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Determination of 61 Hormone Residues in Soil by QuEChERS/High
Performance Liquid Chromatography — Tandem Mass Spectrometry

REN Xue-dong”, WANG Lu, XIONG Shuang

(Liaoning Provincial Research Institute of Analytical Science, Shenyang 110015, China)

Abstract: A QuEChERS/high performance liquid chromatography — tandem mass spectrometric
(HPLC — MS/MS) method was developed for the determination of 61 kinds of hormone residues in
soil. Samples were extracted with acetonitrile, and then purified using QuEChERS method. Analysis
on the targets was performed by electrospray ionization mass spectrometry in positive or negative
mode, multiple reaction monitoring( MRM) mode was used for collection, and matrix matched stand-
ard curve method was selected for quantitation. Results showed that 61 analytes showed good lineari-
ties in their respective ranges, with correlation coefficients(r*) between 0. 991 8 and 0.999 8. The
limits of detection( LOD, S/N=3) were 0.01 —2.3 ug/kg while the limits of quantitation ( LOQ,
S/N=10) were 0.03 =7.5 pg/kg. Recoveries for the target analytes at spiked levels of 10, 50 and
200 wg/kg ranged from 62. 6% to 102% , with relative standard deviations(n=6) of 1.0% —11% .
The method is simple, rapid, replicable and high stable, and could meet the requirements for deter-
mination of 61 hormone residues in soil.

Key words: high performance liquid chromatography — tandem mass spectrometry ( HPLC — MS/
MS); QuEChERS; hormone residues; soil
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TR N FTAEARIRIE . LC - MS/MS ST, WEE 24 By, HBEAG &k
Ve, EREE . EEERME, NSRS INER . E b B LRNE R R ) LC - MS/MS ik
EAHGE, (HERE T 61 i FEE M LC - MS/MS ¥ AR WARE .

T A I AR ST AT T v T A R G BUE . MO IR EGE . B IREGE . BT AR
BUACEUE (MSPD) RINEEE R AU (PLE ) 48 {HALS 7 k00 BRE B, $RBUNH . #EAaHLIE R,
HI AR ™ . QuECKERS 3T 2003 4EIER K AT 00— TP BB 77 v, BARRE . WAME.
PRI U PRI . SPEREE BB N BB E NS %057 A8 81 3 E T b K 2 (AOAC) Fl
R ARSI ZS G122 00ATT, R TAY . SRR RE S b e . B2k B TR SRS e 5 2 2%k
YR . HRH QUECKERS B g7 i R E 1338 rh 61 Fhifl 265% B BWF 72 I AR WARE .

AR QUECHhERS BARBEATRESHHTALER , ST O ARE S BT AL B R (. — B v 4, #r 7
I E -3 61 T 25k 5 (4 FhMERSE . 6 Fhamiii e, 5 FhAEIEe . 42 FholE R B = Al 4 Fhak & i
K E) BB AR ATE - BRI (HPLC - MS/MS) 3%, Wl HHE i 328k etk . & il
PRI

1 KBS

1.1 UFE5RH

Agilent 1200/6410B JAH A — H VU AR AT BT i 156 A ( SE 1R 2384820 m] ) 5 CTI4RD B0 AL( K 3E
BREAAERAIR2AT]) 5 TTL - DC I BRI EWGR4EA (AR [ ZR B R AR 2 7] ) 5 TKA Pstizs)
a5 (fEE IKA A7), Milli-Q #ali/k R4 (£E Millipore 24 F]) o

61 PP FARME I KT 95. 6% (W) THE[ Dr. Ehrenstorfer 23 w) NI Tre 23 w]FH [E 24 5
ISR ERT) 5 WREHF]: N-PIEEZ i (PSA) . /3 S HERE (Chg ) o I PESELER (Alu - N) |
AR B (GCB) (REBEAISN/RBHA R A w]) 5 HEE(SEE Fisher 4w)) . L (Sigma 24w)) . H
% (it 520 /) ¥ el JTooKERE: . &b, ZUK(EZERZERFIA R AR ¥k apradi; 5C
3 K B atiK
1.2 FREBRRIIESH

HETFRUPRIE 55 10. 0 mg(KEHHZ 0.000 1 ), ET 10 mL FREAF MY, DHFHERITER R
ZIEE, BB 1.0 mg/mL (SARREE RS WE, T —18 C TR HRMAE. 4> DB E RRERE 510 1.0 mL I8
&, HHEEEZE 100 mL, i) 10. 0 pg/mL PIRSMEE R, T - 18 CTFRHRA. ¥ iR
BN B B BB R AR R S bR TR, M T4 hibniEdh 22
1.3 @iEsEH
1.3.1 EBEFERX @itk ZORBAX SB - C, (1.8 wm, 3.0 mm x 100 mm) ; FEik: 25 °C; k.
0.3 mL/min; #FFE&E: 10 pL; HEAH: A ShOHE, B o 0.1% HIREEW; PREEVENIFEF: 0 ~3 min,
68% B; 3 ~12 min, 68% ~25% B; 12~14 min, 25% B; 14 ~16 min, 25% ~68% B; {#4%9 min,
1.3.2 ABFER @ikt ZORBAX Extend — C\g(5 wm, 4.6 mm x 150 mm); AE3E: 30 °C; ik
0.3 ml/min; BEFER: 10 pL; JaAH: A s B b 0. 1% ZUKEW; BRETEBIFEF: 0~ 1 min,
70% B; 1~1.01 min, 70% ~60% B; 1.01 ~4 min, 60% B; 4 ~4.01 min, 60% ~40% B; 4.01 ~7 min,
40% B; 7~7.01 min, 40% ~20% B; 7.01 ~10 min, 20% B; 10~11 min, 20% ~30% B; 11 ~15. 1 min,
30% ~50% B; 15.1~20 min, 50% ~70% B; {#%§ 10 min.
1.4 &

HUBESS B FIR (EST) 5 IE& FE S TR, 2R MM (MRM ) SRETF A FRASIRE: 350
C; FEAWHE: 9.0 L/min; AT : 241.3 kPa(35 psi); BAEHE: 4 000 V., & HsMLEY
TS RESH WK 1,
1.5 #HHEHE&

IR A P BH D A 4= SR T IR X R 2 £ (0~ 20 em), SR B AR E X T,
it 60 HiftE & H .
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Table 1 ~MS acquisition parameters of 61 kinds of hormones
Retention Parent X Collision
Compound e ESI ion Product ion Fragmentor energy
(min) mode (m/2) (m/z) (V) V)
Estriol ( #f =%) 8.40 - 287.2 171.0*, 145.1 170 35, 40
17-c-Estradiol ( 17 oe-JHE %) 14. 03 - 271.2 182.8, 145.2°* 170 45, 40
17 a-Ethinylestradiol ( 17 a-bRHEE ) 14. 60 - 295.2 159.2, 145.2°* 160 35, 40
Diethylstilbestrol ( T\ 4% MER ) 14. 80 - 267. 1 237.2%, 222.1 140 25, 30
Hexestrol ( & MER; ) 15.20 - 269. 1 134.1, 119.1° 120 8, 40
Dienoestrol ( XU MERN ) 14.90 - 265. 1 235.0, 93.1* 140 20, 25
Estrone ( i) 15. 10 - 269.2 159.2, 145.1° 150 35, 35
Zeranol ( EARARERE) 5.20 - 321.1 303.2, 277.2* 150 15, 15
Norethisterone ( KR i# ) 13. 46 + 299.2 231.3, 109.1" 120 15, 25
Chlormadinone acetate ( 5T HbZ2 0 ) 16. 87 + 405.2 345.2, 309.2* 115 10, 12
17-a-Hydroxyprogesterone ( 17 a-#22[ifi ) 14. 18 + 331.2 109.1", 97.1 120 30, 30
Progesterone ( Z2[ifi] ) 17.93 + 315.2 109.1, 97.1° 120 25, 20
Melengestrol acetate ( i 2422 17. 67 + 397.2 337.2%, 279.1 110 10, 20
Megestrol-17-acetate ( [T B b Z2fii) ) 17.26 + 385.2 325.2, 267.2" 110 10, 15
Testosterone ( Z2{ifi ) 13.38 + 289.2 108.9, 97.0* 120 25, 20
17-a-Methultestosterone ( F FL 52 i ) 14. 41 + 303.2 109.2% ) 97.2 120 30, 25
Boldenone ( 225 S21i) 12. 47 + 287.2 134.9, 120.9" 100 10, 25
19-Nortestosterone ( 19-25 H S£[ifi) ) 12. 40 + 275.2 257.4, 109.0 " 130 12, 25
Trenbolone ( #£5) ) 11. 80 + 271.2 253.2", 133.2 130 20, 25
Triamcinolone ( #2274 %) 2.10 + 395.2 357.2%, 225.2 95 9, 15
Prednisolone (% JE A ) 5.39 + 361.2 343.2*% | 147.0 89 , 20
Hydrocortisone ( Z AL 0T 424 ) 5.27 + 363.2 327.1, 121.1° 130 15, 30
Prednisone (J& JE2) 5.73 + 359.2 341.0, 147.1° 110 5, 25
Cortisone ( W] {#2) 6.00 + 361.2 163.1", 121.1 140 25, 35
Methylprednsolone ( HH KL% JE A ) 8.20 + 375.2 357.1%, 161.1 100 5, 20
Betamethasone ( {Zt kAR ) 9.34 + 393.2 355.0, 147.0* 100 , 25
Dexamethasone ( 1 ZEKA2 ) 9.30 + 393.2 355.2, 147.1* 96 5,29
Flumethasone ( 55K ) 9.22 + 411.1 253.1%, 121.0 100 10, 35
Beclomethasone (%5842 ) 10. 32 + 409.2 390.97, 147.0 100 8, 35
Triameinolone acetonide ( Jj 222 78) 10. 90 + 435.2 397.0, 339.1" 100 10, 12
Fludroxycortide ( 8 & 4642 ) 10. 82 + 437.2 181.2, 121.2* 140 40, 40
Triamcinolone diacetate ({2274 ¥ A BEER AR ) 11. 41 + 479. 1 440.9, 321.0* 100 3, 12
Prednisolone 21-acetate ( % JE #A LB TR S ) 11. 64 + 403. 1 384.8, 147.2* 100 3,25
Fluoromethalone ( 5K ) 11.43 + 377.2 321.1, 279.1°* 100 5, 10
Hydrocortisone 21-acetate ( Z Ak W] VARSI AR ) 11. 60 + 405.2 309.1%, 120.8 130 15, 35
Deflazacort ( #R a]4F) 11.92 + 442.2 142.0, 124.0" 160 35, 50
Fludrocortisone 21-acetate ( FiE, ] A BEER S ) 11.70 + 423.2 239.0", 120.9 150 20, 40
Prednisone 21-acetate ( 1% JE PR A S ) 12. 10 + 401.2 295.0, 146.8 " 120 8, 24
Cortisone 21-acetate ( W] (AABETREY ) 12.20 + 403.2 343.1, 163.1° 142 17, 25
Methylprednisolone 21-acetate ( F 3%i% JE ¥ Jp BE TR HR ) 12.70 + 417.2 399.2*, 253.1 95 5, 20
Betamethasone 21-acetate ( fZ i kAN B TE S ) 12. 67 + 435.1 337.1, 309.1°* 100 8, 8
Budesonide ( i 1 23 ) 14.13 + 431.3 413.3% | 147.2 100 6, 35
Hydrocortisone 17-butyrate ( &AL ] B4 T RS ) 13.43 + 433.2 345.0, 121.0* 130 8, 25
Dexamethasone 21 -acetate ( 1 FENAABETATNS ) 13.01 + 435.2 337.2, 309.2* 94 5,8
Fluorometholone 17-acetate ( JF K W EEER NS ) 13.53 + 419.2 321.2, 279.1° 105 8, 10
Hydrocortisone 17-valerare ( EAb 0] AR R TRES) 14.74 + 447.2 345.1, 120.9* 130 8, 35
Triamcinolone acetonide acetate( i Z2Zs fEEEERHS ) 14. 63 + 477.2 339.1*, 321.2 105 12, 15
Fluocinonide ( JREAVABETRAS) 14. 38 + 495.2 337.1%, 121.0 110 10, 10
Diflorasone diacetate ( — JiFi #A WESERTE ) 14. 24 + 495.2 317.3*, 278.9 110 8, 12
Betamethasone 17-valerate ( fi{th kAR RS ) 15. 49 + 477.2 355.1, 279.1°* 110 8, 15
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(8:%1)

Retention Parent . Collision

Compound time ESI ion Product ion Fragmentor energy

(min) mode (m/2) (m/z) (V) V)

Prednicarbate ({% J&. =g ) 16.37 + 489.2 381.1, 115.0* 100 3,10
Halcinonide ( B3 P4 ZS18) 15.78 + 455.2 120.9, 105.0°" 150 45, 65
Alclomethasone dipropionate ( B 58 KA S P FRTE ) 17.82 + 521.2 301.2%, 279.2 110 12, 10
Amcinonide ( ZZPH53E) 16. 50 + 503.2 338.8, 321.1" 100 10, 13
Clobetasol 17-propionate( &%t PITRNS ) 16.23 + 467.2 373.2%, 354.9 100 8, 10
Fluticasone propionate ( FR-RAANIRES) 16. 08 + 501.2 313.1, 293.1° 105 8, 12
Mometasone furoate ( TLKAMAABEERS ) 16. 59 + 521.1 503.0", 263.1 100 3, 20
Betamethasone dipropionate ( fZ K pA X PIETE ) 16.77 + 505.2 318.9, 279.1* 105 12, 15
Beclomtasone dipropionate ({58 KAA M N ERES ) 16. 60 + 521.2 503.0", 319.1 110 5, 10
Clobetasone 17-butyrate ( G A T RIS ) 18. 48 + 479.2 342.9, 278.9* 130 15, 15
Fluocinolone acetonide ( FRIRHA) 10. 98 + 453.2 337.0, 121.0* 110 10, 40

# quantitation ion

1.6 HEmaribiE
1.6.1 32 B BUFESHS. 0 gCREREE0.01 g), BT 50 mL HEEE.LE P, A5 mL K, FE/MRhER
211 min J5, MEFIIIA 10.0 mL ZJ, WIERE 2 min, HHIA QuECKERS A7 #1(4. 0 ¢ To/KHIRREE
1.0 g &AL, FEMRIRIRAIE, BEFUOKB IR, 164 CFLL9 000 r/min B0 10 min, B L
WTF B—g0iEd, ik,
1.6.2 & A FERAGALES O HEFIIIN 600 mg T/KHEERES . 200 mg Hr P LARH 200 mg PSA
FESF RIS 1 min, LA9 000 r/min 5.0 10 min J5, FEEHHE 10 mL HIEZIEREH, F45 CK
B TR ZIET, NI 10 mL 30% ZBKIEHER, W30 s, i 0.22 wm AHLIENEE, I,
1.7 EREET/ERZRNZLEH

IS AREBRES, # 167 AMBEWRAE T, M “L27 BEHERSVHETERE, EAZE 1.0
mL, WHERS), i 0.22 wm AHLIENEE EALIE, bR Tk,

2 HRE5VR

2.1 JRIEEHRMRL

RS 61 Fhigh R A0HE 57 PP PRI (4 FIMERLEE . 6 PRI . 5 PR 42 Pk B i %)
4 FhAE 2RI E" . SR E. AR T IS S T AL, 2580, MagE S Fokk
TS T RAORH IR NI ST ESLIEM s FRET e, B (M -H] &+, Hip
R SRR A e B R R T IR, e AW E A T SR, (M +H] "
W B, Hp R S e (R AT B me AR b i 50% DL . FESbSERE &, #E—S ik
WEZLEE (Fragmentor) | fif#RE & ( Collision energy ) AT H bRl &4 ) £ &5 - FIRE .- 25 1) e . 5
KAk, FHEERAEN TSR . WS AT B b &3 A R IF0m B{E . 61 Fhig Bk
RESHEIE 1,
2.2 BIEFEGHIEE

4 B A S T 0 285, A ST IE . T AR il S At

AT BET A MAETAAHER (FEE - K, B -/K. HEE-0.1% HERER. L8 -
0. 1% FIRIET) M4 By, 25BN, LIZHE -0. 1% H IR A TR A O] 415 B U0 (o 304 T S 4
) R, BE— 4% T ZORBAX SB - C (1.8 wm, 3.0 mm x 100 mm) . ZORBAX SB - C (3.5
pum, 2.1 mm x 150 mm) Fll Eclipse XDB - C;4 (3.5 pwm, 4.6 mm x 150 mm) {03845 1) 7 2508, LB
ZORBAX SB - Cy4 (1.8 um, 3.0 mm x 100 mm) %} HARb S P00 0 B R . REUE . @ik g8 50,
1E 1317 MBS ST, 53 P StaiR B i nE 1,

TR BT 2 MORERSIHRR (20 - K. 25 -0. 1% ZUKIER) B 8UR, &2



1040 Sy IR AR %538 %

i —0. 1% ZUKEWCR R s B brib & 90 43 100

B Y . TS 0. 1% 80

FUKE, H pH {EXF) 10.0 A4, Kk H T _ 607

it pH 2.0 ~ 11. 5 i [#l i) ZORBAX Extend — C,, 40-

(5 wm, 4.6 mm x 150 mm) A%, EE TR I 207

BIAr B R . 78 “1.3.27 it & T, oz

H Az 8 M PRI i K LI 2,

2.3 HmarEEGNmRNT 1 EESTRET 53 RIS T ke
2.3.1 B fR {ﬁ%;ﬁ%%u[ﬁ%ﬁ%é\%wj Fig. 1  Extracted ion chromatogram of 53
P AELE, F R GE A s i, i b hormones under positive fon mode

BESHEHGAR L AT, WA X 0
R PR RS AP R, B

e 5 AR AR 10 7 A TC Y 9 55 Shao 55107 " l, A
MR R, SPLA ZH 2 SR o R 2 i 25 5 2 0 , ; . — .
<20% , 178-ME —FE < 5% . Yang %™ 7t i ¢ w0

%,mw\%\¢%¢%W%ﬁﬁ%E$%ﬂ£ B2 S TR T 8 P i S T
BEff oA TR E 45 R T0 22 5. BAR L Y 3) Fig.2 Extracted ion chromatogram of 8 hormones
Yk (LUK . 2B ERYE PR under negative ion mode

#, (HEMERE S HEAEEARD, WIEFEL FERX . R HIEE S P E R IR, 2EE
HILLBIARA, AT Lor Rt a) 5 A, ASCIn A WSR2 TR . 27 IR SR B SR TR B 3SR Ak 1
RH, HERES R T TR TR

2.3.2 QUEChERS # A& HFMMA  SRBUSTINGESE: o1 MR IMbEM Z R satk sl Hh 4%
P, MR HAL SRS TR 2 B R bR AR S SCRR 111 B T RBUA NI . IR, 22
FRIOPEEER . 4R an, HERMETRCRAME;, RO LETWIE L, A5, i HEER
PREUE AT DL/ D ISR EYy, [ A DUE SRR MIMER, Bk H g b3 Bss ),

LSRR P H BRI PSA | C . HPEEMRER & GCB, Hip PSA il HF 2 P2 BUR
A RERFIBER YT C g S R ELEE B R IFIUBRARRE /) GCB ml LBRIEHUR Az, HXFER
B REM DML S A BB B IR 0% ARSI EL T bk 4 Rz FR I 61 Foft H bR 0z R O
1£ 200 pg/LIRAPRIE 20 5 DI LRz 5] 100 mg, FE4MiR2A). B0 EHLNE ., 4508,
GCB X FI W B AR 5 5 C o SR AT AR KRR 5 107 PSA 55 vt 4l A R0 K 240 H bR v W B 45
2, 61 FEH RPN 5351k 81. 5% ~ 103% F1 87. 9% ~103% , IR AL I BE— k. M4+
R, 48T PSA(50 ~1 000 mg) . HPEEIBER (50 ~ 600 mg) K ike Bt /K AE F ) JE /K Bii iR
££(200 ~ 1 000 mg) ) FH i, & BILL 200 mg PSA | 200 mg Hr:44b4ER & 600 mg To/KBRIREE Fid Ak FI40
ARSI TR, SRR AR SR BR SR 1. 67 PR,

2.4 ERIYIHIFNT

LC — MS/MS {8 OO, R 43 A4 () s HA 2L 505 0 WS 55 - 55 - Ab 3S0 r 8, BIVARRI 20 73
SRS BB E SR R T B T R AE T 4™ . LT s SR Sy AR (S T )
(B TH98) HARE 004 R S B o B, Ry s e i) i 25 SR ARG 2 B A 0 2 . 6 A 7 vl =R
(FE T DT ARV WP A s v 1R 210 ) 238/ T0 B b v T B VR PR b 2o B3 — 1) x 100% BEFT T
N PUERRIERE DRI, AN 2R TEFESE TOM AN, 246 FoF (7680 A ) 286 W 5 S0 o7 i
ASEE 61 M-SR B ROV AT VIR (W3 2) , BRI ERMRERE . Pnml, MR Remn
TR TRER O FL TRV AL AN, KEB 3 AL S Py A AEAS IR B 1) 3G 5 I 2082, i DA G A U T2 i |
P GORPA TR . SR 2 PIMRAS . SR A A BREIR IR ) 5 TR0 8 s i H S o A i SR P T o) 26 JBe e
BCARIE TAE I A THBR AL TS0, RESEH A I 3R A% B8 BRI 255K
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2.5 ZMEE. KHREEETR

F2 <177 JRkBLl 6 MR KRR BT ECR S bR TR, EALE , DR i i ik B
ot HLM RAAR 22 bR e Hh 260 61 R HARE S 7E & AN LR, MERE(F) 790.991 8 ~
0.999 8, SRHPRERMEIATIE, LIE RS FEMLL S/N=3 153 61 fHtrib &9 i0fs iR (LOD)
470.01~2.3 pe/ke, LLS/N=10 B85 & FH(LOQ) %#0.03~7.5 pe/ke( WFE2) .

2 ol MRRNPHIEEBULY . KR . E R TIR, SPEEE . PRI bR ER 2 (n =6)

Table 2 Matrix effects, LOD, LOQ, linear ranges, average recoveries and relative standard deviations of 61 analytes(n =6)

Matrix LOD L0Q Linear Added 10 pg/kg Added 50 pg/kg Added 200 pg/kg

Compound effect range Recovery RSD Recovery RSD Recovery RSD

o) MR L ) ) ) ) ) (%)

Estriol -3.94  0.05 0.2 1~200 86.7 8.4 78.1 4.0 80. 4 1.9
17-a-Estradiol -10.8 0. 06 0.2 1~200 84.6 6.6 80. 1 2.6 73.2 2.3

17 a-Ethinylestradiol -8.83 0.2 0.5 1~200 90. 4 1.8 82.4 2.8 79.9 1.4
Diethylstilbestrol -15.2 0.02 0. 05 1~200 77.6 6.4 71.4 1.7 71.1 1.7
Hexestrol -8.29 0.02 0. 06 1~200 92.7 3.7 78.8 2.6 82.4 2.1
Dienoestrol -11.6 0. 01 0.03 1 ~200 88.3 3.6 76.6 5.4 72.6 2.8
Estrone -9.49 0.02 0.07 1 ~200 90.9 6.9 80.8 3.7 75. 4 3.2

Zeranol 0.48 0.3 0.9 1~200 93.1 2.5 83.4 2.6 80.3 3.8
Norethisterone -0.31 0.2 0.6 2 ~200 65.0 5.8 75.6 3.5 74.3 2.2
Chlormadinone acetate 8.30 0. 06 0.2 1~200 95.9 4.8 90. 4 4.2 82.7 2.8
17-a-Hydroxyprogesterone -4.53 0.07 0.3 1~200 81.3 4.8 77.6 4.3 72.7 2.3
Progesterone -2.65 0. 06 0.2 1~200 78.5 3.3 75.0 3.4 73.6 2.0
Melengestrol acetate 7.23 0.1 0.4 2 ~200 93.5 4.0 91.3 4.2 86.5 3.5
Megestrol-17- acetate 2.17 0. 06 0.2 1 ~200 91. 1 5.2 88.6 6.1 82.2 1.4
Testosterone 1. 11 0. 06 0.2 1~200 65.8 4.7 71.8 1.4 71.6 1.3
17-a-Methultestosterone -4.27 0.09 0.3 1~200 70.6 5.2 72.9 1.6 73.9 2.6
Boldenone 3.77 0.07 0.3 1~200 71.5 8.3 73.9 3.8 71.4 1.5
19-Nortestosterone 2.70 0.09 0.3 2 ~200 101 2.4 76.8 2.4 71.0 1.0
Trenbolone 3.37 0.1 0.4 2 ~200 62.6 3.6 74. 6 2.1 75.0 2.2
Triamcinolone 4.30 0.2 0.7 2 ~200 92.2 3.7 84.9 3.3 84.5 1.9
Prednisolone 11.3 0.4 1.3 2 ~200 82.0 5.8 83.9 4.3 82.0 1.2
Hydrocortisone -9.00 0.2 0.5 2 ~200 68. 8 7.2 79.9 5.6 81.6 1.2
Prednisone 13.4 0.3 1.1 5~200 90. 1 3.9 79.5 1.5 80.1 2.8
Cortisone 6.20 0.07 0.3 1~200 63.1 4.8 72.4 3.1 76.0 1.2
Methylprednsolone 6. 60 0.5 1.7 2 ~200 77.6 5.0 83.8 3.4 80.5 4.5
Betamethasone -0.50 0.3 1.0 2 ~200 85.8 3.7 84.2 1.8 78.8 2.6
Dexamethasone 2.60 0.5 1.7 2 ~200 76. 4 4.4 83.3 3.9 81.7 4.3
Flumethasone 13.5 0.4 1.2 2 ~200 86.8 5.3 87.1 6.5 91.8 1.9
Beclomethasone 11.3 0.6 1.9 2 ~200 97.6 2.6 91.3 5.2 92.5 2.6
Triamcinolone acetonide 7.00 0.6 2.0 5~200 96.5 3.8 92.5 6.0 92.8 1.7
Fludroxycortide 2.70 0.6 2.0 5~200 76.4 7.0 101 1.6 99.8 3.2
Triamcinolone diacetate 17.5 2.3 7.5 10 ~200 80.3 5.4 93.2 5.5 96. 1 2.0
Prednisolone 21-acetate 0. 56 0.7 2.2 5~200 90.0 5.4 88.9 5.7 79.2 2.2
Fluoromethalone -4.10 0.2 0.4 2 ~200 88.5 2.3 87.8 5.1 77.8 2.2
Hydrocortisone 21-acetate 7.10 0.4 1.1 2 ~200 94.7 3.2 96. 4 2.9 87.1 1.7
Deflazacort 8.00 0.09 0.3 2 ~200 98.7 3.4 90. 6 7.7 91.3 3.7
Fludrocortisone 21-acetate 2.40 1.1 3.7 5~200 94. 4 2.7 92.2 5.8 94.4 2.7
Prednisone 21-acetate 1.30 0.8 2.5 5~200 89.2 4.8 85.2 1.7 85.6 3.2
Cortisone 21-acetate 6. 10 0.1 0.4 2 ~200 94.2 4.1 91.2 5.1 80.6 4.2
Methylprednisolone 21-acetate 13.1 0.9 2.8 5~200 86.0 1.8 86.2 2.8 95.5 1.7
Betamethasone 21-acetate 8. 60 0.8 2.6 5~200 99.9 2.2 84.9 4.9 78.6 3.0
Budesonide 11. 4 0.5 1.6 2 ~200 91.9 4.1 86.8 4.5 98.8 2.5
Hydrocortisone 17-butyrate 4.40 1.0 3.4 5~200 88.4 7.2 86.0 3.1 84.8 3.5
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(4:32)
Matrix LOD 10O Linear Added 10 pg/kg Added 50 pg/kg Added 200 pg/kg
Compound effect range Recovery RSD Recovery RSD Recovery RSD
) MR ke ) ) ) (%) (%) (%)
Dexamethasone 21-acetate 5.20 0.4 1.3 2 ~200 95.6 2.0 78.4 4.1 80.3 1.6
Fluorometholone 17-acetate 4.70 0. 06 0.2 1~200 102 1.1 84.8 3.5 86. 4 2.0
Hydrocortisone 17-valerare 8.90 0.6 2.0 5~200 96. 8 2.9 89.1 1.9 95.3 1.3
Triamcinolone acetonide acetate 5. 90 0.3 1.1 2 ~200 96.9 2.7 85.6 2.7 93.9 1.5
Fluocinonide 7.10 0.6 2.0 5~200 99.0 3.2 85.7 2.8 78.2 1.3
Diflorasone diacetate 27.6 0.9 2.9 5~200 86. 8 2.1 94.2 5.0 98.7 3.2
Betamethasone 17-valerate 15.2 0.8 2.7 5~200 9.1 4.8 96.9 3.0 96. 8 2.0
Prednicarbate 7. 60 0.2 0.4 2 ~200 98.1 3.3 86.5 2.0 79.7 2.5
Halcinonide -4.40 0.6 1.8 5~200 86.6 11 102 2.0 94.4 2.0
Alclomethasone dipropionate 20.9 0.5 1.6 5~200 102 1.5 93.5 4.4 94. 1 2.1
Amcinonide 5.90 0.2 0.6 2 ~200 85.2 4.2 95.0 2.2 84.7 3.4
Clobetasol 17-propionate 21.0 0.2 0.6 5~200 89.9 8.8 101 2.7 99.0 2.6
Fluticasone propionate 9. 80 0.2 0.6 2 ~200 81.9 3.2 85.4 2.5 86.0 4.1
Mometasone furoate 22.4 0.3 1.1 5~200 88.6 9.0 84.8 3.7 85.1 2.8
Betamethasone dipropionate 18.4 0.2 0.4 2 ~200 92.2 6.9 92.1 3.4 101 2.3
Beclomtasone dipropionate 8. 60 0.4 1.1 5~200 98.3 3.0 98.1 1.9 86.5 3.3
Clobetasone 17-butyrate 7.80 0.5 1.7 10 ~200 89.9 9.8 78.2 2.8 88.2 3.1
Fluocinolone acetonide 7.70 0.9 3.0 5~200 88.7 5.0 102 2.9 99.9 3.9

2.6 MEWRSBEXNIRERE

lin) 28 S FE A A PR N 3 AR BEKR- (10,500 200 pg/kg) B9 61 Ff HARME S W IR SR ERNR, 1%
“1.67 JPEBHTHIACELG EHLE , BNREEACEAN 6 A PATSEE . THEARE) 61 Rl a2 ik
R 62.6% ~102% , HGFRHERZE(RSD) 4 1.0% ~ 1% (WA2) .
2.7 SEBRFFmEYIE

AR T3 3 R B D AS [ 3t SRR 00 SRR S TR N, 76 1 et PR =8, RN 5.3
ng/kgo
3 &

ARSCEEST 1IE F 3 61 Pz 28254719 QuEChERS/HPLC — MS/MS J7i%, {4 4 FhfERR . 6
FPZRR | S FRERR . 42 FIWE B TR 4 FhR SRR . R EESCIARE T, 61 PRI
FRA0.01~2.3 neg/ke, E& FHRM0.03~7.5 peg/kg, FIMICE A 62. 6% ~102% , RSD A 1. 0% ~
11% o ZITERE BT LB AMIG . TP . RETRE, E& T PRy E N, €5
T
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