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SPE-UPLC-MS/MS Z 4R S ERMh R

XEX, R B, o oF, A4,
(MMNTEEGERBFRTE, T sl 310022)

& o

WE: B9 A7 AR S RO @35 ER I BT (SPE-UPLC-MS/MS) E%E S M nyrh iz, Bk %4
VBRI 73 Hr R ] Eclipse Plus - /\beSEfE et & i CECRHAIEAE (2.1 mmx150 mm, 1.8 pm) ; JIAHZNE-0. 1%

FR, BREEVEML; RFE 0.3 mL/min; AFIR 35 °C; #FRER 1 pL; ESI'BFI; MRM #i, &8

18 L& B

GRSy, HP A | LR RS BB R B 2y 17 A B R A 2 R
B (5f) K00, Bt SEET AP ZE T ERA E A FEla SR,
KW . Py A B Esr s BAHZEEG-IR ST AT (SPE-UPLC-MS/MS)

FESES . R284.1 XHRIRERS . B
doi; 10. 3969/].issn.1001-1528. 2022. 02. 061

B T 2020 AERR (R EIZGILY —3, 1Y
K —RUE A, A EN T RS A & E
Y A TR R i I S A A S SRR 357 S8 % 254 i 9 DA 19 1
Tt R rh 2y rh i £ RS T RE SRR
FRZ R, R R T B T B ST LB IO

RS PR S ) 2 e P 2R 2 b 1) R B F B, R
MFEFEBAM R ZFAEH, HFEEHRfEQE
R 2GR R H %, HE) S a2 il AR AR
o, RRNEIK B % M s 50 Oy vk A M 2 2 b WA v g
PSR R S A ARG, AOURE A R AR R - K
Bl (UPLC-MS/MS) 5 BAMHZEBUNE (SPE) KA
L, B ST TR b 11 Rt s (S LT
Hfa | fefa, EoKM, BEGMTh, fimkif, NS
ENEERS IS fa . . M. BIRE) RN TEMIE,
1w
1.1 BE G6495B U i A i AH (it - = B DUAR AT 5B I T
PEAL (% H Agilent 2% #] ), B & MPP ( MassProfiler
Professional ) ( Ver. B. 14. 00 ) . MassHunter ( Ver. B. 10.00) ;
XS205 HUH, TR (Fit Mettler-Toledo 23 7] ) ; TW-8 £I{H
KB (TN SR B A .
1.2 XA Oasis F2E M VA B AH 2B (32 E Waters
o5El, S 150A37158B) ; WP HIBEE A B (3% F Sigma
vF], #1645 SLBZ8570) , kiR Ak (4rAral, HEZyERk
2R FNABR AR, 5 20190911); 2 (L Tedia 24
A, iS5 AS1122-001, Fiig4l); HAR (32 Thermo Fisher

Wi BEHA. 2020-02-27

XEHS: 1001-1528(2022) 02-0660-04

Scientific A H], L5 100291, Jikal) ; KLk,
1.3 %
reevesii ( Grsy ), UL VY £ H ffi Trachemys scripta elegans
(Wied.) . #ME/KE Clemmys mutica ( Cantor) . £, Ocadia
sinensis (Gray) . /NEEFE, Chelydra serpentina ( Linnaeus) , #
2k M FE . Cyclemys flavomarginata Gray. . 7 ) ifi /6 Testudo
elongate (Blyth) . EIEES 3T M Kachuga tectum ( Gray) . ff
¥ Apalone spinifera . LIREE Apalone ferox (Schneider) XJ B8
2R A0 M T £ 24 R B BT 5 e 1 B 1) A v 24 D
FENIEM, BRASORAE TN 62 il 24 it RS 30 BIF 7 g Hh 25 K
SREGYIRE IS FThR A ZE T, 35 T B T i 2y vb ) 19 A~ S i,
o 18 LA B R, 17 MmN, BRI
x1,

2 FEEHER

2.1 A EAE

2.1.1 3%  Eclipse Plus +/\ bt FErd it A ak i SERL (235
(2.1 mmx150 mm, 1.8 wm); FEHAHZME (A) -0.1%
H2 (B), BEEEUEML, BRI 2; (RBURAEO. 3 mL/min;
R 35 °C; HERER 1 plL,

2.1.2 G ESI"EFUE; MRM X, IE 7T URA
fil; BB 4 kV; HEFLALE 166 V; JRIXHREE 325 C;
THRAUREE 200 °C 5 AR 14 L/ming 2k dRE 1) 50 psi
(1 psi=6.895 kPa) ; k<. WiESN,,

2.1.3  FHER X MRM Z& PRy ACPRABUZL S 11 Fhfg
B WA VAR, DAJDEER P R X B2 MV, A

%% Trionyx sinensis Wiegmann, =8, Chinemys

E£TA. WA 25 S sRAHGHRITE (2019009, 2022003) ; HilHifol 542k BRI H (20191203B70)
EERN: XTI (1979—), B, fIFREPLH, NFh2FidEhiprst, Tel: (0571) 85460802, E-mail: liuyuwen01@ 126.com
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®1 HHRHGER

' E4S )% N VA B 3 il
1 L3 UL #®H A 190502
2 L3 UL B B 1803030
3 L3 R W B 1810070
4 L 38 RV HEH C 180906
5 536 15 WAL g D 1901037
6 LEY ISV 5 HEH E 171104
7 1938 UL HEH F 190302
8 1538 1 KU e G J06021
9 L3381 R e G K06014
10 LRSI % C 181201
11 L 38 RV HEH C 191027
12 538 KA % H 1804004
13 VNI Uk A3 J 20170401
14 IS E R M 180903
15 JHF A Uk e N 181108
16 WamR R i 0 180102
17 [m] A= 1R i p 181003
18 EEFHLEeR W 0] 20180119
19 Tt 2 o i R 190301
20 ERHE R Al S 181105
21 NS B T 17014400
22 NS 18 B Y RB02019
23 ST oy U 20180511
24 KA AL oy H 181014
25 KA AL fa i \ 190901
26 o e Al o \ 20180725
27 faREANE i X 20181001
28 e B U 181202
29 e i T 17035244
30 VAT A K 3 AL i T 1601097
31 SF R fa i X 180701
32 SE A fa K 180903
33 EHEZS N fa i 1 181019
34 WL fa L 181002
35 WAL o V/ 180804

R2 BERBER

At 1]/ min A ZJE/% B 0. 1% HiR/%
0 5 95
25 20 80
50 5 95

RO % - DU T R AT R BT3RS (HPLC-Q-TOF) 4k
Gt oMM g B AT /0T, ARA5 1 B0 I ba B 30 17 Fi Ak
B, DAArFRRAE 4 B 2 4 DR B B R R B R L (m/z)
2R, VER—AEEREXT (EMRT Bxt) , I35 5 5 o
G50, {RAER CEf SCHF, SESFIRE CEf UK A MPP 5K
PEIEATSE 43 AT, 11 Rl % P & B AR AR B S B A 4k
B, FRRRRIE K B A B G A ZEHE AR E R4 T A Agilent
Qualitative Analysis B. 10. 00 #47T IS TERIN, RAHE T
11 Fife s A0 4 T MR AR R BE 1) X i 2 1 4 R AT

JkBE, @A B R BT B L MRM 5, PEAME B
%%30
®3 HEEBF MRM RESH

s t/min - BEFm/z FEFm/z BTEL HERER eV

i) 10.1 442.7 631.0 + 30
560.0 + 20

OraHEA 112 400.2 374.2 + 30
143.1 + 25

pia) 19.1 574.8 223.1 + 20
464.2 + 10

HIEK 20.3 709.9 647. 1 + 20
587.0 + 20

HEMFH 159 1014.1 627.8 + 30
476.3 + 20

Eiia] ey 10.8 536.8 171.0 + 20
143.0 + 30

/NI 16.3 773.8 680.9 + 20
1.206. 6 + 30

EIEREE 156 742.6 372.1 + 20
806. 8 + 23

L 16.7 784.9 872.4 + 30
1028.5 + 30

bl 18.8 932.1 743.3 + 30
1100.0 + 30

Bk 4.3 551.7 675.3 + 30
143.0 + 20

2.2 stRBMERAE BOTIRZGH (e, i34 50)
B g, WHERE, BT 150 mL HEMHEEMF, WA
50 mLEBZIK, FRoElie, EWREN L h, JERENE 1 h,
%, MUk B R, A 0.5 ¢ NH,HCO,, fliiF
fEIES), uhid, K% IR | mL & 5 mL 2P,
s B I BEA T 1 mL (1 mg/mL 1% NH,HCO, iF¥#) ,
1% NH,HCO, W B, EAZEZIE, %5, 37 CHfF
12 h, HpfgRT
2.3 BRSEREE& W3S HLEES (FERMRRIR 4 5
i, WRERIRS)) &R, MARAUKIRS (AN T4
FHEZHM 1 o), WEREFRE, BT 150 mL B EHEMH
H, $E <227 TR Tkl A, FEF HLB A AE UM G
TR, Bfs,
2.4 DEHREREE RTINS TP 2R A
PIBAPERE B &, $ 2,37 TR yEEdl, EAE,
2.5 RBRBSACE SR SR HLB [EA A BUNME$HE
R, St T HUB BEAI A BUMETG L (R 1 mL
. 1 mL 1% FERIGAL) , SRIGHC 1 mlL X f& & il A 8 fin
) SPE /ME |, FERUT 5% BB 1% W RRaEAT v, M
1 mL & 1% HFR-Z0E (80 : 20) VWA RIENE, g kb
T, Ve AT, A 500 pL & 0.1% F R-2 i
(95:5) B, Aik—HH R EARAE L BRXT iR e £
FREGERIC, 43 SIEC 11 Fh oo 8 F X B 24 b il A 15 V5 HILB
B, R 4,
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F4 NRAMEHERBEBERANUZR (n=3)

Xof B2 41 SR /% FHE /%
i) 89.5 4.3
[BYITEAN=R<:) 95.7 3.5
1Efa 91.8 6.6
WK 88.3 4.5
e D 87.4 5.2
4 ) it £ 90.5 4.1
IINEEAR, 93.7 3.9
ENEERG 87.6 4.2
95.3 3.9
% 91.3 4.1
LR 90.9 5.6

N

%104

FHE

1234567 89101112131415161718192021222324
t/min

2.6 FEBMRE F <247 TF A KRR AL
PERERVAW, U E X IR S P2k
FRPEXTHR, e 237 I0F J7 vk il 45 AR B BH X R 25 M
W, HEMAE (@) KR T mz 4427 (H
faf) ~631.3 Fl m/z 442.7 (MELff) ~560.3, 7 “2.17
WA FRAEI E, SR WE 1, mILTA, 165 Xt
TR 2GR W o P v AR L (7 8 b, B PRAR b o HH R IO
B R, RUZ TR EA RGN L)t Rkt
BRI )b i e M R R | B (Ve

2.7 #MEMRE BOTRZIMIE R, % “2.37 WT ik
Ml MW, T 0, 6, 12, 18, 24, 48 h 7E “2.1”
WA N R, WA SR BH EPHaEfal

%10*
1.4F
1.2}F

m LOF
H#0.8F
0.6
0.4
0.2F

2

N

1234567 89101112131415161718192021222324
/min

A f xR

x10%

FHEE

O = N W s W

1234567 89101112131415161718192021222324
{/min

B.R#MAH

x103
1271

1.0
081
# 0.6}
041
021

12345678 91011121314151617 18
t/min

*10%
1.4F 2
1.2}
 1.0r
H# 0.8
0.6r
0.4r

02 I&

0 -
1234567 89101112131415161718192021222324
t/min

x10*
1.2}

1.0k
0.8}
o6l
04
02}
0

1234567 8 91011121314151617 18
t/min

CRHNA FL B PERE
W 1 NJRFTL 442.7 (RUEFF) ~560.0, 2 MR LE 442.7 (BHLA) ~631.0,
E1 ARERIHNB TS FEFERIER

e | EoKa | EBEMSTAN | giffbar . g
fal, HEHEaR . AEF . BIRE W RSD 45
M 6.6% . 5.4% . 4.9% . 7.1% . 6.6% . 8.2% . 5.3% .
5.8% . 5.7% . 6.2% . 4.7% , LWIHFWLE 48 h Wi E M
RA4F,

2.8 R CHX IR IBMBAERE, £ <2.17 W
SAFTFHEEENE, LIMEMREE 3 : AR IIIR, Mg,
B CPHOEAE | ERE | EWoKa R | BgHea
. gifabhifad , NESAE | ERTOR, AEF 2
RS R R 4> 59 0.04, 0.1, 0.1, 0.8, 2, 1, 0.1,
1.1.0.5.01gL,

2.9 EEMXE  REHERENAIL6 (7 (5 181014) ,
662

e “2.37 WUF ikl & Hbl R, SRR (&)
BYRRAE B F XF m/z 442.7 (WHFT) ~631.3 Fl m/z 442. 7
(WHLfF) ~560.3, 75 “2.17 &M F AN E, AL
IREHIE B T AR, RINZOEEE MR AT,

210 ZR54 1I8HLEEH PRI HER (%)
FKRgy, Hihids | B eRE P, 17k
Rzt 2 it Rk ihfa () K, 6
it Rkt PR H A PG, 4 itRET Rt | PR
HamEasy, 3Rk Har BEaEai | Mg
sy, VAL R, B aTaf | NMiff
W gifffita P | fefa PSR, 1 tRR P2
By, ATREARA Rt s Bk R R, R, SR E R
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W RZAFAE AR B A BRI, L 12% B9 5URH25 41
FLIRAF AT 2020 AERR (R EZGHL) BLRE, 8R4 A SCHTT R
XA R R 5 R S L, BRI
JREG T LURA AT, EAT SCHE T T UL i M

3 itig

R TE TR I s AR A, B RA M 45
Mok, e A2 b 2 Y JEORE, AN RN /N JL Al
WERORL  FRE A ALBIRI R L L R A
RO AL, W B O E L ™, filan, MY H
B, MiSt AR, HARAGET M ., T
R 2 P RE DR AR L, 0 SR 2 T B B TP B
IR AR, A TR T R B R R AT,
LRSI B R XU AR EE , [RIN, EKE 5 — k5]
LA AU X B A S i A, Anqer By Lk G 4 i i f
SEIRAP AR AR, R B T PR,

U P 2 b A2 Gt AR 2 AT A6 AR R B SR BR- A, T
HhOSCE Y RS T R C R R R R, R T B
TCREN Ty, FRHEP R IRIER Z 1) DNA 70 TR EH0R
BTS2 A — M, B, 2 IKAF o 7E f B
2yt G T2, WRHE ST Z—, FIH
FS IR T TR AN [] o 0 1) £ 88 T SIS 25 B it = A9 9 0, T
IRENAERIE B, AR LI LS S RTIARSCHT Y, WA T
T 25 R P 26 T R 2 A I T A A IR i A A
D71k o A SE i ST A E I TR R R SRS D0 1 L TR AR
AT U e b 2 i P, A TR P 2
Hhf B T2 O BOR LA BT AN TR, BOAG I I 365 4 34
BORURERE, AR T — 2R SUUE 50 A ST 5 0 T 2o
R REAE S i DN RE T ik, T R B2 Y 4 o
Jtd

FERBE, T2 N BORE, 5 fa P 2 o) Ol
R R R OO R T R 2 5 SR A
RHGEIEH, WORELF, WFTCE A B, X B b Wi o 75 4
LA XA I EE FA R, AT AR AR UM R i,
JeHT 5% W B IS e R 3 FUS AR AR, Rl LB
1EALIEE, 209 PR PE LN AT e bt AR, 3F H AR R 1
TR ES O S S e -t W e 3, BT R B N0

SIS, T A e T YL H
G SRS v 2 rh R Oy O AL H A R
AFIRM, VAT . 35, 7 H S
ORNER, A1 R IR B B P 280y, R
AROURGAF, ATREIN o B IRl B E AR WK, B IR A 45
AR5E A REAS I K I PR 24575 22

S k.
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