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BAYOT NI ST 40— - B fEREOrbitrap BENHTEIZEL S
HRBOT FSYA 0 ) URIEMEDEELHT

FAATRRE, SoAA:, AR, TR

2 F

NIRRT DT ST YA 7 ) R %, mofRHRE Orbitrap E & HTEH AW CTERS 2047
EERTL, TOZSMRHIZIT 72, R POERBWEOINIE, Y 7N EME R b
WHSITWD, Al AT EE SR ORBAIC K0 Rk 2 U<, SrfiRae Orbitrap B &5y
PHEIZ &0 EBGTEAT o T, [RAETBEEDTA BT A AZE, 1 H 2 617, 5 HREIOWRINEIGER
(2D, FBREDOZIVEATHR L& 25, HTadRo 3{LEWT, BN 78~80%, HHTHHEDS 5%LL
T, BPEED 10%LL T &7 0, BAFRRERMSONIZ. $io, 7T 7@Btor n< M7 AT A
AHNEE A ERGIVT, WD TE ERMEAZ R L, EEBRAUT 001 mgkg Z5%ET 5 2 L3 ATRE T -

7.

F—0— K45, T RSHA Y LRAENE

1 [XC&HIC

AXo T h IV 27U (OTC) , Zanrs h7+
A7V (CTC) KT hFHA 27V (TC) 1%, %
D77 LEMRE ROV AT U, v a 77X
<, JI7IVT KRN Ty F T e BTk LTI,
JRIAAY MVEUEE ChD. BARTIE, EiE
HELT 4 K B REEARSIC, OTC &
CTC DOYEFAE SRR A TGRS T
Wo.

HAZWD, JECFA°EMEA ® ADIIE, T hF4
A7V ASEOWE Y RO BRE L GRESIVTE
D, WEITHE SN MBI EE 24 T
SHROEE S &I, OTC, CTC KONTC OEA L
& LT, 0.03mgkg RE/H LEsn T 5 Y. 4
FLUPORMEEY, ZIUTFRERBROFER AR LT,
OTC, CTCKUNTC D#FIT, 0.1 mgkg 253%E ST
Wo.

GKEED TR BT TV A 7 U DO HTHE
E LTI, RS ) S RABRED SEN ST
2 3. ZORBETL, IRV AA AU EETA 2
B — )RR ARSI & 3Dk v~ 7T 7 ¢
—lZLY, BERIECTERT 2 HETHD. Ll
T, IR v~ N 7'Z 7EESHTEE (LC-MS D0
IZLC-MSIMS) DERIZ XY, BHEDHHIERAWTE

BSMREE Orbitrap ERHWTE, R4

BT 200HENS S B SLC0D 99, BlZ, hY
TUER (QQ) (2B T NEESHHEL, R
HHRRES L R N - A CH Y, SR TRIRE T
EE LTHAESHNGNTND.

Alatkx L, mfiEEE Orbitrap BEESHTEHT L Dk
EEREONTC X 0 EET D LA L. 7 R oY
A 2V CREVEMEB b AW Z BRI, ERRRERED
AN L 0 Bk 2 i U7z, (R i
[RA (OTC, TC:0.02mgkg, CTC :0.03mglkg) JHEE
(2R HUSINEGERER A S L, JEABYA a4
A RTA v NS UMEHIZATY, IR, =
B, PHTREEE, S|PUEE, ERIRROD/ T A—2 %K
W, A R7A4 L OBRBEIZEA LT D Z L Z R
L7

2 FEAE

2.1 ¢

IR RS LT, IR/ N TliGE S
AUTUAL CENEFLIETEZ 73 8.3%LL |, FUTENI53 3.6%
Db 2RV FRNGBg Ch LT T
UG ENTCURN D & 2R LTV .
2.2 HE-HK

RS, FIOGMEELEE B HHosdikiks o<
N7Z 7 4 —RDOAXT N T A 7 ) R

5z FVACRAEEREEAIIZERT < 504-0838 g FRIRASHS TR i 1-1
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oh GREEE 98.0%LL L) , 7T hTHA 7 U LR
MRS, (W 98.0%LLE) , 7 NTH A 7 U AR
AR (R 99.0%LL 1) % FAV /. A43nERh 2 1,000
pgimb & 725 X 9IS A X ) — MR U Ok
P L7, 3 FOBHERIRAIRG LT, A%/ —/LT
FRL, 1 pg/ml & L7z b OZIRAEEAR S L.

ABRAIROFEUC W, =F Lo U7 I RS
“KETF N T ATKFW (EDTA) , 7 UK
O U —F N U O ATFDERER T () ROk
%, T ATRDEHERTEE (P RoprEeic
Bz, A% 7 —/VIIRDGHEETSE (BF) #oo LC-MS
HzERWe. ikr a~ N 757 0 —OBERRICHW
7278 b= N UVRONES S, FOGHMEBETEE B
@ LC-MS H%& v -,

AF LD NR P UHEARI = T AT
Waters £1#40> Sep-Pak Plus PS-2 (265 mg) % FHV 7=
ABRIAI 2 NND 23 A T U T, Agilent #HLDARY 7'm
'Ly (PP) AT AmL) ZAV-.

2.3 EERFIVAIESY
2.3.1 &8

IR a~ N5 7 BEEUWERT () U
LC-30 > —X (NexeraX2)

BBy M i@ - Thermo Fisher Scientific #f
Q-Exactive Plus
2.3.2 LC &

AT 5 (W) AL ERHIFTER L-column2
ODS (21X150mm,3pum) , %7 ARE :40C , &
ANE 5uL, BEME : AJR0.1%XEE, BTk =1
UL, BEFEFDE : 02 mUWsy, IV R0
> (A:B=95:5 — 104y (A:B=50:50) — 15
7> A:B=5:95) — 204 (A:B=5:95 — 201
7 A:B=95:5 — 304 (A:B=95:5) , {&Ff
W] : 744y (OTC) , 7743 (TC) , 864y (CTC)
2.3.3 MS &+

AFALET— R =7 ha XS —A FAGER
T4 7E—R ESI (1), AT VL—FEE 44 kV,
—AMAIE 30arh, Aux HAE :5ah, ¥y T U
—RHEE : 250°C, ~N—RT A P : 300°C, RF-1L
VA LAYL ;50

HIEE— R t-SIM (WUEMRZ X 2 EEH PO Y IA
F& Omitrap IZE D AF ¥ L), TA YV L—a g
v Ry (UEERR :40mfz, 53fiFHE : 140,000 (FWHM)
@ m/z200, AGC #—7%" | :5¢°, Maximum IT : 100 ms
2.4 FERAROAS

JE AR R ORISR TR > T T 72 2.
2.4.1

.59 R VERY, EDTA &7 = U ifERk 30 mL

KOn-~FH20mL #hz, #EE H8EFAVvC5 %
B L <RV IRE7=1%, 3000 rpm T 10 43fiT Ly
L OKEZE R
2.4.2 FE8

AF LU NNR B UHESRI = T A

(Sep-Pak Plus PS-2) (ZA % /—110mL, 7K 10mL,
FIFNEDTARIRS mL ZNEJEA L, Pkl 3T
ZOAT AN 2.4.1 B THELNKBEEAL
%, AKR10mL Z{EA UHHRITEE CTe. 2o 7 Al
AX )= 10mL ZVEA LSRR ERY, JETC
RIS A BRE LTk, %72 h=hUL-7K (1.9)
IRRICISR L CTARATZ7 I 2aTI0mMLICER LT-HD
Z, PRELSA TR U2 CRllRlaik & Lz, (05
g sample/mL)
2.5 EE

1 pg/mb IEAEERE A A 1 mL BRI L, K CHRL
T10mLIZERL T, 100 ng/mlL OREAERiR AL L
2. EBlZng, 7Eh=FrUL K 19) IBIKT
ARUT, s OEERR AR L 7= (10, 20,
50, 10, 20, 50 ng/mL > 6 . ). EMEAED, R
BRI & RIS PPRNA TOUCRE U -, e
5 uL HEALTE—7 EFEEIC L a1k L,
MR ERAIC X 0 R 2Rk 7.

TGl L= v~ 7T AL, B eEmo7 m
kAT ORE#EE & (OTC : miz 461.1554, miz
CTC : 479.1215, m/z TC : 445.1605) ®+10ppm %~
ARV TR (EEfHE) &35, fittr 47 nm
~h/F 5 EIC) ZHAVT-.
2.6 AHNEYERER R U R

495912, OTCKUTCO.2 ug/mL, CTC0.3 ug/mL
Z ot IRATEE A Z 05 mL ¥l L CHshimtkle L
72 GREFRJEEE OTC LUNTC : 0.02mg/kg, CTC : 0.03
mg/kg) .

AABREOZ LA TS 2728, 1 H20MTOR
DNEMGRSRZ 5 HRESEM L, RONEfE S B

(%) %, —JuBEDZHHTIC K0 OHTRE

(RSD%) & =RINKEEE (RSD%) #ski-. xiz, 7
Z U REE, 2.4 SAERBROFRAE NS TRLL -
HERRKD Y v~ N 7T L FOIFEY— &4 21T,
BIRMARHI L=, 2D ORRE, [EA B @
DILGHEHUEATA R A o RS- B L o
L7
2.7 FET L) v ROBE~NDFE

TRk e, 2.4 FERBROFABULE TR,
ANEMGERER 2351 2 [EUER 100%40 SR OREER
10 mMLIZEiELC, ~ MY v AR E L=, TR
TP DYIEAE IR D ' — 7 AR ST 5~ R U v o
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AEEHERIR D & — 7 TR A RO Tk~ U v 7
ADRIEDE R il LT

3 #ERBLUEBEZR

3.1 TC RV CTC MEiE1E

ARIOBFTCIR4SY), FRBIRIEE AD /S T U
BT AL T VEGH L=, L, TC KDY
CTC DOERFFHFEIORIZ, TC JXONCTC 7' kAN
LR E SRR, BMALE Rons e —
I RBERS . (X1, (REEREE 7.2 5y (TC DEM4:
), 794> (CTC OIEVEA)). HFZ CTC DOEMEEIR
TIHEMEAD E—7 BRE T

CTC I, MM (pH 2-6) ik C=~—kL T,
4epi-CTC ZTURLT 2 2 LB ATWS 0. Afalg,
ANEHEEE IR T Z A SA T NV T3, 38R
IROBI K E S AT, T AT
BATT 537 ) —NIEOFEZ LY, —e~—({kiit
fTUTz RSN,

F 2T, A TIVEPPHID G DICEE L= L = A,
BV OEITEMNZ D Z LT, Rifera~ 7
FaMELRE (X3, (©).

RT:7.6

6 7 8 k-] 10 11 12 13

1. TC KIXCTC DffithiA A/~ s 777
_[-B%: TC (m/z 445.1560-445.1650), &% :CTC (m/z
479.1167-479.1263) , “FFLIRNEREIOIMHERIR, 77
Z A8 SA T )UAFEH

3.2 LC DifIEEY
FAHDIL, V—T 4 7T DEANZHSH CTC DE—
A UGET A DIZ, L-column ODS 3ER T b =

Y =-4321.34+8747.9*X R"2=0.9995 W: 1/X

TC
Y =-4823.16+11226.2*X R~"2 =0.9975 W: 1/X

LA LTS Y. AT L7- L-column2 ODS 13,
L-column ODS (2t 77/ —/v & L0 @i~
¥ R Y o BT LR EER L TlY, CTCOY
— 7 RITRAF Ch o T

3.3 Bt BRERRUTEEMRR

Orbitrap B &0 HTRHZ L D EESHTICI T, QqQ
RV B TR CMELE 725 SRM SO ba1T 9
VN2, Orbitrap D7 VAT ¥ E— R L A
TERERND, 71 N AN 172 8 OREE EOH
AFrru~ NI LEGDHZEIZED, QuQ kit
P& FRRZRBRIE DRV ER A5G 2 Z LAV FREE 72D
8)

TRkl o< NI AR 3ITRT. Kb
BWOREEE RO+ 10ppm Ot A 4> 7 a~ N 75
DZBWTIE, PiEE—Z13850, /A ANIEEA
FRBIT, OTC & CTC ThIMWIZA, 7 ) A R
DHROLNDDIHTH Y, e T BRI 7St 2 R LT,

P X 2 (2R3, sV, 1~50 ng/mL
DHFPAIBNT, WERE (O 1XOFholkaic
BNTH 0995 LLEEZeY, Bif/aEfta s L.

ERIRA O BEEY, FEEO 110 TH5 001
mgkg & L7-. EEBRFFESIRE ORENEREHR (5 ng/mL)
Drva~ c7TAY, TAIEEZF L TN L
5, EERAL LT0.01mgky 2FREFRETH-T-.

3.4 EERUMEE

AR EEREOEEBRS (OTC, TC:0.02 mg/kg, CTC :
0.03 mgkg) (ZFHM 3 HIREEIZIS1T D IRINEIGEER)
BROOITE, EE, JHTREE N OSENRBEOR R L
#F1ITRT.

BT, SPUMEHIT A KT A O HESETH S 70
~120%DFFANE 720, BAFFERME O < B
U o7 RIEREEIR & 2 OYREEN AR T~ DV SR
DLt (E53%) 1%, OTC 73 9%4%, TC 7398%, CTC A3
7%L720, b~ MY v 7 ADORE~DFEI T L
N E R DT

PHTHEES, Wnolkadd 5%LIN, =NKSE
IFOTHOED S 100N E 720, ZESHEHITA
R4 O BEfETH S 15%LIAN, 20%LINE 4312
Ti7z LCu =,

CTC
Y =-5860.78+9742.02*X R”2 =0.9967 W: 1/X

500000—
450000
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350000—
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250000—
200000—
150000—
100000—

50000—
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CTC

(B)

60
40
20
R I T T T I I T S TR S T L R R REF AR

012 1 18 20

RT.8.6

undance

=
n
S

Relative Abundance
N B e @ D
2 &8 2 8 82
N oBE o @ o
s 5 & 28 8
L Lo b bt [ N IR B

Relative
[

100
80

60
40
20
T — 0

=
=Y

4 g 8 10 12 4

Time (min)

3. A Ay ra~ 77 (5

=

Time {min)

OTC (m/z 461.1508-461.1600) ,

g 10 1 4 5 6 7 8 9 10 1 12 13

Time (min)

g TC (mfz

445.1560-445.1650), 4541 : CTC (m/z 479.1167-479.1263))
(A) FHL7 7 > 7 EORHIRR, B) AFHLINIEEIOHHATE (IR OTC, TC:0.02 mg/kg, CTC :
0.03mgkg), (C) HEHEAK (OTC, TC :10ng/mL, CTC : 15ng/mL)

#1.

i

T, TR R OISR O R

B OHTREEE =S
(%) (RSD%) (RSD%)
oTC 80.2 32 73
TC 79.4 47 6.3
CTC 780 43 6.6
4 F&OH
HHIDT N THA 7 ) BB, S fiEE

Orbitrap EENHFEH L DFEEEEITIZ LV FhtE 5
LHEE R L.

Orbitrap SO 7 /L A% ¥ F— RIZ LD
ERERND, T 8T A 7 Vo7 v M A0
K E R+ 10ppm DA 4> 7 v~ N 7' 55155
ZEIZRY, WD TEVERMEDMG S, EERIR
DOREFRERDG, EERHE, EEED 110 THD
0.01mglkg ZRXET HZ EMFRETH 72,

IINEIGRROFER, ERE R ORI 324 MR AT
A R4 O BEEIZEA LT, Eiz, k< b
U w7 ZOREIZRT DI RO -T2,

Orbitrap & EHTHHI L D EEIHIE, BIENLA
SHLUTCVD QuQ EEATat & [FERIS, 1 TEURAIZ W
DI ENIFNTARETH H Z EavrEnTz. AR,
F I 7V DT T NAISTOFE ) T A Y
Ny VB RERISR L LTz E BT E S L7273,

Orbitrap B EAMTRHOIEIAAME, FEEEEIZ L DGO
[FERINCH D, A1%IE, FNAAE—2 DR

b & DHIRB IR LT, BOTOFRIERE) % & HIT5fb
LTGRO ZAT O B D 5.

X @

1) PEFRLERERZE R S
FHHOORE ROEENZONT, Pk 24 411 H 5 H,
JRFREEF 969 5, 2012,

2) AR ERR R R R 2 RN - B
FREES 2 K, BRI S 3B S DR
STCHLMEORERE, FRRITELA 24 H, &
ZHs 0124001 5, 2005.
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JEAE TR R R Ry B 2 F I R « B
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