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Determination of triptolide and wilforlide A in biological samples by liquid

chromatography-tandem mass spectrometry
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e r P E A RERNE QR RRE - R ERRERIE T
A

1 SEE

AFARFECHE T AR (I RIS s 23 3R TS A TR TG P AR Y0 AH €200 - H BBE ot
i (LC-MS/MS) 6 ik

AFARIEIE T AR A e 2 e R AT A BRI TP e ME Ao s oA, e ARAE kA (nrse
Y. B W) deE A SRR A RRER TR AOE BT S IR AP RMEL
R T Y AR AH DG BEREZ: DL B SR A

2 MetsIRAxH

BN SRS F A S A B R A2 AN AT D (1) P H A0 51 S A0 H I RRAS & B A S0k
JUEAFEHIAM G SO, HEHRA CBREEFTA MBS &R T A

GAIT 122 E¥r it & ARiE

GB/T 6682 7351255 % FH 7K A% AakEe 75 7%

3 ARIBRMEX
GAIT 1221 FL3E I ARAE AN 58 SUE T A B ARG o
4 [RIE

VIR BRSSPI Ea il - A BRI E AR o 2245 PAT BR AR 12 ELRE AR I 0 L,
DAOR BE IR 18] L 5T DA AR Py 21 VA AN 8 1 AR X = FE B AT S R s AR O Hls R AR i
WAREREAT € AT .

5 WF. UEFAARL

5.1 5

AFEARMIEIRIE K N —HK (IGBIT 66828 &) , AT -

a) FEE: HPLC %

b) ZME: HPLC Z;

c) CLTRE:: HPLC %%,

d)  LBROWE: hral;

e) 20mmol/L LB : REL R 1.54g BT 1000mL ZF&EHiH, MAEEKEHEFER R
ZIFE s

—
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£)  NFR NGB O A dE N R
g)  FRAEVITIE W :

1) 1.0mg/mL F5 A Z A TE A TRER PR AEGE &I 43 m BUES 24 T FH 2 AT 0 TR IR HH P A
Wi (4lifE: >95%) 10mg, FEEFRE, B 10mL ZEifH, IAEEFEEHITERE
ZUBE, i EC R 1.0mg/mL 75 A i FE RN A R IE AR VAT . W, B Tk
PURGRAT, IRAFIT ] 12 4N H 5

2)  TEOATETEE A RS AR TRV e b BT L BRI A R R A T A R s
FRUE TAEE IS B 1.0mg/mL B 2 Je H AT A BRI B br 6 2 T v R I AR 15 2, &
TUKFE R 2T ARAT, DRAEISTE] 34 H

h) ARG BRI BT -

1) 1.0mg/mL RIS EAbR HEAE SR RS RIS R AR EY) B 10mg BT 10mL F=IEH,
TINGE & AR w22, BHIK 1.0mg/mL 98 BRbrdEfE 7w . 5, B 1K
FEH AR RIRAE, TRAFISTE] 12 S H

2)  2pg/mbL 9YIEEAARAE TRV FPEL 1.0mg/mL g0 B bR dEfE 2 I oaE B E A BT, 0
N FHEERRE, B2, BCHlA 2pg/mL PRGNS B bR e AR . B, B TUKAE AR
12, PRAFEFTE] 34N H o

5.2 {NI[FAAHL

AR AR

a) ARSI RE O PR IS TR (ESD
b)  HFAHTRF: JE&E 0.1mg;

c)  IRIENRT AR

d) B

e) EIRKGHA;

£) B

6 BIERZE

6.1 EMNH

6.1.1 FERBILE
6.1.1.1 RHEHS
6.1.1.1.1 ik, Ri&HSR

F& HUM A SR K0.4mL, NN LR ZB83mL, JWlEiR A, LA2500r/mini.Co3min, K BiGlE# 27
—iRE T, TE60°C/AKBZRIM FIRT, FREVAREAER (FEE:20mmol/L LFREF (KA E33:67))
100uL =%, AR HT o
6.1.1.1.2 A4S

PREUHTRELH 210,49, N ZBR ZBE3mL, eI A, LA2500r/minEs 05 min, K Bk fsE s —
WEF, E60CKBZ I FWT, HEYHESHER (FEE:20mmol/L LR EIFR (R F7 E33:67))
100pL B %, BEEFRE TLSmLELE S, -20'CA R, K H LL13000r/min L23min, HL_EiE Tt
FE/ANI A, HEACER T -
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6.1.1.2 #=HlHEm

&5 m A R 36 0 2 L RE S R A, — 0 VE NS EIRE S, — 0 N0 2pg/mL ) 75 23 18 HY 25 AR 2 B i H
PRt TAEER 0L, 1EARINEES, & FE6.1.1.1.1886.1.1.1.2, SRR PATEE.

6.1.2 {XZZHM

6.1.2.1 UF{EH
6.1.2.1.1 RHEBIEEY

PURAAE RS, TR IEAS A4S S bt DLdh AT 1 4«

a) A Restek Allure® PFP Propyl FissAREAE (BH BSR4 , 100mmx2.1mm, 5um

7E: Restek Allure® PFP Propylt¥ Restek 2 71 7= i I d 4 8K, 48 tHIX—(5 BN T 7 EARFE A MG A, I
AR IZ= S AT o G S A 0™ S B AR R B R, AT I S S R

b)  VzhAH: AHEE, B:20mmol/L LB, IRBIAHEEEBEMAR T WA 1;
x=1 RERERRER
IR} 18 (min) FEAIA®%) | FEIHIB(%)
0 33 67
3 33 67
7 5 95
10 33 67
c) RiE: 300pL/min;
d)  HE: =i
e) HEFEE: 10uL.
6.1.2.1.2 [RiE&H

LR E RS2, ATARYEAS A28 22 bt AT U

a) BETUE: EBEHEE-EETRME (ESIH

b) AT 2N (MRMD

¢)  BFYEHE(S): 5500V;

d) %S (CAD). SATA(CUR). HALS(GSL). B R(GS2) ) i /<, A RTH & <k
It DASE 0T il 2R M T B K

IR E(DP). filtfE At & (CE)SF R E N B R E, S 5% B.

TEVL Bl PSSR, A BEH R A RN S ARSI E T BB TR
ARG ] L3 2, B ES LE C.

*2 BABRRENELRERSAGMEINEMES X EEEFXMRERE

e)

SEME BT TR B ) A/
a=x/
(mlz) (mlz) (min)
TABEH R 378.4/361.2 378.4/361.2 2.99
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378.4/145.2
472.5/437.2
AR H 472.5/437.2 6.68
472.5/191.4
328.3/310.1
YRI5 TR 328.3/310.1 4.75
328.3/253.2
6.1.2.2 #H¥E
SR I RAERE S 2 EIRE SRS INEE S PR R, $26.1.2. 154 IR BT o
6.1.2.3 iEFE

LTS AR R B A BRI ] B (g R I ] B XS FREE.
6.1.2.4 EMFIHRAKYE

CAOR BN IR) L Joit T RPALL A4 P 28 W RT3 X A 2 52 BT D S 1 P K 3

AR SR G v IR TR B A TR P PR P RS R AAE € b 0, R B N 1) 5 S A
HHRH SEAR ) 5 ) € U R B IR ) LU S, AR IR ZEE+2.50% AP, HL7E P B 150 =F B2 b 5k BEAR AT VR
oF it 125 X 2 B 2 ARDRH R Z2 AN AR SRR AV, U R S S AR it o A £ o 2 T AR e A i
i R o

R3 HAXNBFIEELLNR KR IFEIIRE (%)

HRH TR >50 | >20:50 | >10~20 =10

VT BRI R ZE +20 +25 +30 +50

6.2 TEESH
AFGAIRTE R FH AMRE B P AR 8 40T o
6.2.1 HmEIaE

FEL CERFRE) AR IMIR0.4mL (ERK0.4mL, #H270.49) W4y, IN2pg/mLgyis s v br TAF
WL0pL CAMRERTA D, HIIA LR LB83mL, 42 FH6.1.1.1.1 (866.1.1.1.2) .

SR R BE R 23 AR o 00, IR INIE SRR AT R B A REE B, 1S R DR B B s TR B R
TFES, 5 RAFE R PATEAE . L5 R SR A 2 WD .

FEAFRE P TR N T 2 B A TR IR P IR0 P N AE A p 2 ) 2 Y R P o T A R R RS IO
B, SEPRRE S A0 TR P 2R B A TR IR FR O B T R 1R 2 1) 450% 4 .

6.2.2 LR

6.2.2.1 UFB{FH
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[76.1.2.1.

6.2.2.2 i
S RARE S . R YR A IRE S B SR BEN IR i, 3%6.1. 2. 1A 3ERE 1T
6.2.3 iER51HE

LR GAFRE A« R PR L AT IR i B R BRI ity o i 2 e Y 3R B 2 FOR R Y e AR 2
BRI UETAUE, SRS THEE S AEAE i o o 23 T R B TR IR 3

6.2.3.1 4MERSE
6.2.3.1.1 ShR-TERZRE

FERBIR LA IR d v, DUER 23 e R B 2 IR O BB X AU T RUEL (YD 9ARAR. R
NEFREE AT SR (C) BB REHT MR, BAMETRE.

PR ST il o R 2 e R R 2 JHR I P U T AR, 3% A SR Q) T S SR AR A b ol 0 T A B
IS .

G = 1
b oy
e
C— MM HEABFRIEABRERM SR, AN EZS (ng/mL) BL44 7 5w
(ng/lg) ;

Y——Z A il P R 2 T P A B 2 TR Y A e T A
a——Z kT R AR
b—— AT RE AR A

6.2.3.1.2 MR- ERIE.

HRLAR R R R e 008 PP SRl A TR PP MR, 058 (2) WS A T R
(TP N T TIGES 8

0

AxcC
e 2
A (2)
A
C——ZAFHFE i 7R A R F 2B A TRIE B 08 &, B gl v B2 (ng/mL) B4 5 B e (nglg) 5
A FEAFRE S R A TR R R BT A TR I R IR R TR AR
AN INRE S A TR R 2R B A TR I R I s TR

C—— NIRRT AR R E A BN B &, AN e A= T (ng/mL) BY4H 505 58 (nglg) o
6.2.3.2 HNErE

6.2.3.2.1 Atr-T{EfLZE
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FE R FNIRFERIA IR b, DUER 23 7 PP 2K s 2 R I 55 A b B 0 U TET AR EE (YD) A
b, EABHREEHABREEFNESE (O NMAFRIHMTAIERIA, [EMTE.

AR S AT it o R 2 e R B R S AR IRV T AR B, 35 A S B) TS SR AR R i rp ol 0 e
AR B 2 R R )

£ o s 3
5 3
A
C— R HE AP RIEABREF MR, AN EZA (ng/mL) BL44 55w
(ng/lg) ;

Y——ZPERE dh P 8 B A R 2 TR R S A B U TR L5
a ——Z Ik R AR
b—— AT RE AR AR

6.2.3.2.2 AIr-BERIER.

ARAE SEAEAE St AT AR o 5 24k AR B A R B P 5 AR e AR EL, #2 A5 (4) THEH S
P it R R T R B AR T I

AxcC
o et 4
A 4)
A
C——ZMFE i 7R A R FE 2B A TRIE B 008 &, B gl ve B2 (ng/mL) BR4h 5 & 5 (nglg) 5
A FAFFES R AR R ABRNE S AR I AR L
A INFE SR A TR R B A BRNE 5 AR I T AR L s

C—— R e 75 A8 SR A R P 1 9 B, M 92085 5T (ngfmlL) BRAN S 5 (nglg)
6.2.4 EIEXHEE
RPFRER DL P BETATIIE PG, SRR 24 A R (5) T4

RD= EﬁééiﬂxloO%) ............................................... (5)

A
RD—AHIXHHZE (%) ;
Civ Co— WM BAFEN AT BB E ISR, AN =T (ng/mL) Bigh w5 (nglg) ;

C i3 Ze B AT 5 B 2 45 B P M (Cat C2)J2, B S A2 TH(ng/mL) B4 5 4 3
(ng/g)-

7 SRERITFM



SF/Z JD0107023——2018

7.1 EMDERITEM
7.1.1 PFAMERITEN

DR SR S ol P RS, H B 2 Je R R A TR IBR Y S TINAE h hRe H 7 FR BRI R 2 IR, DA
PESIRATEE; USRS INRR ol o R A Y EE A TR AN AR BR Y, W EAPESE KA AT 5, N4%6. 1EF SR
g o

7.1.2 FAMZERITEMN

DR SR SR ot PG Y o 20 B P A R A R PP LS AR R E TP, WIBH PSS R T 55 Wk A dh
JRERATE, WIFAPELS AW 5, N%6. 1E TR R G .

7.2 EESHERITMN

1 13 SEAE R i BRI O R ZE AN 20% (RS TER A AN 30% ) I, 45 A% iy SEAF A it 5 B 1 22
TSR, 75 2 T E -
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Mt & A
(FRMERR)
BOBRRRMBEAREEFAXER

M (Triptreygium wilfordii Hook. f. ) A%} (Celastraocse) 6 AEEAEY), 2R EHEN
RARGW IR, WRIT AL VSRR A R B R 2 A — . T5 AR RS EEH K
BTG AR . AR .

AT B A BB, ThEEEa RIS IR BERRETE . . USRS R0
. EESLRAEE, QMR RREITE, TRt S 0NIZ B BLOVRYEIR SO 0% . TR P AR
LT SR B NE SR RS 1 A T ThRE R .

AR TNE (Z9129) BIATEGE, Hm2~3 nf i, MRHI B H30~60gnT Hst. A BEEZ
[tk i H40g, A BRAR A B K T 5 AR & 8. T AREH R 1 LDso:  0.725mg/kg K B
f89) 5 0.8mg/kg C(/NRRERHED 5 0.9mg/kg (ZNRUIEVE) 5 0.788mglkg (HEME/NRZL D)
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M % B
(ERHEMIR)
BLBRRZENELKRISREXHREE
B.1 HLBRREMBLKIERSHMRMNEEIAILC-MS/MSS

#B.1 BLKRERMNFAREERSAFRNEENN LC-MS/IMS 23

& EWE TR (mi) | EEE T (mlz) DP /V CE eV {5 B4 B 18] /min
378.4/361.2 17
HABEHRR 378.4/361.2 46 2.99
378.4/145.2 45
472.5/437.2 20
A T 472.5/437.2 65 6.68
472.5/191.4 28
328.3/310.1 27
4% TR 328.3/310.1 60 4.75
328.3/253.2 35
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M % C
(ERHEMIR)
Mi&EH & MRM & &

C.1 ZFHMBRAMRMEILE

3000
2500
2000

1500

Intensity, cps

1000

EC.1 ZHIM&H MRM t&iZE

C.2 MMiEARMEFERBIMRMEIERE]

1766 2
/
1065 / ’

INtensity, cps

00 T T T T T

Time, min

ElC.2 mMiFARMERPELEEER UUng/mL), FBLABEEER (4ng/mL) FIRFRANEEE (50ng/mL) AY
MRM & iZ[E]

(LERARER 29980 3. F A REEH)

10
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Mt & D
(ERHEMIR)
FEFAN M HE
D.1 TI{Eshsk
B R B AT R AE A BN S BRGNS IR ) B e IR, NAMEE R
#zD.1 BERPFLABRRZMELRISHENEMSEE . &MHE. BXREK,. LR (LOD) REET

PR (LOQ)
LNl ‘ LEESEA LOD/ LOQ/
Lok ) &Y ) 28 1 ) ‘
(ng/mL % ng/g) Hir (ng/mL 3% ng/g) (ng/mL % ng/g)

HABF R 5-500 y=0.0205x-0.0552 0.9991 2 5
17

N TG 5-500 y=0.0119x+0.000806 | 0.9971 2 5

HABF R 5-500 y=0.0158x-0.0357 0.9975 2 5
TR

EN 5-500 y=0.0229x+0.0738 0.9985 2 5

HARRER 5-500 y=0.0115x-0.0992 0.9960 2 5

JF
EN S 5-500 y=0.00158x-0.00609 | 0.9956 2 5

D.2 FHNBEE. EHE. EYWRFEFMN

*®D.2 BERPELBRFRNEFLRGROBEE. ERE. EYRMEFN

FE 2 EIRSD (%)
WINEE & & HERE | FREEIE FE 5N
i) a=x/ HA H [a]
/(ng/mL % ng/g) 1(%) 1(%) 1(%)
(n=6) (n=24)
10 1.81 7.77 96.28 89.22 93.24
ENE LS 100 497 4.85 90.61 86.96 93.31
Bl 400 3.08 6.84 97.75 75.46 89.86
10 8.08 8.55 105.80 61.08 85.91
TN TR B F
100 4.09 8.67 104.93 62.57 82.06

11
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400 4.01 6.04 102.36 67.11 91.78
10 5.41 6.61 101.40 102.98 98.94
HABHER 100 5.48 9.39 97.53 92.18 105.96
400 3.15 6.19 99.66 94.30 103.02

SR
10 8.00 9.11 94.22 83.98 84.84
CiN; 100 8.39 8.47 93.05 80.82 82.37
400 5.36 7.04 98.83 89.88 91.78
10 4.24 9.29 102.48 82.68 92.05
HABEHE 100 2.25 5.08 96.68 84.44 94.84
400 2.93 6.61 102.97 85.18 103.30

liis

10 8.27 10.62 101.20 73.76 89.91
AR 100 5.33 12.27 93,51 74.14 76.67
400 10.79 12.58 94.22 85.52 79.61
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