.0 45 55

EEMER

SHE R P B bR e A R, ELEE 6 iR AGREN .. (A RSD
9 0.02%, VETA RSD N 1.13%, {288 5 45 50 B I,

S\ O R Lo D6

O T N\
OSSR
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&8s/ Acchrem Tech SR (L350 MEBERAR

Bl 1-17 18 & F Bt B AT e i
KMRRBELSR
X T EBAT R R U B % 5. B R AE 0.1~10 pg/mL 12k i [
WA R R? 09 0.9996, LA I m{E R LE S/N>10 7552 IR, SIN>3
TR, 2075 R S5 R0 2 B AR 2K
E1-11 AERIGELER
EEMR  EirEER  WRIE Eis iR

i 2P R R2
“ s mg/kg mg/kg mg/kg mg/kg
& Y=4.04e+004 X —
B an = 0.9996 5.0 5.0 2.0 2.0
T Hz 2.93e+002
HmaR

X SEBRRR S EATA I, ARSI BOE T

B 1-18 S PR e 3 B

KHAERERMY S6000 &= 3R A7 (i (X FE L Alphasil VC-C18 a4 31745 %L
PR ORI, kB R . et REBUSESE R R, AJ77560 2 A& P I m
R 5 K

1.4.2 RS 9 M S LFIRAE

AKTF71:22% GB 5009.32-2016 (& /it 9 ALK E Y , Xt PG. THBP.

S\ O R LoD 6T KSR
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e Acchrem Tech R (L5 RHEAIRAR

TBHQ. NDGA. BHA. BHT. OG. Ionox-100 f1 DG Hi& L7E4T M %E o

BiEEH

X #%: S6000 UV

tt 1% F#E: Alphasil ES-C18, 4.6 x 250 mm, 5 um, 100 A
WA M A 0.5%FR/KIET, B: HIE

M #: 1.0 mL/min

Mo E: 35°C

Kl : 280 nm

R E: 5.0uL

1o e i«
A (min) A (%) B (%)

0 50 50
5 50 50
15 20 80
20 20 80
30 10 90
32 10 90
33 50 50
43 50 50

BEEMER

BEREAREE A 100 mg/L (1) 9 Fhfi A LRI HE iR SR, LR E A 6 T E %
RGitaENE. IREEN A RSD<0.04%, WEHA RSD<0.88%, {1 &% H FIEAE R RIF.

SKMRRYELER

X ITE AT SR REGEIHSE . 9 Pt ARITE 20~400 mg/L 4 1435
N AHR R R 5>0.9994 . LA g & {5 2 L SIN>10 N7 VEE &R, S/N>3
RITEREIIBR , %0772 R A SRR T E bR 2K

S\ O R LoD 6T KSR
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¢ Acchrem Tech IR (L5 REFARAE

AU

\\]

0.6

— min

RN AN R
Bl 1-19 Sk E B 9 A4 EALF AT A 5 ik 3 1
& 18R TRAEE (PG) | 14 2.2,45- =4 &K T B (THBP) ., & 38T #* KX —F (TBHQ).
&4 % A/ AR (NDGA) | 5 HTHEMNALEER (BHA) | 462,6-—RT %
Xt F A KB (BHT) 14 7.8 & T8 F8 (0G) . 1 8.2,6- — 4 T £-4-% ¥ £ K (Ionox-100) .
&9 B & TR+ 8 (DG)

K112 ARG ELER
TER  EbrEER RNR E SRR

L2 AL R i R?
gkg gkg gkg g/kg
Y =13254.14X +
PG 0.9994 0.5 20 0.1 2
22588.79
Y =12813.91X +
THBP 0.9994 0.5 20 0.1 4
16649.69
Y =4075.59X -
TBHQ 0.9998 0.5 20 0.1 10
2242.36
Y =4942.67X +
NDGA 0.9994 0.5 20 0.1 4
11297.80
Y =3622.23X +
BHA 0.9995 0.5 20 0.1 10
6269.24
Y =1472.96X +
BHT 0.9995 0.5 20 0.25 4
2036.98
Y =9922.23X +
0G 0.9994 0.5 20 0.1 2
13304.65
Y =2156.15X +
Tonox-100 0.9994 0.5 20 0.25 20
2253.80
Y =784831X +
DG 0.9995 0.5 20 0.1 10
2844.27

S\ O AR Lo D6
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“ige? Acchrem Tech HEIEBHYL (LR BEBRAF
%Hig

K AEBERHMY S6000 155 ROBAH (LA FE L Alphasil ES-C18 i A:1#E1T 9 Fh
PUEAGTIRIRTIN, ARk eI RAF, JrikE SN, dtE. RS 9 FiyisEfl
FR BRI 75 3K

143 BAPZ RN ZEERRINE

KT71:27% GB 5009.278-2016 (& i 4 VY ZBRERMIME ) » X 4%
VU 2 R ER AT W 5E

BiExHst

1 #&: S6000 UV

tt 1% . Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A

Wosh A HEE: DUT ISR TRV BT (pH4.0) =15 : 85

#t  #: 0.8 mL/min

o E: 35°C

R : 254 nm

Bt B &: 10.0uL

EESMER

HEREWR N 10.0 pg/mL ) 2, DU 2.8 AN & bR e S v v, 1S5 6
B R gkt . IREARTIET RSD 24 0.01%, UWETHAI RSD 24 0.09%, 1X#%
HEEMSERRLT.

Al

0.0+

min

R B T T T SR L T T
K120 frEREREZMEEE (n=6)

S\ O AR Lo D6
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S :;5,5’ Acchrem Tech

27000 %Y
Py '.':.:‘

HEIEBHYL (LR BEBRAF

£MRRBELER

X 7R HEAT R RN R 552 . £ % 218 —ARE% S WIHE 0~50.0 pg/mL
1) 2 P 75 [ A A 08 R 30 R?>0.9999 . 4% El bR 7 AL MIIBR 0.01 g/kg 5 € &= IR 0.03

g/kg (BSN ENLRE S BN 1 pg/mL 5 3 pg/mL) MAEMEEL, J5ik RS S
Szl T EhR K.

A3
Al

04 |1
‘|
] |
005 | |
| |
B |1
(Al
i\
& J N
RN N R T R R A o
K 121 BAARE L EREE
*k1-13 4P RMELER
I A A 0 B [ 5 € =R
B/ AR R2 1 pug/mL 3 ug/mL USP
USP s/n s/n
L JEIY 21 AN Y =21249.21X
0.9999 405.57 1400.35
2KEY) -6829.59

&g

KR AERERMY S6000 = BGRAH 4 X BT Alphasil VC-C18 i AT £ —
WU 20 —AARIAl, JEEE M. 2tk REUSER R, K7W L L %
V4 208 — AT AR 75 5K

1.4.4 SR} FR ek ] 930 2

AKI7E57% GB 5009.139-2014 <R I gy, XHgOR A 0k ] gk
AT 5E

BilkEs

¢ #%: S6000 UV

b, % . Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A

K Lo B6<T

O TN
OSSR



HEIEBHYL (LR BEBRAF

W osh A A: K, B: HEE (A: B=76: 24)
W JE: 1.0 mL/min

R 272 nm

#t M &: 10.0 uL

EEMGR

HEFEWC BN 40 pg/mL FIWNMER bRy AT, ELEEE 6 SR ARG RE M.
LRI [E] ) RSD N 0.04%, UETH AR RSD N 0.18%, X 2% 8 &k 45 1 B I

AU
0.09

whn ek (A

0.06—

0.03—

BRARF BT LA RARr LR LR LAY TARF LT LR s
B 122 HEAREZEER (n=6)
MR RBELSR
X7 EEAT e AN RS 552 . WIEELEE 10~200 pg/mL 28 V3 P AR
KRB R>>0.9999, DL REIEIE F{E 1L S/N>10 A7 L ERIR, SIN>3 N7
MPR, 1207 RS 25 AR T AR 2K

AU

0.4+

0.24

ﬁﬁ—l—]—ﬁ—v—éﬁﬁﬁ—g—ﬁ—j—r—ﬁﬁgﬁ—rﬁ?ﬁ—r—;—r—vﬁ—gﬁ—ﬁ?ﬁﬁ* min

B 1-23 #7742 HEE E

k1-14 P RPEER

ERR EirgEE KRR EbsR
K 28 B 2
7 sl R mg/kg R mg/kg mg/kg R mg/kg

S\ O AR Lo D6

~ AN ™=
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2ogoo TN,
'ogpsany
PR

U SERRHN NN
¢ Acchrem Tech EERHL (LR RHEERAR

.-‘t.'q:b"’/

5

o
OB
000

e,
XX

Y =25885.31X +
112|355 0.9999 0.07 0.2 0.02 0.07

(-2669.76)

HmaR
TR HCHE i R FRIIINE. AN 30D R BRORME Dy SEBrRf i EAT R, 9 o 26
TP, AT AT SR A S A R S B ey 192.15 mg/kg A1 48.45 mg/kg.

AU

oo E A o
A JASE
=G BH
RN N N N N A S
A 1-24 Zhrfem it il
i
K FHAERE R S6000 2 XA €3 {3 F4 K Alphasil VC-C 18 8 i HE 47 i HE K]
ORI, FvkEEE. Stk RBUZLSER BRI, AR50 2 YOk s e B A
=R,

5\ S
A e

S\ O AR Lo D6
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S\ O R Lo D6

—. EFYR

2.1 H5EE
2.1.1 BRPREER A NEER E RE

AT7527% GB 5009.82-2016 (it 4E4EE AL Dy EllE) g —ik-4E
A A FYEE R B BOIE - RO AR s, KRR R 4R R A FI4EE R E
HBEAT I 5E o

BiEEH

X #%: S6000 UV

ft, i F£. Alphasil S-PFP, 4.6x150 mm , 3.5 um, 100 A

W Zh M. A: Ks B: IR

M #: 1.0 mL/min

o E: 30°C

Rk 4i4E R A 4325 nm; 4EE K E 4 294 nm

BB & 10.0 uL

EHERRIE
i [E] (min) A (%) B (%)
0 15 85
2 15 85
et 10 90
17 6 94
17.1 0 100
20 0 100
20.1 15 85
25 15 85
FERER
KM LR IVER A2 A A E Btk it S BORARBEAT RN, VA K& DUF VE 1§
JBIEH, ERBTH, Hp-VE fly-VE R 1.78, a0 #ERk.

o O N
OSSR
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Wige? AcchremTech RN (e MEARAR
co VA
.05
D.DG—_
D.CIL_
oI - N

AU

g d-VE
.04 B -VE

i Y -VE
0.02- a -VE

0—
] I 5 § R ly 15 b 2
H2-1 BemERReitH
ZURRBELER

X IR AT SN REBZ I E 5% FESAL S EIETEE Y, VA FPUF VE
[FAHOC R H R? $4>0.9996. DL {o I 04 5 {5 M L SAN>10 788 B R, S/N>3
NTTERCIIR, 2075 RO 5 AR T E AR E K

k21 BUMABELE

. = ESE7N : E
_ kE — . SERR N 0 R N
e AL ab R JE R Ul {53
pg/mL ng/100 g Hng/100 g
ug/100 g ug/100 g

Y=1.13¢+005

VA 0.2-6 0.9996 12 30 4 10
X +2.23e+003
Y=6.48¢+003

5-VE 2-60 0.9997 120 120 40 40
X + 1.23e+003
Y=6.14¢+003

B-VE 2-60 0.9997 120 120 40 40
X + 1.18e+003
Y=6.22¢+003

y-VE 2-60 0.9998 120 120 40 40
X + 3.58e+002
Y=4.44¢+003

0-VE 2-60 0.9996 120 120 40 40
X - 6.31e+002

S\ O P Lo BL6<TIN

N —= & <
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7 aemryy

‘g Acchrem Tech HEIEBHYL (LR BEBRAF
&g

KHAEERMY S6000 & AR A (i (X F4 T Alphasil S-PFP il FE gt 7 4R &
A A E ORI, J7ibeR e R &5 R R I, A7k 2 EFr GB 5009.82-2016
B AR A M E BRI R .

2.1.2 RamPHEER D RINIE

AT71:27% GB 5009.296-2023 (& ahth 443 D e ) HhEs k- AL AT
Dlfe- RABWEAR €595, RAEERM 4B RS, #0—% C8 ilih:. — 4k
PAH €8 1% b A SRAE XS 4842 5 D #4705

iRy
s S6000 2D
Acchrom S6000 ZHZH 2%
v Acchrom S6000 #H %1%
fic & HEEESS TS
HIRA (NE 6B HAME I %
AR R BIAS U A
T 4.6x1
i e e PAH, 2.1x100 mm, 3.5 um
5.0 um
EHEINES Alphasil S-AC, 4.6 X10 mm
B A: /K; B: Z;B%E-EF'@? (3+1, N
i A: Off5; B:
sl R i FH i
et 44 Tofs ol SR
PiThLs 1.0 mL/min 0.4 mL/min
R 35°C
HBEREARAR 100 uL
I K 265 nm
RS frE 1: 1-6; fIE 2: 12
E&ERREREE

FEMER: F—ERNZIVD STMER: BFSL VD, B —HAEVD

T AR
A e

S\ O P Lo BL6<TN

N —=
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7 Acchrem Tech

p
S
5

20000 830
%0 03

HEIEBHYL (LR BEBRAF

SHMRRYEER

S OTIEHT SR R R BUE B 5. 443 D 7E 5~100 pg/L 281 3 AH
KAHR2EI>0.998, DL TEIEIE S {E ML S/N>10 N7k E &R, 207k REE
25 5L L AR EER

DDDDD YD3

= D2 |

00000 ‘(\‘1 " \‘\

. ANA

ooo] / \ | “

o A\

/L“”“&k LA
—
B 2-2 A0 i 2 M Vs B B
®22 AEMRPELER
75 etk = ERIR [l 5 R
ng/100 g ng/100 g

VD2 y=467.29x - 1157.20 0.9984 2 2
VD3 y=671.40x - 1781.10 0.9988 2 A

#iE: BB AR Y 0.50 g, EA 5.00 mL I 2 B R A2 E bR 2K .
i
K HAEERHY 4B RGN 4E4E R D 3EATIE . VD2 Al VD3 & MEAE

RIRAIR R, wl e E AR 25K .

2.1.3 AL HBHEEIRRREVNEALFRPOLEER A,

D. E

KT715:27% GB 5009.296-2023 (&l P 4EAZR D HIIIE ) BRIl 77 v 5
TVEAEEAE Y - SRR (A iE, SRR RM YA R, $AIL—4E PFP
A 4 CI8 A A IRAE, R T — JCEERE A AT A SRSE I i 7L ] o o
Yz AL iR R D AIDUFREA R E R T7 2.

TN

OSSR

XX



S AEIEEHN o
Wgz? AcchremTech EERMY ) RS BRAR

aiExy
X 4% S6000 2D
H A2
7o 2 .
W R %ﬁ;ﬁﬁ .
FERAH (B 2 hr-6 iR RIS
SAMG I 2%
. Alphasil S-PFP , 4.6x150 Alphasil VC-C18 , 4.6x150 mm, 3.5
" mm, 3.5 pm pm
i 3RAE Alphasil S-AC, 4.6x10 mm
M TEIp e A: HE; BK A: 45 B FEE
el 1ot FEE 30t S P e
T 1.0 mL/min 1.5 mL/min
HEFE B 100 uL
IR 30 °C
294 nm (4 Fh4E4 K E)
A I K 265 Y42 D2 A1 D3
iRl UNES 325 mm (AR A) nm (4EAE M )

HEEDRREREE

B

BMER

F—BER: E—ERITIVA EME BFRRVD EZME: —HNIRVE, ZHIVD

PREmREER

H FIRTr L e 443 AL D2, D3 FIPUFN E brifkdt, 4E43 A FPUFhgEE
R BAESE Y RESEI AL 1, 443 D2, D3 fES 4RI L B

S\ O P Lo BL6<TIN

N —=

o RN -
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S? Acchrem Tech LR (LR RHEERAR
AU
0l6 % —4-325 nm
VA
a3
0 ol
min
T b T T T b T T T b T T T |12l T T HSI T T |18l T T h_ll T T b4l
AU % —4-294 nm
o4 8-VE
B-VE
| v-VE
a-VE
02
0 J A J
min
TN RT T T T T T Rt T T kst T T kgt Tt bt T T ba
AU
_ VD3 5 4-265 nm
VD2
0loo4
0loo2
0 k,A AR
7] min
B 3 I l2 hs' l18 21 b4

K23 #4EFA D2, D3FMELER EMERNZESEREHER
EEMER
HEEAEAEZR A D EfnERIIBAETR (VA: 1pg/mL; VD: 0.05 pg/mL;

VE: 10 ugmL) , HELHEE 6 - ERRGfEN. REE ] RSD<0.2%, W
FURSD<0.6%, {X#EEELRRLT.

S\ O AR Lo D6

o RN -
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HEIEBHYL (LR BEBRAF

AU % —4%-325 nm
i
VA
05
0 \
min
B 5 3] h2 T hs b1 D4
AU
B-VE ®—%-294
- -VE 4 nm
ol o-VE v-VE
L A M
1 A M A
013
W A M
—
0 A MA
min
B BT T T T T h2 ks lg' b1 ba'
AU % " #-265 nm
gloos VD2ypy3
s ML
- \\ M
0loos
X A
0 \ M
0 - A
il min
T T T b T T T B T T T b T T T |12I T T |15I T T |18I T T h‘ll T T b4l

Bl 2-4 RATEBEREZUEEE (n=6)
£MRRBELER

TR AT AR RIBUZE %%, 484K AL D, E fE5% B L MEVE N AH
KAKR21>0.9999. DL TEIGIE E{EM: L SIN>10 N7k E &R, %77k RE

S\ O AR Lo D6

o RN -
Kk S



| SEREEY L
# Acchrem Tech FRERMY (LR M BRAF

o 65 SRR T [ bR K
k23 AEFRGELER
55) 7yreh=q!{x} wIE
FR WRE (ug/mL) ALY R2
- ~oHe * (ug/100 @) (ug/100 @)
VA 0.04-60 Y =856717 X - 6098 0.9999 30 0.4
5-VE 0.4~60 Y =49833X-2550  0.9999 120 10
B-VE 0.4~60 Y=48421 X-4184  0.9999 120 10
y-VE 0.4~60 Y = 48601 X -3480  0.9999 120 10
-VE 0.4~60 Y=37045X -5819  0.9999 120 10
VD2 0.005-03  Y=152077X-72  0.9999 2 1
VD3 0.005-0.3 Y=173107X-4  0.9999 2 1
e

KSR —HEBAR R G0 ] S8 — UG R R A I VAL VD LU VE,
PONREE L, REESES, rEATLH M TH4E2ER AL Dy E RGN 4T
ISR E

2.1.4 RmPHELEE B1 RINIE

AKT71%27% GB 5009.84-2016 (& drH4EEZR Bl KIIED) , X & i 4E4
% Bl #ATIE

BigxH

¢ #%: S6000 FL

o, % F:: Alphasil ES-C18, 4.6 x 250 mm, 5 um, 100 A

it 3 AH: 0.05 mol/L ZFNIEM: HEE =65: 35

W #: 0.8 mL/min

o iR&: 30°C

WO 375 nm

KGR 435 nm

B R &: 20.0uL

ESMHAR

BEREVR N 0.2 pg/mL 443K Bl bRilEIETR, ESEE 6 (5 R R fE
PE. PREGIS ] RSD M 0.04%, VAR RSD 2N 0.77%, X EE LR RAT.

T AL\ w<
o</ N SR



HEIEBHYL (LR BEBRAF

FU

0.3+
0.2
014
0 L
R AT EEEY A EE N 1 kR A
H2-5 iR EZNER (n=6)
LMRRYELR

X7 EREAT e AN RIS 552 . 442 R B1 7E 0~1.00 pg/mL HIZRPEE
FHR R R?>0.9997 . 4% E br 7 VA4 MR 0.03 mg/100 ¢ 5 € =R 0.10 mg/100 g
G EALIREE 7373008 0.03 pg/mL 5 0.1 pg/mL) WHR{EMeLL, %071k RS

g LT E AR K
FU
1.5+
.
0.5+
o
AR T IR AT R A R N
K 2-6 #r7E & M
k24 AMEFRBMELER
KPR 0.03 EER 0.1
7 ALl ot R2
¥ Sl pg/mL USP s/n pg/mL USP s/n
#EZEBL Y =5905466.56.X -15459.98  0.9997 1033 2835

g

K AR RHMX S6000 w1 FGRAH (i A F5IC Alphasil ES-C18 (i A k47 4E 4=
= Bl IIE, JrikE G, KM R B R R, AROERE ' MmT4EER
B1 [ 75K

S\ O AR Lo D6

TN
OSSR
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e Acchrem Tech SR (LR RHCEIRAT]

2.1.5 BmTP4ES R B2 RIMIE
KI7EZP GB 5009.85-2016 (B 4EA R B2 BIIED) , X & h4EE
7 B2 HHTIE
BiEEH
X #%: S6000 FL
tt 1% £ Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
W s M ZERANET (0.05mol/L) : HE=65 : 35
W #: 1.0 mL/min
o #E: 30°C
WoR K 462 nm
RGP 522 nm
Bt B &: 20.0uL
v

HEFEIRE N 0.2 pg/mL I4E2E R B2 brilEiA R, ELLEE 6 (I HE R R GifaE
. CREFESEIE RSD A 0.04%, WETHIFRA) RSD A 0.06%, X 2% 8 & 45 R B IT

0.

0,05~

— min

B 2-7 A mEAMEEE (n=6)
SHRRYEER

SRR T R RBUE 5%, 484 %K B2 1F 0.02 ug/mL~0.5 pg/mL (2%
PR N AE OC R 50 R2>0.9999. AR EER M EUFE R 10 g B, J5iER IR 4 0.02
mg/100 g, "EFRFRY 0.05 mg/100 g; #F Ny EHIKSE, J7iEMMRYY 0.02 pg/mL,

\ O P LoD o< K>S

“‘
SN

N\

=~ \



S ety o
e’ Acchrem Tech SR (LR BEERAT

SEREIRTY 0.05 pg/mL, WEZIKERIEMEEL, Z0VE RBUZ SR T FARESR,

FU

04—
] |"'|
||
i I||
4 || |II
| l'.
FEQE REESENAN CIL T ARRT LRSS SRR LR SEES B ARs EAR s - A ket
K 2-8 B A Ar o &R R IE
k25 AT RBELER
- AR ORI aRZR ORI
(ng/100 g) (pg/100 g)
44K B2 Y = 7478158.44X - 8772.77 0.9999 0.02 0.05

&g

K HHEERMY S6000 15 BOBAH (i {X 4T Alphasil VC-C18 (il 4E4E
= B2 R, HEESM. &t REUESRRL, AER 44 % B2 1Y
Rl oK .

2.1.6 RmPHELEFE Bo RIMNIE

AI7EZH GB 5009.154-2023 (B P 4EAR B6 KIME) , X& i 4id
% B6 HEATIIE

BigxfH

¢ #%: S6000 FL

o % . Alphasil ES-C18, 4.6 x 150 mm, 5 um, 100 A

WOEh M BRI S = R ER A VAT = 5:95

W #: 1.0 mL/min

o s 30°C

WO 293 nm

REFBA: 395 nm

S\ O R Lo D6

o AN -
Ko S




HEIEBHYL (LR BEBRAF

K B3R T, AR G AR e TR BT R I, 25 1 P AE H e B e T
BRI RSy Fi2 YT

28.00 iy ng % e oy v i

21.00q

jus)

T 14.00

7.00

0.00

000 250 500 750 1000 1250 1500 1750 20,00 2250  25.00
Minutes

K 2-9 AR K
LMERRUELR
X 7B AT R R B 8%, LSS . AL I R AL R E 0.04~1.00
ng/mL [ 2R T B P A O¢ B8 R2 $45>0.9995, DLk = S/N>10 N ik E &
FR, S/N>3 AFERIIBR, 1Z7715 RBP4 BT EFRER,

®2-6 AHEMIFELER

JE =R [ 5 1 B o IR T A o 0
mg/kg R mg/kg mg/kg FR mg/kg

ey SRR R?

Y=1.67e+006X+1.4

nH % i 0 0.99969 0.20 0.40 0.10 0.15
LB 4e+004
. Y=1.70e+006X+3.1
Nk S 0.99982 0.20 0.40 0.10 0.15
8e+003
o Y=2.63e+006X+2.4
Nk % fié 0.99958 0.20 0.40 0.10 0.15
2e+004
HomEEWELER

IEEAE LB AT R, FESR R, AR AR EE A 0.4
pg/mL I, [ EE R R AT
27 mirEEERER

F5 SRR AR (ug/mL) AR (%)
1 N % i 0.40 98.0
2 N % i 0.40 97.3

.? vy "“ ’



E ammry

e/ Acchrem Tech HERUY (62 RHRERAR
3 % g 0.40 98.0
it

K HAHETERMYL S6000 75 20 AH (15 FEBE Alphasil ES-C18 i #1114 4
% B6 R, JiikektE. REUE KRIWCRERRL, AT EgmP4EAER
B6 FAGI 75 2K .

2.1.7 BREPEER B12 HIE

AKT71EZ7% GB 5009.285-2022 (B 4EA 2 B12 (M) , X 4E
A2 B12 #HATIE .

BigEH

¢ #%: S6000 UV

1 i f: Alphasil ES-C18, 4.6 x 150 mm, 3.5 um, 100 A

B A AMH: 0.04%=H KB BAH: LI

W #: 0.8 mL/min

o E: 40°C

R : 361 nm

#t M f&: 100.0 uL

Ao J5E e .«
1Al (min) A (%) B (%)

0.0 90 10
4.0 90 10
6.0 0 100
15.0 0 100
15.1 90 10
20.0 90 10

BEEMER

HEFEMR FE N 100 ng/mL BI4E2E 3R B12 brve WIS W5 SN S BB 1, S EFE
6 &, TREAESAIA) RSD<<0.03%, WEMHAIH RSD<<2%, iX#EEMRIT.

S\ O R Lo D6
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S\ O R Lo D6

0.006 b
0.005

0.004
0,003
0,002

0.001

-0.000

K 2-10 Ar7EE R e E
LMRRYELR

T VEBAT R AN REBUZ % %2, 4E2E R B12 1E 30~200 ng/mL Y214 VE [
A R % R2=0.9986.

k28 UM RMELER
FERDR  ERER AvREER S EifreEiR

B LT R?
g = (ug/100 g> (ug/100 g> (ug/100 g> (ug/100 g>
Y =129.89X +
VB12 0.9986 0.2 0.2 0.5 0.5
6035.51
&g

K HAHETERMY S6000 /5 R0 AH (15 (X FEBC Alphasil ES-C18 S #1114 4
R BI2 e, HEEEEM. M. REESRRT, AT E4Ed R B12

2.1.8 R EERFIIERE R AN E

KT71%Z7 GB 5009.89-2023 (£ ity MHER AN MHIE I E ) 5 %o £ il A A
P AT AR g i i3 4700 5

BiExHst

1 #&: S6000 UV

i #4: Alphasil VC-C18AQ, 4.6 x 250 mm, 5 pm, 100 A

W OB M FEE 70 mL. SEINEE 20 mL. BELEREEREN 1 g, FH 910 mL /KVER
IRM G, HAmEEIRIE pH 2 2.1 £0.1

W #: 1.0 mL/min

o O N
OSSR




PRI

HEIEBHYL (LR BEBRAF

s e 25°C

K BTk, SR G TARMEETA I, A e R 2 FR AL

AL E VA iy 78
00124 &
& &
00094 A
0.0064 A j{

A0 : T ; T — Mi
075 3 6 3 12 15

A 2-11 ARAE e
SZMRRYBLER
AT R RN R E I H 52 . AR FIMHBERLAE 0.2~10 mg/L £ P35
WA R 8 R? $>0.9999., DAt i eI v (5 Ik LE S/N>10 95 %8 R, S/N>3
NIRRT, ZT7VE RO G5 AL T B AR EK

AU

Y R

%
l YA B R
004
002

Bl 2-12 A4 v & P R 1

®29 AMFRMELER
EER Ebres SR B

2R et T e R?

’ . ug/100g  [Rug/100g pe/100g  Fue/100g
JHER Y=29784.15X+1414.82  0.9999 50 100 30 30
R i Y=28555.34X+1042.77  0.9999 50 120 30 40

HmE B ERLER

Hot SRR AT R, BRI, R IARIRIE N 0.5 g/kg B, [

S\ O R Lo D6 KSR
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e’ Acchrem Tech SR (LR BEERAT

WAL IRAE 80 ~ 95%Z [A], RIS SE R R4 .

W,

K 2-13 SZPR e i i

& 2-9 fATENR R AR

o . FE AR - .
J5 B ke MFRE (mg/L)  WEME (mgL)  ECR (%)
(mg/L)

. JHPR N/D T 0.834 83.4
SR I i 0.146 1 1.087 94.1

5 JHER N/D 1 0.811 81.1
JR P9t & 0.145 1 1.062 91.7
JHER N/D 1 0.874 83.4

3 -
SR 0.148 1 1.129 89.8

i

K HAETERHMY S6000 /= RO AR €4 3 A FE L Alphasil VC-C18AQ €81 43 1347 K
PR AR A A, Ty eetE . RS K RISCR S5 5 R AT, A5 13 a2 SRR A0
Pk e ARG 5 3K

2.1.9 |REFPHEE (VB9) HIME

H RGN BR 1 E bR 7792 GB 5009.211-2022 (& ffh iR BRI E ) e
Wik, HEAERMCRFH S6000 2 A € RS AR TC Y6 T0 27 AT A= #ont £ it R A T
M5E -

BiExHst

1 2% S6000 FL+ Juib i 2%

o 3% #:: Alphasil VC-CI18, 3.0 x 150 mm, 2.5 um, 100 A

WE) M ABERRERR, B:FRE

S\ O R Lo D6

. S N
OSSR
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IEERHY . . -

“Wige? Acchrem Tech FEERMY (e BEARAR
ESMER

[F1) S SRR 355 I NI BE N 20 ng/L O ERFRUE SOINAR B, IESEEH 6
8 R g faE . R EIIE] RSD 5 0.06%, VWAL RSD N 0.75%, X FSEE
P& B R U

6.00;

5.50- -
5.00-

450

4.00°
3.50
3.00-
2.50-

FLU

2.00- ]
1,50 /
1.00- 1
o.soé'”w
0.001
000 200 400 6.00 8.00 ‘1‘0‘.0‘0‘1‘2;0‘(3‘1‘4.‘0‘0‘1‘6‘.0‘0‘1‘810‘()‘2‘0‘.0‘0‘2‘210‘0‘2‘4.‘0‘0

K 2-14 ERmrERELEKERE (n=6)

SURRBEER
X VAT R MR R U (5 %% o IR TE 1~500 ng/mL (1428 1435 il P AH G R
# R2>0.9997. DL iigid s S/N>10 A7 E &R, SIN=3 NIk, %77
PRBES RN T ERE R,
F2-10 AU RHBEER
AR R A6 00 R

f( o | 2

4% At orke = AR ng/mL  _EHLKE ng/mL

IR Y=2.60¢+003 X —3.99¢+003  0.9997 0.5 1.0
HmEEYELER

RECER . A28, H G AP E N SLBRAE AT R, BRI TS T,
LRE AR EE Y 20 pug/100 g I, RIS 4E R B 1T

S\ O R Lo D6 TN KSR
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S’ Acchre EERHML (dER) BHZBRAF

12.004

9.00+

3.00

0.00 2.50 5.00 750 10.00 1250 1500 17.50 20.00 2250 25.00

Minutes

Bl 2-15 EfrtEReiEE (G3%)
& 2-11 mArE E 4R
TANEASE

FE i Db E(ug/100 g) M52 {E (ug/100 g) [T 2 /%
(ng/100 g)
F13%2-01 25.30 77.60
H13%2-02 9.78 20 9557 78.95
F12%-03 25.46 78.40
e

K HHAEERHMY S6000 =1 28R AH (435 X FE T Alphasil VC-C18 (il A it AT 1R
foksill, JivkE S detk. REUEKEERER REF, AJ7EE0 2 & 5t
TR 1 sl 75 3K

2.1.10 BEPZER (VBS) BIMIE

K752 GB 5009.210-2023 (& ahHZERAYMED » X8 bz BREEAT I

i

Bigstt

L #%: S6000 UV

% . Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
it 31 MH: 4HE-0.02 mmol/L Bl —E AW = 5:95
i #: 1.0 mL/min

B iR 28°C

S\ O R Lo D6

. S N
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207035

HEIEBHYL (LR BEBRAF

K K. 210 nm

ot FE E: 20.0 uL

ERGR

KA Bk T7vk, Sz BR bR E IS A TR, V2 TR HA VR 1A] DA 4 min A2 A5,
HIEFR BT 25 ARG B G E T T,

0.0060-

0.0045-

S 0.0030
<

0.0015-

0.O00074‘.‘_——~“_._/~\ﬁ\/x/L

0.00 1.00 2.00 3.60 4.00 5.00
R
K 2-16 #rAEE R B F
LR RBELER

X ITIE AT B AN RUE 5 52 . {2 BRAE 0.5~32.0 pg/mL 4 147 [l 9 AH 5K
R R>>0.9998. DAL S/N>10 A E &R, SIN=3 AT ERIER, #%
JTVERBPESE RN T HARE K .
F2-12 AP RGELER

e E5p7 ) ESp

= = S T AN IR N\

Z R RV R EEMR A6 FR
mg/100g mg/100g

mg/100g mg/100g

2R Y=6.10E+003X-5.59E+002  0.9998 0.06 0.08 0.02 0.025

HmER
eI 4 PRIk F S PRiE s 2EAT R, B R 2 B T T3

~ B
TN X

S\ O R Lo D6
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HEIEBHYL (LR BEBRAF

0.99
0.88]
0.77]
0.66
0.55]

2

<
0.44]

0.33q

0.22q

B5 - B.977

0.114

000 100 200 " 300 400 500
Pyl

K 2-17 SZPrfe i it i

FHETERMY S6000 & AR AR i A F4 L Alphasil VC-C18 it FE#H1T V2 1R
FIREIN, Jrvdeglth . REBE MFE SR SE S R, A5 92500 2 2 BR A 75 5K .

2.1.11 B@PERNE (VBT BAIE

H ATV R W BURIEMS AL, 2% b8 GB 5009.259-2023 (£ 4
FEIEIIE Y, AR FH AR RHMY S6000 AR o 1 ASCHE I 58 AR I 2%
XY AR AT IE

Biksst

¢ #&: S6000 FL

tt 3% #E: Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A

BN M TP EE-BERR SRR IR

EMmER

K B3R T3V, SRRV B ARAE S AT R, A2 3R T TR] D 5.58 min,
HIETE RAF. 7 FRIRTE I8 BT

“‘
SN

S\ O R Lo D6 RS
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¢ Acchrem Tech BRI (3D RHEARAR

EIARERRRRRRERARENARERRNIRNIAR

K 2-18 Ar7EE R &3 E

ZHMRRYELSR
X NEHATRAMEM R L EE . BV FRAE 3~40 ng/mL HJLEIEVE I A<
FHR>0.999. DLl R S/N>10 NTHEE R, 127715 REUE S R 2k

MEK
B 2-19 74 % M vk E
% 2-13 M REMELER
SRR LM TR R2 EEMR pg/100g
EYE Y=1.10E+004X-8.55E+003 0.9991 3.0
HRER

e RS it Rk VR D SEBRAE dBEAT R, A 2 JUTE T

N —=

S\ O R Lo D67
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i’ Acchrem Tech ML LD BIRBRQF

N —=

K 2-20 SCPrfe a3

K AERERMY S6000 15 RO AR (AL FE T Alphasil VC-C18 th il b HE4T WhH
AR BRI, TriktE . REUE MRS IR R, AR AR Rl

2.2 HftvEFFHMIER

2.2.1 FLa 5 M EER RN E

AIT1EZ% GB 5413.40-2016 (24L& aFL P EHERIE Y , RH
Alphasil S-Xion 4% %} CMP. AMP. UMP. GMP 1 IMP 3t 5 Fii% B2 347
W 5E o

Byt

1 #%: S6000 UV

& 4% F£: Alphasil S-Xion, 4.6 x 150 mm, 5 pm, 100 A

Wosh M A: 10mM BER 8 (pH=3.0) , B: 4JF (A:B=70:30)

W J#: 1.0 mL/min

Mo dE: 30°C

KK 254 nm

ot B &: 10.0uL

\ O P LoD 6<T N

TN X
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Whgs” Acchre EERHML (dER) BHZBRAF

BZER
5 PP AZ T IR 5 Wk 2 A S 28 B 0 B R, |/ B (UMP 5 R A1
&) AMET 1.72,

0.25 —

AMP

0.20 —

0.15 —f CcMP

GMP

AU

HE: i 25 0 A4k T
T T T
o = 4 6 8 10

Bl 2-21 #50 &, BB & Am AT A0 0 40 2 OB o VAL VR Y 65 3 I

& 2-14 Wom 3 FUn AR A e K 45 R

nbsttin REENE (min) ERTE T fli AT SR
CMP 3.04 5357 1.13 -
AMP 3.78 5139 1.10 3.89

RANZR 4.28 11857 0.97 2.62
UMP 4.59 8575 0.96 1.72
IMP 5.11 8091 0.97 2.40
GMP 5.66 7655 0.97 2.21

g

K HAETERHMY S6000 /& RO AH LA FATE Alphasil S-Xion th i A£ 31T 5 Fiix
RO, 2 H ARG Z 18] 10 B B 45 R R, %07V m] @ S b ks B i 5
FIAZ IR o

2.2.2 RGP HEERHNE

W5 A REIR ] OPA A% Ja 177 AR sl PHB Bk S AE AT AT A2 7%, % Edr v GB
5009.169-2016 (£ dn H ARERR I E ) o« AT7RIEH 2,4- AN EE R AT A,
SR FHVRE BT A 100 A o 9 2 BSR4 700 €

S\ O P Lo BL6<TN
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EERUN
¢ Acchrem Tech HERMY (LR RHRAIRAF

ailFy

¢ #%: S6000 UV

o, 3% #: Alphasil VC-C18, 4.6 x 150 mm, 5 um, 100 A
Wosh M S0mM ZFEREN CHHESERVETT pH & 6.5) -4
W J#E: 1.0 mL/min

o s 30°C

R K 360 nm

ot B &: 10.0uL

1o FEE e IO -
i [E] (min) A (%) B (%)
0 90 10
15 75 25
15.1 40 60
25 40 60
25.1 90 10
35 90 10
MELER
FEARAE S U O A, BT AR T, 105 1 AT LS I b o A R R 1)
R B
0.50
0.45]
0.40]
0.35]
0.30]
0.25]
2 0.20]
0.15] 4R
.
Y N NS |
0.05] { ﬂ B R B
0.00 A
05! 200 ug/mL 4 B AT &
01000 200 400 sbo 800 1000 1200 1400 1600 1800 2000 2200 2400
Minutes

B 2-22 #R7EVE R AR &
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e Aechrem Tech HAERMY (L3 BHRBRAF

#ig
FHAERERHMY S6000 /= G AR 4 1A FEHE Alphasil VC-C18 3548, K H 2,4-
TREREFEORAERIATARYE, AT R A A AR R A DU R 5K
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3 BRRAMAEYR

3.1.1 RAPEXRFEHETINE

KJ715:27% GB5009.209-2016 & it P EAKIREMMEHIME ) , X FKAFE
W WA AT U E

BiExHst

¢ #&: S6000 FL

tt 1% FE: Alphasil ES-C18, 4.6 x 150 mm, 5 um, 100 A

W Bh M OfF: K. HIlE=46: 46: 8

#i #: 1.0 mL/min

M iR: 30°C

BOR A 274 nm

RETPA: 440 nm

#t FE &E: 100.0 uL

BEEMER

BEFEMEEE DY 100.0 ng/mL ) F KRB AR AARHE AT, EEEHE 6 FHEH R
Gt M. CREERTIE ) RSD A 0.04%, WETHAAR] RSD 4 0.63%, X HE G ML
R RIS

0.04-

00E

H3-1 iR EZNER (n=6)

S\ O R Lo D6

AL\ WX
OSSR




T LAY e
i’ Acchrem Tech FR/BL (GE5D BERBRAF

SZMRRBEER

X OTEIAT N R ) E 5. TKIR B EIAE 10~500 ng/mL )41t
WAHK R R2>0.9999. bR/ vER/NREEE SR CIREFTRR BTG D Akl iR
5pgkg SERR 17 ngkg B EHUKE 358 4 ng/mL 5 13.6 ng/mL) , %
LM AR A 10 ng/mL TR E B IRAE R LG,  ERRG I PRI 4 ng/mL H AL
MPRAZ ML, 4 Fil 2 E AR 2K

FU

0.2 n
l
01+ ||
i
l
ﬂ-"'\&
I I ! I i PR
B 3-2 AT o 2 M VA i
k31 AT RBMELER
2 Il PR 4 ng/mL EEE 10 ng/mL
7 AR 2
= IR < USP s/in USP s/n
ool Y =6098.64.X
KIS —— 0.9999 16.14 37.01
e
K AHEVERMY S6000 w8 A itk A FA L. Alphasil ES-C18 i ik 17 1K
FREEIG I AN, B 2R K R R AT i R AR R . A VAT R KoK R
I ) PO ARG 5 K

3.1.2 BRPEMESE B &M G RNE
KTF71:27% GB 5009.22-2016 (&M HEMER R B M G RIMNEY , XK
R G Yt AT P AFT Bl AFT B2. AFT G1. AFT G2 #4705 .

iRy
1 %% S6000 FL Yefv#f14 g

S\ O R Lo DL6<N
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20goeun,
PR
T
20,

‘.;:_:::-_.:_-__ﬁ;,—,ﬂ’ Acchrem

S SEERHY

Tech BRI (3D RHEARAR

[ENNL
i B A
wo T

KH bk

Alphasil VC-C18, 4.6 x 250 mm, 5 pm, 100 A
Ke CJ-FEE (50+50) = 68:32

1.0 mL/min

: 40 °C

: 360 nm

: 440 nm

50.0 L

J7id s R G AR e TR AT A I, 22 1 IRE VA7 B e T30

14.00-]
12.004
10.00-|
- 800
= ]
L 4
6.00-

4.00-

2.00—: B A

B
B

G2

0.00

0.00

" 'so0 ' to0loo | 150 2000 ' 2500 3000 3500  40.00

Minutes

K 3-3 ARvgiA R i

SKMRRBELER

i 7 AT L AN R %5 5 . AL A ITE 0.1~40.0 ng/mL [HIZE LV B Y
FHOR R R2 35>0.9999 . LA kGG =) SN>10 N7k E &R, SIN>3 Nkt
TRR, Z071k RS 45 il 2 E AR 2K

K32 AMEMIBEER

EEIR EbresE MR EE

it J =] 2
o AR K pgkg  MRpghkg  pgkg  PRpgkg
AFT G2  Y=136013.835X-4064.110 0.9999  0.03 0.03 0.01 0.01
AFT Gl  Y=37686.808X-4683.388  0.9999 0.1 0.1 0.03 0.03
AFTB2  Y=295606.155X-7811.550 0.9999  0.03 0.03 0.01 0.01
AFTBI  Y=93301.940X-9866.792  0.9999 0.1 0.1 0.03 0.03

3 .‘2‘"—
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e Acchrem Tech FEERMY (e BEARAR

HRaREWERER
IR AR SEBRRE ST AN, A B FE TR, AR RIIFRIR BE R 2.5
7.5 ng/mL i, [ESCREERIE 91.7 ~ 107.7%2 18], [RS8 BRI,
K33 T EREE R

h] ey JFRIE (ng/mL) BIR (%)
1 AFT G2 2.5 95.5
2 AFT G1 7.5 103.8
3 AFT B2 2.5 91.7
4 AFT BI 7.5 107.7
i

KHDGAC AT, BT IR R B M G IR, THEZKIE. R
JE R RIS AR EE R A, AR5 950 2 B dh P B R R B IR G IR 5K

3.1.3 RAmPEH(a)EERINE

AKI7EZ% GB 5009.27-2016 (Bt P A IF(@)ERIMED , RE T AT (a)
EEREAT I E -

BigxfH

¢ #%: S6000 FL

o % k. Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A

W B M K ZfE=12: 88

# #: 1.0 mL/min

Mo dE: 35°C

BRI : 384 nm

KGR 406 nm

BB &: 20.0uL

EEMGR
BEREIRE Y 5 ng/mL (IR (a) EEARAE S IR SR B 6 4 B R R G2,
IR R MRS R R AT

S\ O R LoD 6T KSR




S AEREUY i
e’ Acchrem Tech R (LR RHBIRAR

FU

0. A

e

S T S e T S A A
Bl 3-4 fra g E A E (n=6)
SHMRRBELER
XTI EBAT AL R BUE %52 KT (a) EEAE 0.5~20 ng/mL 2 i [ Y
FHOG R R?>0.9999 ., DL T I I 15y S/N>10 77 &R, S/N>3 7 ik kil R ,
%72 R 45 S AR R

FU

0.1
0.05+
! I ; I S S I "
K 3-5 prog &M E R
k34 HUEFRBEER
BN 57N
. = o il \
47 Lt 72 e EER g BER i
ng/kg ngkg
ng/kg ng/kg
gk@ee L OPMET ) 6099 0.5 0.5 0.2 0.2

(-7097.71)

gig

K AAERERHY S6000 15y OB AH (1l A FA L Alphasil VC-C18 o it ik 47 8 5F:
(UEMRIN, JHEEEYE. &M R RS R R, A T77200 2 &5 2RI (a)
EE RIS 75 5K

S\ O AR Lo D6

o SN -
Ko S
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‘e Acchrem Tech EERHY (5D MEBRAH
3.1.4 ERFELSFH P =REEZANE
ATJ71:27% GB/T 22388-2008 (J5RLFL S FL A b =R G T7%) , R
H SelectPrep MCX [B AHZE B 1AL SR BURL,  X Wk o = Uk EAT W €
BigxH
1 #%: S6000 UV
o, 3% #: Alphasil VC-C18, 4.6 x 250 mm, 5 um, 100 A
Wit 3 AH: 10 mM PERERSE R IN-FT IR B T X - O (930 7, ARRIEL)
W #: 1.0 mL/min

o iR 40°C
R K: 240 nm
&: 20.0 uL
ESMER
BERER E D 50 pg/mL 1) = RFNLARAE VAW, ELLET 6 S B R R G faE
Yo REFITIE] ) RSD N 0.05%, WEARH] RSD 4 0.25%, & B G 1RSSR R,

Au

0.2+
0.1

L —

min

ERRRE AR R AR R N YR R R
B 3-6 rEBEREZMEER (n=6)
SZMERRBEER
ST VEHAT MR R R 22 . = RFULAE 0.8~80 pg/mL (12 M Tl
LR E R?2>0.9999, DL LI = S/N>10 A7k e &R, %077k R 45 3
T EFREK

S\ O R Lo D6 SR
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Wgz? AcchremTech EERMY (R BEERAE

0.2

0.1

Bl 3-7 Ao & v i B

k35 AEFMRYELER

jich=zq {1 ES) Ziynch==1 (!
7 25 R2
2% LI R T mg/ke
= REN Y=5828.45X + 4987.13 0.9999 0.5 2
HomEEWELE R

126 RS R A A 9 S B S BB AT AN, BRI C T80, A S AR IR B
NEs L AR (20 5. 10 mgkg) ZAEIAKERS, B gs R AE 93 ~ 103%2
], FEERER R,

Au

0.15+
0.05 #ﬁj‘]/&v&
; P
TV i TR
] I )} §T TR TR 1 "
Kl 3-8 SEIRAF d 5 A7 0 v R €1
% 3-6 AT EREE R
piiL 73 s s &
2R 2 mg/kg 5 mg/kg 10 mg/kg

1 2 3 1 2 3 1 9 3

—HREM 10238 9725 101.18 9550 96.33  93.05 92.57 94.02 97.32

S\ O P Lo BL6<TIN

N —=

~ AN ™=
OSSR
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o\ L0
POBIR
O

%, s\
2

HEIEBHYL (LR BEBRAF

KA HEERMY S6000 1 G AR (R FEEC Alphasil VC-C18 AT =%
FE R, J7EEE M Btk REBUS LRI G R RUF, A5 130 2 L
—RFRE PRI R .

3.1.5 K mP L ERAZRMEREZREBENNE

AKT71:27% GB/T 19857-2005 (/K= hFLEE A SR N4t d SR pk B &) , XK
P LS AT SR AN 4 L AT I E

aiExy
i #H: S6000 Ultra
4+ M1 #: Alphasil VC-C18AQ, 2.1 x 100 mm, 2.5 pm, 100 A
i #: 0.2 mL/min
H H: 35°C
i 3 FH: A: Smmol/L 4FRE:: B: ZfE, A:B=5: 95
Bt FE &: 10pL
By
B % HPMS-TQ
% T JR: ESI+
BFIESH
IS HiJE 5500 V
ViR TEM 550 °C
ZA S GS1 50 psi
IR GS2 50 psi
WA 35 psi
il 4 <, 9 psi
MRM Z#{:
b &Y BET (mz) | 7871 (wz) | ZFEHEE (DP) | fiff#AE (CE)
313 50
fLEA LR 329 50
208 63
R FLAE A 4 331.3 316.2 30 31

NV w.ave.

N —=

O 6T N

~ |\
TN X
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HEIEBHYL (LR BEBRAF

239.2

43

372

356

251

60

55

50

[SRERATTE

374

359

238

50

30

39

D-fL#Ef1 4%

334

318

60

51

D-Fa AL 1 4

337

322

60

30

HREELER

At YB3 05 053 AT A v i A AR VA VR AR

BACE VI ALE BT .

20~ 7% -2 (Unknown) 329.0/ 208.0 - (Path:
Aves: 50879.361, Height 1.224ed, AT: 166 min

18000
16000
14000
12000

10000

Intensity

8000

6000

4000

2000

1.680

it (zample Inc

05 10

20- & FLEA -1 (Unknown) 3313 /3162

ven: 5285955.271, Height 1.057¢6, 7. 2.15 min
1066
9065
80es
7065
60es

5065

Intensity

4065

3065

2065

1065

05 10

5

30 35 40 45
Time, min

vea: 440785.499, Height: 9.061e4, RT: 2.28 min
9et

Intensity

2285

20~ 5 3-1 (Unknown) 372.0/ 356.0 - (Path: D:VAnalyst Deta\Projects\ KQSL\Dote\1 208- \DataSET! wif, (sample Index: 2)

os 10

5

20

25

30 5 40 45
Time, min

Area: 1683742.627, Height 3.401e5, RT: 2.28 min

3065

2565

2065

Intensity

1565

1,065

5064

[E5 &R ET Unknonn) 374.07359.0  (Path: D\ Anslyat Dta\ Projects KQSL\Dota\ 1 208-T\DataSET 1w, (sample Index 2

05 10

s

20

25

20 s 40 45
Time. min

20- D-7L & 22 (Unknown) 334.0/ 316.0 - (Path: DA\Analyst Data\Projects\KQSL\Dota\1206-1\DataSET1 wif), (sample Index: 2)

Arex: 141465469, Height 3.376e4, . 1.66.

1662

30 35 40 45
Time. min

)!‘7‘.4}.' :

-

/)

\/

NN R

(S LN\ <
S
X




HEIEBHYL (LR BEBRAF

20 - D-72 & 7L 7 2 (Unknown) 337.0/ 322.0 - (Path: D\Analyst Data\Projects\KGSL\Data\ 1206+ 1\DotaSET1 wif, (sample Index: 2)
Ares: 3645616741, Height:7.29065, min

mmmmmmm

B 3-9 & fu bt i) 2 A 3
HURRBELER
N7 VR AT 2o A R (175 %2 . &5 i XL & 7E 0.1-20 ng/mL 12k 14 Ju il
WA R B R2>0.99, HAMLEYIAE 0.1-50 ng/mL (KL 15 B A A5 R4 R2 1)
>0.99. #HFf 0.1

B 3-10 #7 7 2& W E

%®3-7 RBEER

Ji AR IR Bl s 77 V2 R AR PR
0.1 pg/kg 0.5 pg/kg

ghip
K AETERMY HPMS-TQ = 55 Y B AT 53 e FH A 34T FL 26 A0 S FN 25 f R 1)
K, TPk A REBE 5 R BT, AT e L8 SR AN 45 5 8 ARG I 75 oK .

3.1.6 REAPEYIBERINE

KT715:27% GB 5009.208-2016 (& ah AL HIMIED) » 0 A gk
AT IME o

=8 g

L #%: S6000 UV

o % F: Alphasil XD-C18CH, 4.6 x 250 mm, 5 pm, 100 A

S\ O R Lo D6 KSR

A T '.!_Q-l




S ety o
e’ Acchrem Tech SR (LR BEERAT

m B A AN90% ZNE /10% (15 0.1% LR 0.01 mol/L LB
BN 10% ZfE /90% (& 0.1% LW 0.01 mol/L ZFREZVETRD

M #: 1.0 mL/min

o R: 35°C

il &: 254 nm

Bt B &: 10.0 uL

Ao J5E e .«
i a] (min) A (%) B (%)
0 60 40
22.0 85 15
25.0 100 0
32.0 100 0
32.1 60 40
37.0 60 40
EEMER

HEREIR FE N 1.0 pg/mL WAEDIREARUE SIS, IES: L E 6 S B R R gifae .
R BE s E] RSD 2N 0.01~0.05%, WA RSD N 0.22~1.12%, X #sEE ML R E
It

&
. &
n 0”#“ 4 #

& * \\“‘, P
ol ﬂ G ﬁ ﬂ n
« f 4
PO
B 3-11 A4 R Ar ki |
(B, 2KLE. 3B, A PR, SHIE. 6 ZER. 7AW, SEE. 9 KK, 10
)

SKMRRBELR

X NEAT AN RBUE R E 5. S EWE 1.0~50 mg/L HIL1EE FE N A
KA R2Y5>0.99. LA i S E0E L SIN>3 77 iRk IPR , 1277 1k REBUE 45

R T EARERK
K38 AMEMTBELER
) “ﬂ\ /—\ W \‘ﬂ\
o K Yy R REPR  E ARk PR

mg/L mg/L

.m“‘p"'

S\ O R Lo D6 ESTR
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ogP0ST
000005\

SERRY

Wiy AcchremTech FEERHMY (dER) RHBRAF
1 % Y =1.417X -0.203 0.9971 5
2 P i Y =0.526X-0.062 0.9969 2
3 J§ ¥ Y =0.859X-0.081 0.9969 2
4 J7 & Y =0.742X-0.092 0.9969 2
5 % Y =0.901X-0.064 0.9971 1 2
6 i Y =1.203X-0.184 0.9969 5
7 Pt fix Y =1.017X-0.133 0.9969 2
8 A i Y = 1.040X-0.090 0.9967 5
9 il Y =0.337X+0.053 0.9941 5

i

K FAETERHMY S6000 1y B AR itk A #4 BC Alphasil XD-C18CH i k3147 4E
VIRERAL SRR, ik EE M. k. RBUESERRE, AL e
A= W PRSI 5 3K

SO P Lo BL6<TIN

N —=

> O NG
SR
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HEIEBHYL (LR BEBRAF

32IMER

3.2.1 DR M B & PR E LR 25K B 5% B E AV E
ARTF71:27% GB/T 21311-2007 SH0U5 1 6 & A i JE R i SR 2 WAt ik o8
A7) . A 4 FhRSFEBRIEAC ) : AOZ. AMOZ. AHD Al SEM #3475 .

S\ O P Lo BL6<TN

N —=

aiExy
W #H: S6000 Ultra
4+ M1 #: Alphasil VC-C18, 2.1 x 100 mm, 2.5 um, 100 A
Vil J#: 0.2 mL/min
H I&: 30°C
Wosh M A: 0.1%FEE/K (& 0.5mmol/L) , B: 4%
Bt P &: 10l
BFE (min) A (%) B (%)
0.0 90 10
7.0 10 90
10.0 10 90
10.1 90 10
12.0 90 10
Ry
i B HPMS-TQ
= F JR. ESI+
BTFIRESH
IS HJE 5500 V
JRIR I TEM 600 °C
A GSI 55 psi
IR GS2 55 psi
AR 35 psi
il 42 <, 9 psi
MRM 2%
th &) BET (m/z) | TE T (w/z) | ZFEHEE (DP) | 4 ks (CE)
‘ 335.2 291.1 80 17
R B WA (AMOZ)
335.2 262.2 80 23
WRIR PEARAR T4 (SEMD 209.2 166.2 80 16

O TN
OSSR
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=/ AcchremTech EERY (JER) REBRAE

209.2 192.1 80 14

B ‘ 2492 134.1 80 17
Wi 2z R AR ) (AHD)

249.2 104.1 80 27

‘ 236.1 133.9 80 17
MR RR A 5 (AOZ)

236.1 103.9 80 31

EEMGR

FEXS PRIBE 5 N — TE W EE Y 4 i L kg (U0 T, ESEHEE 6 45 %
RGFaEE. WA RSD<3.3%, A EEMHLERRIT.

XIC from Xiaojifunan 0329.wiff (sample 34) - Xiaojifuna...:. AHD 1 (249.2 / 134.1), Gaussian smoothed (1.0 points)
»

AOZ
3.004 AMOZ
2.5¢4 {
& 2.0e4
ey
g 1.504 \ ‘
- 1.0e4
m\ A
5.0¢3 ‘\‘ SEMA ““
0.0c0 ) VA
1 2 3 2 5 6 7 8 9 10 11
Time, min
A 3-12 2 g £ f AR R XIC B
HZURRYELER

X IERAT 2 ME AT R U 52 . AR A E 1.0~20 ng/mL 2kt
Vi AR OR R R2 120,99 DLl IEIE sy S/N>10 NTTEERIR, %7k R
FELRAT FEAREK

®39 AMEMIFELER

R AT R2 JiiEE B R pg/kg
AMOZ Y=7.32¢+004 X + 4.12¢4 0.9968
SEM Y=1.19¢+004 X + 6.05¢2 0.9992 N
AHD Y=2.77¢+004 X + 6.70¢3 0.9991
AOZ Y=1.88¢+005 X +3.91e4 0.9998
R E R R

e B RE N SEBREE S HEATAS I, BRI R, MRS IR E N 3
MK IEKF (0.5 pgkg. 1 pgkg. 10 pg/kg) ) 4 Fhis R e AR 40 R4 bRk i
VRIS, ISR BAE 87.3 ~ 101.2% 2 18], [R5 5 R iT.

S\ O R Lo D6

o O N
OSSR
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*k 3-10 /AR B U 4R
TIAREE (%) 0.5 HOARECE (%) 1 HOAREE (%) 5

pg/kg pg/kg pg/kg

AMOZ 92.5 93.4 98.6

SEM 87.3 95.4 90.5

AHD 93.7 101.2 96.8

AOZ 91.6 99.7 97.3
it

HIAETERH HPMS-TQ = H PURRAT UGB A A AT 4 FhiF Sk meg A QU 1)
R, JHEEENE Al REUE R EICREE R RAF, B s & i R 5t
IR SR 24 AU ) B B B A 75 3K

AERERBENNE
KI71E57% GB/T20756-2006 (] Ea1NLA. HERUKZ Ah & mExw. F
MNERAEREEREERNE) , MNEER. FNERANEREL-ITIE,

BiExHst

W AH: S6000 Ultra

4% M #%: Alphasil VC-C18, 2.1 x 100 mm, 2.5 um, 100 A
W #: 0.3 mL/min

o iE: 40°C

W Bh M: A: /K; B: HIEE

#t R E: 20l

ok 5 e i«
i 1E] (min) A (%) B (%)
0.0 70 30
10.0 20 80
10.1 70 30
12.0 70 30
RiEE&H

i B HPMS-TQ
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i’ Acchrem Tech R e RHEBRAF

2 1 JE: ESI-

HEFIRSH
K5 ZH
IS HJE -4500 V
JRIRE TEM 700 °C
ZHA GSI 60 psi
BN GS2 60 psi
ikt 30 psi
filb 18 <, 9 psi
MRM Z:3i:
WwE) BETF (m/z) | TET (m/2) H£FEHEE (DP) | HifERE (CE)
354.0 290.0 55 -18
N &
354.0 185.0 -55 27
. 356.0 336.0 -55 -14
TP e
356.0 185.0 55 27
321.1 152.0 -55 24
AER
321.1 256.9 -55 -15
TREAER 326.0 157.0 -55 26
ESMER

EXSRFEF RN 1 52 BRIKE (RHER 03 ugkeg « FINEZAMHEARE
#% 3 ugkg) WIFRUERER, ELEL IR ARG T . E M RSD 74
1.36%-2.97% [8], {X#s B M4 R R if.

XIC from Jiafer isu_0316.wiff 14) - Jiafe...OD, -MRM (7 transitions): Lvmeisu 1 (321.1/ 152.0)
6000 |Florenicol
5000 ‘\
@ 4000 il
Q.
el \
% 3000
= ‘ |
o
= 2000 Thiamphenicol ‘ ‘ i
A N\ |
[‘ | I | |
1000 I I [
i Chlorampher((iqérl
0 oo L IS 1 N L .

1 2 3 4 5 6 7 8
Time, min

Bl 3-13 fta 4 B AT B T &1k

KMRRYELER

S\ O AR Lo D6

N —=

. S N
OSSR




207035
i,

RN o
e’ Acchrem Tech HERMY (LR RHRAIRAF

K TIEHAT AN R 125 58 . T2 IR SR BORC | 2R MR VR, TR INER
FEMEIE S H L IETE N 0.5-10.0 ng/mL, &8 RZPETEHE Y 0.05-1.0 ng/mL, ¥R
INAFRK S A 0.1 ng/mL, ZeEAHIC R 3L R?39>0.99. 7EE brE EIRIKE T,
SER PINEEZORGR S i R E S8 R K

& 3-11 &4

2R ALY R2
HINE R Y=1.27X+ 0.028 0.9980
P EE Y=6.29 X + 0.032 0.9979
AER Y=8.35X+ 0.052 0.9959
HomEEWELER

DAXS PR A SEBRAE S b AT AN, B IE T E TP, 7EXS RIRE b AL ER RIS N 1
5. 2510 R EERKE, RIUERIEREN 92.1%-111.1%, FICRLE R R IF.
k312 mirEKEER

e JobsECR (%) TFRECR (%) TbRECR (%)
1LOQ 2LOQ 10LOQ
NG 08.8 106.2 96.1
(& e 93.0 101.2 98.2
AER RS 92.1 102.3
it

KHETERMY HPMS-TQ = 5 PUM AR BB A TR = . FIRE R AR
KIRFEFRIIRGI, TR EEM. &t REUE KRR ERBIF, AW ER
FE. BNERAEREZFRRIFE R,

3.2.3 SR AP ERE A N B S E BRI E

AT71:27% GB 31658.20-2022 (BN PE £ i o I i B 28 2454 Je AR U 5% R
RAGIEY , XM 2K 2459 B AR AT I E

BiExHst

W AH: S6000 Ultra

4% M1 KE: Alphasil VC-C18, 2.1 x 100 mm, 2.5 um, 100 A

W #: 0.25 mL/min

o iR: 35°C

' .“.""
NS
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HEIEBHYL (LR BEBRAF

W B M A: 0.2%ZK; B: 4K

Ve oAk
i 8] /min Al% B/%
0 95 5
1 95 5
3 65 35
7 5 95
7.1 95
10 95
RigEH
B B HPMS-TQ
B 7 JF: ESI+/ESI-
HFIRESH
IS HLJE 5500 V/-4500 V
YRR TEM 550 °C
ZHA GS1 50 psi
BN IN#VR GS2 55 psi
S 30 psi
il 4 <, 9 psi
MRM Z:3i:
AW RET (m/z) | BT (wz) | £F®EE (DP) | #lifE#RE (CE)
152 24
AFER 321 75
257 ST
290 -18
HINER 354 -75
185 28
119 23
A e 356 -80
185 -16
‘ 230 16
A e i 248 50
130 30

N\ O

N —=

y P Lo O 6<7 I

~ AN ™=
OSSR
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S IERRHMY
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‘s Acchrem Tech EERMY dER) BHSBRAR
O) - N |
“wagsy Acchrem fec iz = NE
I E LR
&g:. Tazn
std2 - Chloramphenicol-1 {Unknown) 321.0 / 152.0 - (Path: D:\Analyst Da(a\Pije(ts\!lE;l?ﬂ\Data\ﬁQ\lw\ﬁ) (sample Index: 16) std2 - Thiamphenicol-1 (Unknown) 354.0 / 290.0 - (Path: D:\Analyst Data\Projects\31658.20\Data\0913.wiff), (sample Index: 16)
Area: 3.780e4, Height: 7.377e3, RT: 6.39 min Area: 9.033e3, Height: 1.763e3, RT: 5.12 min
6.393 5.120
g 4000 z
£ 3000
2000
1000
Florfenicol-1 (Unknown) 356.0 / 119.0 - (Path: D:\Analyst Data\Projects\31658.20\Data\0913.wiff), (sample Index: 16)
rea: He\ghl‘ 6.397e2, RT: 5.70 min ea:
600 5.697
‘E 400
i Ai
1 2 & 4 5 6 7 8 9
/: é— N _05 E/] ] \\
K 3-14 BtamE? A 8 A 5
SR
RN . S— = e ﬁi —e j\‘ AY
ST VEHEAT St 2 . BREEE SR ZGWTE 0.2 -50 ng/mL 281 75 Bl N A o5 £
o2
1 R215)>0.995,
it
£nv

KRG R HPMS-TQ = B PUARAT WU Bk A A2 AT B i S8 25 0 (XAl »
THESNE. HArPEIRa R KRGy, BRI 2 A I 25K

3.2.4 s R MPREEREE A 2G5 B BRI E

KI71:27% GB 31658.23-2022 (B £ it v i WK I 518 24 Wy B B = 1
SEY XTSI E A, LSS, F I b S T IR 5 R AR PR AT O 5

BigxH

W AH: S6000 Ultra

4% M FE: Alphasil VC-C18, 2.1 x 100 mm, 2.5 pm, 100 A

W #: 0.4 mL/min

Mo WE: 35°C

WoBh A A 0.1%FERIE: B: FEE

Bt 5% AT

i 8] /min Al% B/%
0 95 5

S\ O R Lo D6

AT\ N\ X
Ko S
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iz Acchrem Tech BRI (3D RHEARAR
95 5
5 5 95
95
7.1 95
10 95
Bkt

B B HPMS-TQ
5 T JH: ESI+

BFIRSH
B 5
IS HLJE 5500 V
ViR TEM 600 °C
ZAS GS1 60 psi
IS GS2 60 psi
KA 30 psi
filf 4 < 9 psi
MRM Z 4
T AW R NET | 78T %W JE (DP) fili# & (CE)
172 128 40 21
1 FF i e
T 82 40 35
142 96 40 24
2 b 5 il het
142 81 40 35
158.1 140.1 30 18
3 FR I b SE i e
Lot 55 30 28
‘ 188.2 123 30 19
4 F 5 HH g s
188.2 126 30 24

BREELER

e SN A

A 3-15 %é%%ﬂi%*%%%ﬁi@f&@ (EERKE)

“‘ ’

TSR X
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5 semrpy o
e’ Acchrem Tech HERMY (LR RHRAIRAF

SMER
AHZER R 25 7E 1.0~100 ng/mL Yu Y 2604 R 4F, R23KT 0.995,

®
°
@

Bl 3-16 A/ V8 i 2k 1 1 B

ST SR HPMS-TQ = 85 U AR ¥R BB 47 LK MK 26
W J7 R RURIE ST L RAT 7 VA S B £ e RSOk K25
FRE IR TR
3.3 REG%RE

3.3.1 EMEM RGP 9 WEERRERXRAR AN YR

BanE

AKTJ515:27% GB23200.112-2018 (HEAUE £ 5t T 9 Fha 2k F R R 2R AR 24 [
HARHP TR M IE ) i k- ST AR, A KB K BIR, K
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i #%: S6000 FL_H:Jmth# AT 2%

tt 3% #E: AlphaHybrid C18, 4.6 x 150 mm, 5 pm, 150 A

W oEh M A K, B: HIEE

W #: 1.4 mL/min

M iR: 40°C

BOR A 330 nm

RKAFBA: 460 nm

ot B &: 50.0 uL
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IKAESAE: 0.05 mol/L EEALEN: i#E: 0.3 mL/min, 100 °C
A4 OPA ¥AW: Wii#: 0.3 mL/min, FEi&

Tofs B e W -
i [E] Cmin) A (%) B (%)
0 85 15
6 80 20
10 65 35
25 65 35
30 40 60
37.5 40 60
37.6 85 15
50 85 15
BEEMER

BEFEREEON 200 pg/L HYZ I HIREE R S VAR, IESLEE 6 HHEE RGN E
P RENRERIENT 0.1%, BHAREEMENT 02%, ERELRRE.

FU

min

"B ho ' ks ' Bo ' ' Bs ' ' Bo ' Bs ' ko ' ' 5
B 3-17 EAELATER
(-3 KRBT, 2-% KB, 3-KE R, 43-BETE R, 5-BKEK, 6-&ZRRK, 7-7HK,
8-FHEE, 9-FAA, 10-MHTHK, 11-KHE)

KMRRYELSR

XS I IEBEAT 2 ME AN R B 5% . 9 M ik TR IR R AR 257 10~1000 pg/L HY
ZENETE I AR OC R 3 R235920.9999 . EREARIR FE I ARV il i V8 AN s R,
DA B G (5 R L S/NS3 AR A s R R, DA DU £ s il PRAE D9l 2 TR, R IR 25
RUNF .
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FU

min

T b T T T HUI T T Hsl T T bol T T b5l T T |30I T T |351 T T hol T T |45
Bl 3-18 B A& M E R K

K3 BL&UMRHKELER

g AEWARR LT R?  FFR/pg/L  W5E TR /pg/L
1 DRI y =3409.73x + 5874.82  0.9999 2 8
2 DA y =2988.05x +4602.98  0.9999 2 8
3 KZ B y=4187.90x + 9003.31  0.9999 2 8
4 3-BREFTEHE  y=10373.42x + 620445  0.9999 1 4
5 i3 y =3081.05x + 538536 0.9999 2 8
6 R A B y=11555.05x + 16965.88  0.9999 1 4
7 ENED: y=10777.95x + 24586.72  0.9999 1 4
8 FH 25 y =14926.82x + 8286.45  0.9999 1 4
9 TN BB y=13161.49x + 19619.47  0.9999 1 4
10 BT Bk y=10944.81x +35943.51  0.9999 1 4
11 K HU y =6397.99x +35602.21  0.9998 1 4
&g

K R OB 0 AL SR AT AR VR AT 9 A R IR MR R AR L5 ke, Tk
k. etk M REUES R RYT.

3.3.2 VRN R AT 331 HRAGRAERHIZREENNE

ARTF71527% GB 23200.121-2021 CHEYDYET: £ & 331 Fhok 2 K ARG 5%
BEREY , XYM E S 331 FpRk 2534700 € .

Byt

W AH: S6000 Ultra
& 3% #: Alphasil VC-C18, 2.1 x 100 mm, 2.5 um, 100 A
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W s M A K G2 mM FERELFN 0.01% F R
B: HEE (2 mM HERER 0.01%F 1K)

W #: 0.3 mL/min

Mo E: 40°C

R B 2.0l

Tofs B e it -
i A (min) A (%) B (%)
0 97
1 97
1.5 85 15
2.5 50 50
18 30 70
23 2 98
27 2 98
27.1 97
35 97
RS

i 3% HPMS-TQ %%l
B T J§: ESIH+/ESI-

HPRSH
E S ZH
IS & 5500V/-4500 V
YRR B2 TEM 350 °C
ZA S GS1 50 psi
IS GS2 50 psi
KA 35 psi
il 4 <, 9 psi
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HREEESR

W 3C of sMRM (722 pairs): Exp 1, 228.000/181.000 amu Expected RT: 4.5 ID: 2-hydroxy carbofuran2-2EHEM-1 from Sample 23 (081 5u0-100ngml) of 0815 Max_ 1,58 cps.

5968

= IEHE R

50ee
' lf\

)
24 20 28 £ 32 £

2600
20e8
3500
3080
28e8

intensity, cps

20e0 l
1500 i ‘\

I 1 i
- . . \‘f{.‘.:x.x‘ ::J.é?{.#-]:v}lkl"f:lll ‘ ‘! 1_;‘.

oop

) il

l
l |
Wx Wﬂ‘
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il
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B 54C of -MRM (18 pairs) Exp 2, 218.000/175.000 smu Expecied RT- 127 ID. cyszofamid i -1 fom Ssmple 23 (0815-xx-100ngml) of Max 37 cps

29e5
9085

5.0s5

FHE

20e8
3068
20e8
10e5
1259

2 4 [ 8 10 12 14 16 18 20 22 24 26 28 20 22
1750 2428 2878 2800 2020 2241 2380 2883 2870 2349 2047 2178 2301 e212 7627 5043 et

Intensity, cps
u
H
5

——

K 3-19 331 HMRZEREREHH XIC HER

ESHER

BEREMREE DY 40 ng/L 1) 331 MR Bk S HACEI VIR AR AW, LI 6 FI 5%
RGFaEME. REAE A RSD 7 0.06~0.47%2 [8], WA RSD 7 0.84~9.58% 2
], AR IESE R R AT

SZMRRBEER

TR T R R BUZ %82, 331 P2 K SLARIIILE 0.002~0.2 mg/L
(¥ 2R PE Y N AH O R4 R2 35>0.99. DAl =5 SAN>10 A7k |IR, #R&
2y L HAE ) E LR ARAS I FE 9 0.005~10 ng/mL.

Bl 3-20 3R A4 v A VR R 1 B
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%Hig

KM AHETERMX HPMS-TQ A 41 = 5 PUAR AU 1B A ASCHEAT R A0 B o
331 Fif 24 AR R B BRI, Tk E RN R A RPUES R B, K
T3k e 331 R 24 S AU ik v B E 7oK

3.4 BH%HE

3.4.1 FPEREPHAIRREZHNE

KT71:27% GB31658.12-2021 (B & S H N R Gk B B IED) , X
it R P SR B R AT E

BigxH

% #%: S6000 UV

o 3% #:: Alphasil VC-HILIC, 4.6 x 150 mm, 5 pm, 100 A

W 3 AH: 25 mmol/L LFRENAW: M LIRE 0.19 g, HN7K 950 mL {8 % fi#,
FH 2. T2 15 pH £ 5.0, II/KFBE 2 1000 mL . F-HX 25 mmol/L £ FREZ A 40.0 mL,
M €% 2 1000 mL.

W #: 1.0 mL/min

o &: 30°C

R K: 214 nm

#t B E: 20.0uL

ESHGR

TEREREEN 0.4 png/L IR R EARAE SIS, L E 6 5 B2 R G fa e .
1R BF I [A] RSD K 0.04%, UETHAY RSD N 0.26%, X #sE M4 R BT,
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AU
0/004
0002
ﬂ_Ml\l'M'L..\,
ThRTTTRT T TR T T T BT T T et U7 h2T T Mgl min
K321 frEREREZMEEE (n=6)
LMER

77 VR BEAT 2R AN RS 125 %2 . R R 7E 0.05~2.0 pg/mL LR MEVE N
R RZE R219>0.995. DL ibigIg (5 bk SIN>10 N ke =R, A7k RE

FEALT b o
AU
002
0j01
0 WL_ A
TR T TR T TR T T T BT T T Rt U7 oR2T U7 R4T min
Kl 3-22 BANELEERIER
X314 HEFRFELER
= ; =
A2 FR TR R2 EER = by o2 R
ng/kg ng/kg
EZNTSE NS Y =163346.30X-2466.77 0.9996 10 25
i

K HAERERMY S6000 & 80R AR (i A F4 L Alphasil VC-HILIC 43 i iE 1738
R R, EEME. LM RS R R, A7 2 2 g A 75

.m“‘p"'
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| By oslEs
WDAD REGES UV HH24
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$6000 % 4GRS

MRYE TR AT B B s =% R E

L: i VAE
W [ Z) R A T AR W R R 4 3R ADE (R 5E — VR SEBL R 2 3 i P 4E A 3R A
W ST RE D2+ D3 e PURP4EAESR B ARSI, (e flal a8l yri%, $Rm R
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BHL (dE3) BEBRAA

FEM = miT g
[ A 22 4 BB R T L it J R AL SRR M T — Y

GB5009.28-201
AHR. | &P HRFR. (I | AlphasilVC-C18,
AR | BLRRATBERS R | 4.6x250mm,5pm, /
PERGEN | 5E SB—IX WUAE | A1246250510
%
& K H IEUNES
. %48z . | GB5009.121-2016 , FR « B RG
n o L i s — s MarsilC18, o
1/ #ﬁ*%’ém ﬁuuiﬂﬁﬁaiﬁﬁaﬁ 4.6x150mmm, Spm, Y ANy
ey 7R | WE Ik WA M1146150510 IR 2z 4%
J Bt & | Bk % [ [
718 e
GB5009.120-2016 TG,
| BT ’
[a]% = = 4.6x250mm,Spum, /
BAENNE B= | 346250510
% WO ik
11 &
B
7
S 3
iﬁ? g GB5009.35-2023 i%lgls'm B2 | SelectPrep WAX,
o e | B A R T ’ 150mg/6mL,S1506
& | IEAEL. gl 4.6x250mm,5pm, iR
W™ | Hik s, i A3546250510
/% | A
(SR Y N
PEAL
Wk A0
TREELL
GB/T19381'2095 AlphasilES-C18,
PiSagan gg'j”% jj%f'%ﬂ 4.6x150mm,3.5um, | ELEENTHE
(ARSI 77 92 v A0 AL146150310
iENERAPN
L GB5009.140-2023 | AlphasilVC-C18, SelectPrep AL-N,
? " egem | AR b ZEEBRR | 4.6%250mm,Sum, 500mg/6mL,S4315
g/g& B P A1246250510 0061050
17— S JE | GB5009.298-2023 | AlphasilES-C18, SelectPrep HLB,
B o = S BE | 4.6x250mm,Spm, 200mg/6mL,S1106
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(EEREZD MIE | A4146250510 0061020
Bk m SO
gk
Fil #r B2 | GB5009.263-2016 | AlphasilVC-C18,
BT | B R R R AT | 4.6 x250mm, Spum, /
i} Ry 1t il s A1246250510
. GB5009.283-2021 | AlphasilVC-C18,
L fh i iR B | 4.6x250mm,Spm, /
G2k (R A1246250510
& o | o R GBI:51009.32-20}=6 AlphasilES-C18, SelectPrep HLB,
o | e énnﬁﬂ 9 FhHtAM | 4.6x250mm,5um, 2000 mg/12 mL,
/3 7R A4146250510 $22060061200
- 4 — W GB5009.278-2016 AlphasilVC-C18,
A o m| gmha %N | 4.6x250mm,5um, -
5 PR 25 B A1246250510
GB5009.139-2014 | AlphasilVC-C18,
ONERE | gORk R ek EE I | 4.6x150mm, S pm, /
JE A1246150510
4 4 % | GB5009.82-2016 | AlphasilS-PFP,
A F14E | BmP AR AL | 4.6x150mm,3.5um, /
RE | D. ERE A3246150310
AlphasilS-PFP,
4.6x150mm,3.5um, K H 4t
: GB5009.296-2023 | 12 0130310s ﬁfﬁﬁ?\*ﬁ ’
BER | pmszpy | / aSdii
A.D.E e AlphasilVC-C18, 52 R 4k
4.6x150mm,3.5um, % ADE
= A1246150310 ME .
g; 7 g i A B 3
g (AC): CLGI1-1003
% GB5009.84-2016
1J[ci‘ﬂJ o e g | TEHR TS BL | AlphasilES-CIS,
B1 S BE (R 1S | 4.6x250mm,Spm, /
B ) B — ik | A4146250510
L LT RN
GB5009.85-2016 AlphasilVC-C18
4= | a4 AR B2 ’
. r or | 4.6X150mm,5um, /
B2 HIME B35 W ) 46150510
R AH (515
GB5009.154-2023 T
44 = | Bt 44 &R B6 ’
T | 4.6x150mm,5um, /
Bo HIGE 3B =IRE | 146150510
RO
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GB5009.285-2022 TS
4 4 R | iR 4EE R B12 ’
. T | 4.6x150mm,3.5um, /
B12 HIM e 56— Rl Py
FH T
@a’j()@ (;é(ﬁig;;gim AlphasilVC-C18AQ,
TR | | 4.6x250mm,5pum, /
g | EVE S s0s1o
e SVRAH 1V
& | GB5009.211-2022 ?goffggliiim / BT W
=] 23 AT : B 2 =y
(VB9 | &b g 1 e J S —— FHT
_ GB5009.210-2023 | AlphasilVC-C18,
C sy | EAAZRIGHE | 4.6150mm,5um, /
IR AR B | A1246150510
GB5009.259-2023 e
Y E | 'R ERN 46X150mm5um’ / FRT W
(VBT) | & 2B—IEHAHE A‘12461505i0 ’ FHIT
- R B B v
BT A
GB5413.40-2016 | AlphasilS-Xion, ﬁg{f;
B | 24)LERMAS | 4.6x150mm,5um, / %T%BE‘T
HAZERRIME | A3146150510 .
FH
R T #H
GB5009.169-2016 | AlphasilVC-C18, gﬁff
ARERR | S RERR M | 4.6%150mm, Spm, / 2,4_:‘%2
E A1246150510 A
T
T K GB5009.209-2016 | AlphasilES-C18, ajyfef%xﬂn%gz
BT i E KRB | 4.6x150mm,Sum, A,
i F ) A4146150510 CLG2-3008
. | GB5009.22-2016
B B s | AphasiVeCls, | HEBEEARG |
BRI R B et GBI | 46:250mmSum, | FERAIE, FE R et
BRI G e s | A1246250510 CLG2-3003 SR
W WA JEAT AR
s GB5009.27-2016 | AlphasilVC-C18,
F | K I (a) L by e S s
- - @\uquzli}?(a)tlﬁ 4.6x250mm,5um, /
R A1246250510
—mm GB/T22388-2008 | AlphasilVC-C18, SelectPrep MCX,
N SRR S FL A S | 4.6%250mm,Sum, 60mg/3mL,S12060
- = RFE AT 5% | A1246250510 031006
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LEA

GB/T19857-2005

AlphasilVC-C18AQ,

SelectPrep AL-A,

WS W W
He B =

7] e L/\ 2;
5 i 55 g;?;;;ﬁ; 2.1x100mm,2.5um, | 1000mg/3mL,
R PRI AR A 1321100210 S43150031100
g
GB5009.208-2016 | AlphasilXD-C18CH,
VI | BT AN | 4.6x250mm,5um, /
7E A2246250510
GB/T21311-2007
IR T
i v | Lﬁ””qu AlphasilVC-CI8,
o | FERRIE AR
MRy 2K 4K it | 2-1X100mm,2.5um, /
) VREEBRATE | 0010
15 RO A i/ B
R 1 v

GB/T20756-2006
ARSINIA, AT
JEEARNA = ik B
R P ERAE
K Je 2 5 R
WA - R BB
J

AlphasilVC-C18,
2.1x100mm,2.5um,
A1221100210

O &
=

GB/T20756-2006
WRSINIA BT
JEARK = it o B
R FIERE
K Je 2 5 R
WA - R BB
J

AlphasilVC-C18,
2.1x100mm,2.5um,
A1221100210

af 2
H
&l

GB/T20756-2006
AESYINIA . BT
JIE R 7K = i Hh
7. HIRER R
76 7 ik B = 1
SE VRO € - B8 Ik
JR

AlphasilVC-C18,
2.1x100mm,2.5um,
A1221100210

Bt 1% B
REGW
B AR
)

GB31658.20-2022
NI B dh B
W2 259 S FLARHS
Yo b v B I e
TR £ 1% - B K
[ERES

AlphasilVC-C18,
2.1x100mm,2.5um,
A1221100210

AN

~a RN
OSSR
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GB31658.23-2022

A 3L UK | SRR R R | AlphasilvVC-ClS, :glwprep MCX,
M 2 2 | BRMESR 2GR B A | 2.1x100mm,2.5um,
) flsE M- | A1221100210 21;%2@,81206003
Ef R B vk
DRz, KR, &
FE B4
. SelectPrep
ﬁ Z {ﬁ NH»,500mg/6mL,
T o Fb GB231200.112-2018 821060061050;
et ﬁ?ﬁﬁ%%\qj % | AlphaHybridC18, 2RI AT R
W S 2 Tz i FH R iR Ak 4.6x150mm, Sum SelectPrep
2 S AR 5 B T GCB/NH,
K2R L . H1146150515
- ;E@“ﬂﬂﬂ i @*Hé 500mg/500mg/6mL
5% WA S AT AR ,S‘51060061050;
il 3kl IR
Vi :
15mL {f 405
Q0150803
D—MHEE - KR
5 F B AR
FEELER: QSTCO02;
& A 2mL LA
—~ Q0020301; 15mL
;z{ AL Q0150301
ﬁ%’ 2) BUEBERIRIIER
¥ KR SHE
. FUpEAL
ﬁ Z {g T%EX%&: (ngcoz;
331 | GB23200.121-2021 . SERHHER
ke 25 | ko b A AlphasilVC-C18, 9002/}001; 15mL
. | 2.1x100mm,2.5um, | #4LE: Q0151001
[ 3 RRERAR A1221100210 3) B JHRRT IR
W) Bk | AR 2R E n
{ﬁ; ‘ FEELE: QSTCOI1;

2mL HLE
Q0020802; 15mL
L : Q0150803
4) FEMFIE R
FEELEE: QSTCO1;
2 mL #bE
Q0021402; 15mL
L : Q0151402
5) fHYIM

i/

N

P
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PELER: QSTCO02;
2mL b
Q0020802

il .

say | TP GB31658.12-2021 | AlphasilVC-HILIC, | SelectPrep MCX,

o = YL i PR | 4.6x150mm,Spm, 60mg/3mL,

z;é FETR BRI E | A1546150510 S12060031006
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