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1. Hi: R (GE D ABERNERMRERNE A G BBREEL) T7iA
B

2. MEHESL

2.1 BAFERER: AFES K1 FER: BE

22 WIFBARY): WEER. WHME

2.3 MR EITE

2.3.1 SR

(1) WitH -G A (Waters Acquity UPLC - TQS)

(2) 7R

(3) IRhER &4

(4) BIHEE O FHEAKT 10000r/min

(5) HAEAX

232 R EMHE

(D i Bl

(2) W%k, (ke

(3) PTFE LT 3EME: 0.22um

(4) CI18 /1 NH2 XEH & BT

(5) FRMEVA: REEFEBER. PRMARERR. DS-RERMERW . Dd-
F R P A 1 P VL

(6) FRMEMIR ZFR: W% b MR B A WTARE IR . S FORIR: R EDRY
Bleepokob R /AR SRR kRS S GBW CE D
100568 BR 2440 CGeEHB: 20229 ) it 5
568202209 FrifE(E 13.7+1.7 (pg/kg)

(7 RIEFHAK NS GB/T 6682 H—ZK




3. SEER VA

3.1 AXER&AT

3.1.1 WAHEEFH

(1) f43%4F. Waters BEH C18 #:, 50mmx2.1mm, $I4% 1.7um

(2) ¥#ii#: 0.3 mL/min
(3) #Hif: 40°C
(4) #HFEE: 3uL
(5) JsIH: A=SmM ZBREKER, B=LIEHER
(6) BHEEBRILAAT AR 1.
% 1 WARBLE SRR

i 18] (min) TBNAA 4 B B
Gk 95 5
0.5 95 5
3 0 100
4 0 100
5 95 5

3.1.2 Figsf

BTESH

R i
_’l‘}%iﬁ: _ ES+
M5 5 B (K V) 3
HEFLEIE(V) 38
B TIRIRE(°C) 500
it 5 7)< B (L/Hir) 1000
HARWSHE (L/Hr) 150

FWASIES (bar) 7




_EE'ZEE: ES-
BE A EEKVY) 2.8
HEFLERE(V) 40
B FIRIEE(°C) 500
Ji ¥ 7)< i & (L/Hr) 1000
HeFL RS E (L/Hr) 150
FWAES (bar) 7

M7 MRM (BN, SHILE 2.

# 2 MRM &%

I BET TET L AlpERE

&Y
(m/z) (m/z) £ (v) (v)
ES- 321.0 152.0 40 20
321.0 257.0 40 15
326.1 157.0 40 20
#AEFE-DS
326.1 262.1 40 15
ES+ 1721 82.1 20 20
FF i e
172.1 128.1 20 15
176.1 82.1 20 20
R figmE-D4
176.1 128.1 20 15

B CHERET
3.2 RiALHTTIE
301 FERIEIE RIRTE
ST S SRR, B AT . LRI, ERARRLT,
T REE 60°C MKIBTRA, R, KRALERENS, AHEFHE.




Syt 0.5kg FENIREE, HIEFHAREE TREGIAS, &8, IRl Ersid.
3.2.2 WAERAE
W R T IR TR .
323 EFERIETAE

FREUIEE 5.00g CRETEZ 0.01g) T 50mL B.LEH, 751 40uL 100ng/mL
D5-EEE. DA-FRMF AR, ik SmL, BSEM, FINA 10mL ZF, =
el Al, #A 30min, 10000rpm B0 10min, WREX /2 Z M SmL A 10mL 1RE .
¥ smL Fe R EEE LA C18 fl NHL RUZE A AR, Sl 3 i,
Wi T 40C KB TERKRELT, FAKEAE ImL, S, ALY
FE o

4. BIFHE
4.1 FRvEMIZR . MR, EER
PRSI B 2 /K GAFREE 1: :1) B2 1.0- 50.0ug/L IR EHRERS,
HARIE A 2.0ug/L. Ik FHILED .
BREEE 5.00g VM, DLEIEES TOEE T 3 FEMREL (SIND X BIHIREEANTT
MR, 10 BEWRIL (SN STRAHRE N FEERR.
PR, K IR B PR A R A TR
4.2 B InbR SRS
RS RN L S B ARV VAR R ARV, R A R IR E
HIRER, (n=6), HENE T REHE 3.2 PRI EMTR AL AT b2, J5 &
U, IFEERAEERE (n=6). SRIITHR.
4.3 ZHERNE

VERRFREUE E S8 2.50g CRERHZ 0.01g) F SOomL B4, JIA 40uL
100ng/mL ] DS-SEBE. D4-FHRSMEFAA, /K 2.5mL, JRSIWEM, FIA
10mL Z.JE, i®iElRs], 87 30min, 10000rpm B5.L> 10min, WEL EE ZHE SmL
A 10mL R . % SmL AL E R LA C18 R NI WER & EMAERUE, #&
PCA R, YT 40°C KBR B THKREIET, FAAKEER ImL, T,
EHINE. S5 IHR.




4.4 SHEFEINARLLE

4.4.1 IIFRRE R ) % . HERRBUEE SR 2.50g FETHE 0.01g) T 50mL &
LV, NN 340pl 100ng/ml B FR RS MRS B 2 VR -G bn vV, TR Jie, B8 7 30min,
FRBETH.

4.4.2 RESIREL: I 40uL 100ng/mL D5-EE R A D4-FHREMIR-& AR, oK
2.5mL, JRAIGME, B 10mL 2.0, RiEES), B 30min, 10000rpm &L
10min, W B F /2758 5SmL A\ 10mL 38 4 SmL £ E % _EAF C18 F1 NH2
SR E A TEAREEAE, B AR, IR 40°C KB TRREILT,
FKEARZ ImL, I, EHRE. SRR,

4. WP

A P05 AR v o PR R A R L AR o € R i I i i 255

5. 51t WHEIVESR T HES AT, SRRZT R AATAEE R, TR,
SEIG R G5 SRR TT 58, T T B P U R Y AR B R I

6. 8] B 5




Lig

MFE 1 ERTHERE, KERNRMEML R RBUE

da=x// TR e [a) ALY RMEVERE  MRARE o Hi PR

SEEIR

(min) (pg/L) r (ug/kg) (ko)
B g 3.19 y=0.5465x-0.0070 0.1~50 0.9998 0.10 0.30
HSEE 3.90 y=0.3624x-0.0078  0.1~50 0.9995 0.10 0.30

i 2  MEEMSTERENEEE
AR A JERAE iz & (=] i e e F P E R RSD(%)
(ng/kg) (ng/kg) (%) (%)

FF i <0.1 0.30 97.1~102.5 100.5 2.0
0.60 92.1~101.2 96.9 3.9
5.0 83.7~96.9 95.5 1.3
A% <0.1 0.30 84.6~100.9 92.2 8.5
0.60 83.9~89.7 85.9 2.4
5.0 84.5~91.4 87.2 3.8

& 3. SERNMELR
FREEE e A8 A Re EE HE
(g) (ug/ke) (ung/keg) (%) (pglke)
2.39 12.9 12.9 0 13.7+17  7EEE
2.43 12.9




iz SRR T R MR ER K

&Y HHE ARE bR E MmAE [a] i 2= Re
A4 FR (g) (ugrkg) (ng/kg) (pg/kg) (%) (%)
EF i 2.50 13.7 13.6 26.1 91.2 4.7
2.50 24.9 82.4
aF\% 250 <0.1 13.6 12.0 88.2 1.7
2.50 12.2 89.0
T 1 -

1. WHRHEER. FHEREARKEIEER

). HAREFRTHEAEER. FHEMENRHEEE
3. FRAEMIZR

4. BEHEHEAEER

5. SHE PP & i A
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4.0 00 200 ¥o o 40 500

3a. ZWHE/KIR-E R b A A PR v 1 2%

(¥ rerpreerprrerprrmrprETTE R TR Cone
40 100 200 W0 400 500

3b. ZIEIKREEBNRERIFHE L




CK-1

XEVO-TQS#WAA1014 25-Aug-202320:29:46
20230824107 1: MRM of 4 Channels ES+
= 176.1 > 128.1 (MET-D4)
90 1 fﬂ 3.31e4
|
L8
PO 145 168 184196 214225237 259 273 222 06 |
LR 9 117 134 se 174 191 221 241 P ey | L.
10 L e . i - ; . TN
1.25 1.50 175 200 225 250 275  3.00 325
20230824107 1: MRM of 4 Channels ES+
i 145 176.1 > 82.1 (MET-D4)
901 5 | 1.79e4
] {Mg 50 151 043 a6t 3.11
® Wy 71 178 oo 251 Touo77 300294 | 334
1 f i . 2.01 2.25 199 '51q 224 291 |
] 246 326
by DL CRNC NI S S v - SV A & -
10y e = : — TR S
15 150 175 200 225 250 275 300 325
20230824107 1: MRM of 4 Channels ES+
B 172.1 > 128.1 (MET)
90- 2.21e5
; I\'
B
7 2.64
228
Y o= o : S = NI
1.25 1.50 1.76 2.00 2.25 2.50 2.75 3.00 3.25
20230824107 1: MRM of 4 Channels ES+
_ 172.1 > 82.1 (MET)
90+ ﬂ 9.82e4
II
S |
1 1.27 2.47 2.79 f L
1 38 205 249 I
! _\_._,_\_,_,_,_._._.—\..—'—\_,—u—o—u-\___._,——--—"'m S PR
-10 e ] T S e T o B A - 7 Time
1.25 1.50 175 200 225 250 275 300 325
4. B PEH RS R A AR EIC Bk E




CK JB -1 XEVO-TQ S#W AA1D014 28610
2D2308624114 EsS +
= T-D 4)
90 .37ed
- ®
TUATIRT et AT AT nss 2a0 320 Ged L8 35t L% S
;’WMM«W\MW 5:0:5
1 0 SR : , . , . . e
1.20 1.40 1.60 . 2.20 2.40
28230824114 s E & +
- E1Te-?4)
€3 e 4
- 11039 ’2‘25 330‘27
4 ."‘"u’ 131 1 .35 | 3:|1203
. M e Ll
] (\’1752; 52 e 242 282 327050\'//&, Lisie
113
F- M’“W@\mewwmﬂwﬁ WEV"“‘[
Y S—— e s S - P - : T : . : - v
. 1.40 1.640 1.80 2.00 2.20 z2.40 2.60 2.80 0 20
2L330EB2 4004 1 MR M f4 Channals E & ¢
P 272\:123‘(M_‘ET‘,"
$ o Illﬂl 35548
4 [}
S \
] [
# ] H
] }u
=10 Ay Tty Y T T T T T T T T T T S T T T ¥
1.20 t.40 1.60 .80 2.00 2.20 2.40 2.60 2.80 3 0 3.20
2L220E2 41t 4 4 MRM 2td4 S harpels ES +
172 % » 2.1 (M ET,
5o $.87 a8
R
|
\‘*\_‘_
i0 T T T T T T T T T T T T T 1 T T T T T T T T T Tim e
1.20 1.40 1.60 1.80 eo 2.20 2.490 2.60 2.80 3.00 3.20
CK JB-1 XEVO-TQS#WAA1014 25-Aug-202321:256:10
20230824114 Sm (Mn, 1x2} 2 MRM ef 4 Channeis €S-
3.91 326 > 157 {CAP-DE)
90} n 24808
#
I 450 4.24
117
-10 = I T T T T T T T t T T T T T T T Time
3.50 3.60 3.70 3.80 3.90 4.00 4.10 4.20 4.30 4.40
CK JB-1 XEVO-TQS#WAA1014 25-Aug-202321:25:10
20230824114 Sm (MA. 1x2) 2: MRM {4 Chanaels £5-
N 3.91 321> 257 (CAP)
90 | 7 5.59e3
s
412
100
: — e ————
T S— - T T e T T ey T r . r T y - Time
3.50 3.60 3.70 3.80 3.90 4.00 4.10 4.20 4.30 4.40
CK JB-1 XEVO-TQS#WAA1014 25-Aug-202321:25:1¢0
20230824114 Sm (Mn, 1x2} 2: MRM nf 4 Channels £8-
- 3.90 321> 152 (CAP)
80 70 1.45e4
<
-10 = T T 1 T T T T T T T T T T T T T T T T T Time
3.50 3.60 3.70 3.80 3.90 4.00 4.10 4.20 4.30 4.40
CK JB-1 XEVO-TQS#WAA1014 25-Aug-202321:25:10
20230824114 5m {Mn, 1x2) 2: MRM of 4 Chanrnels ES-
_ 3.90 326 > 282 {ICAP-05;
e 70 1.27e3
1 |
] | 4.48
1 ®
1 4.05 413 4.40
99 102 139
N e T —
=10 Sy T T T I Bt e e UL REEEE i s e e e eeeeereeer [ime
3.50 3.60 3.70 3.80 3.90 4.00 4.10 4.20 4.30 4.40
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