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Abstract: A high — performance liquid chromatography — tandem mass spectrometry ( HPLC — MS/MS) method
was established for the simultaneous detection of 48 stimulants such as 3, — agonists, B — blockers, diuretics,
glucocorticoids, and anabolic agents in animal urine. The sample was extracted with 1% formic acid acetonitrile,

added sodium chloride to make the layers, dried under nitrogen at 40 °C, redissolved in acetonitrile aqueous
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solution (V/V, 5:5, containing 0. 1% formic acid) , and separated by C,; chromatographic column. 48 kinds of

stimulants such as clenbuterol can achieve good separation and good repeatability. When the spiked level is the

limit of quantification, the recovery rate of the target compound is between 60% and 120% , and the relative

standard deviation is 1. 0% to 19.3% . The method is simple, fast and accurate, which greatly improves the

detection efficiency. It has been applied to routine doping detection in laboratories, and provides strong technical

support for ensuring the smooth progress of sports events.

Key words: high performance liquid chromatography — tandem mass spectrometry ( HPLC — MS/MS) ; animal

urine ; doping
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(2022 AFEE T B Y AR E L E B, - Wsh I,
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mm x 100 mm) ; F:3 .35 °C; #EFE RS pl; i . 0. 3
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VLB A AR 0. 1% HRKIEH, B AHM 0. 19% R
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80% A ;2 ~6 min:40% A ;6 ~8 min;20% A ;8 ~10.5 min:
10% A;10.5 ~15 min:95% A, fEiEH: 2 FhH. A AN
0. 1% HFRIKA, B FH A RS Z G, BRREVE BT .0 ~
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WA (AT — ERIBE BT A AE

2 BRESW
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Tab 1 Mass spectrometry parameters of 48 stimulants and 22 internal standard substances

, - BT SE T FEPE i SRR B L
g g o 5 i
A L fee P BB (mz) BT (m/z) BT (m/z) HUE/V /V
A
ey ESI* 277.0 202.9 168.0 16/29 49
( Clenbuterol )
s &
2 i ESI* 240.2 148.0 166.0 18/10 42
('Salbutamol )
S T 4 v
3 ﬂéﬁéﬁﬂj‘ ESI* 302.0 164.0 121.0 15/22 53
(Ractopamine)
rg; b
4 Hiﬁm&k ESI* 226.3 152.1 107.1 16/30 45
( Terbutaline )
Y2
5 BREY ESI* 416.3 398.2 380.2 14/18 69
( Salmeterol )
N
6 ey ESI* 304.2 107. 1 135.0 27/17 56
(Fenoterol )
s TA S
-HEHE 7 EARE ESI* 228.2 154.0 118.0 16/28 45
( Tulobuterol )
ik
8 BAtES ESI* 292.2 236.0 133.0 16/24 51
( Penbutolol )
3 ==
9 @g%‘g ESI* 220.2 202. 1 143.1 10/23 35
( Cimaterol )
1) -
10 %J:H;i% EST* 184.1 166.3 135.3 110/15 31
('Adrenaline)
11 HEWY ESI* 263.1 132.0 203.0 27/18 38
( Clenproperol )
3,251
12 QEEP I%?JAW ESI* 272.0 107.2 255.2 25/14 65
( Higenamine )
13 HAFGEER) ESI* 346.2 164.2 149.2 19/51 63

( Tretoquinol )
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Yil = & i A " "
251 F5 e Hf B (m/z) BT (m/z) BT (m/z) HLE/V /v
e 9t o
14 HRHER EST* 260.1 116.1 155.0 18/25 68
( Propranolol )
n R IR S
B — FHMWT I 15 (Bif' {ﬁ’i‘) ESI* 267.1 145.3 190.3 25/18 61
enolo
-k i
16 (l\%i{‘{%f\l) ESI* 268.1 116.4 159.3 17,20 63
etoprolo.
= 7—“ il
17 M ?%ljf@ﬂ ) ESI* 301.2 121.0 148.9 24/14 41
elandienone
) DA
18 <gjt Jéimji) ESI* 3290.2 81.4 95.4 41/39 150
anozolo.
% N
19 i ESI* 303.2 97.0 108.9 24/26 83
( Methyl! testosterone )
20 aLssid . EST* 345.2 97.4 109. 4 23/28 61
( Testosterone proplonale)
21 (N ﬁii? ) ESI* 275.2 109.0 239.1 26/16 71
androlione
22 l—ﬁ@dﬁﬁf ESI* 331.2 257.1 275.1 15/17 66
( Nandrolone propionate )
EHRHTIZE 23 Kl _ ESI* 407.2 104.9 257.1 29/16 91
(Nandrolone phenylpropionate )
b [l
24 (B’j?‘?ljd’(ﬂgﬂ ) ESI* 287.2 120.9 134.9 24/15 41
oldenone
25 (Tﬁiflljl’: ) ESI* 271.1 253.4 165.4 19/52 59
renbolone
2 i
26 (T i‘g;ﬁ” ) ESI* 289.2 96.9 109.4 23/25 60
eslosterone
U A
27 (f bwj) ESI- 321.2 277.3 303.2 22/21 100
erano.
— EATERE
28 B( B—:E*Dﬁ—%;ﬁ; ESI~ 321.1 277.3 303.2 22/21 101
= zerano
Set
29 (EZ}?{DETT%) EST* 262.2 244.0 185.0 13/24 52
1lpatero.
3 \
30 ( P(ﬁd):éjﬁ\ ) ESI~ 403.2 327.2 299.1 13/17 47
redanisone
S
31 (P&fﬁxlﬂ: ) ESI - 405.2 320.2 295.1 17/31 56
rednisolone
i FEARA
32 (D &iff‘ ) ESI~ 437.1 361.2 307. 1 17/31 57
‘examethasone
2 iy S AN
33 (B {uﬁ_‘fM\ ) ESI~ 437.2 361.2 307.1 17/30 63
elamethasone
AT AR
WL RMER 34 ( Fiﬁdﬂjiw ) ESI 379.2 349.2 295. 1 10/25 79
udrocortisone
S b
35 EP%?Z{}E*’LJE ESI~ 419.2 343.2 294.1 17/34 58
( Methylprednisolone )
(R A e BN
36 (3 11” %it& ) ESI- 453.2 377.2 297.2 14/26 54
eclomethasone
Al b
37 (CT?/JM\ ) ESI~ 405.2 329.2 301.2 14/19 51
ortisone
= ATt R
38 AT AR ESI-  407.2 331.2 282.1 17/37 58

(Hydrocortisone )
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, . BT FE FEPE i SRR 7 i FL
33 =1 & i A - .
il e feae PR gt () BT () BT () IRV /v
LM
39 (Acetfoiri&;de) ESI~ 221.1 83.0 58.0 17/15 69
IR i
40 (CA$JWH ) ESI* 341.2 107.1 187.1 29/21 86
anrenone
I
41 (Chl%LrI lﬁim ) ESI~ 337.0 190.0 146. 1 16/19 111
ortaliaone
W 26>
42 (F kZSJKd ) ESI~ 329.1 285.0 205.0 14,20 65
urosemide
i
43 (s S‘I%]i][ﬁ[: ) ESI* 341.2 107.1 187.1 29/21 86
pironolactone
¥ FRLE
44 SI- 420.2 289.1 28. 21/24 1
K ( Bendroflumethiazide ) kS 0 89 328.0 / 36
pK
B T )
45 ( Chlorothiazide) ESI 294.0 214.0 179.0 29/44 144
AU E R
4 SI™ 2 269. 205. 19/22 12
6 (Hydrochlorothiazide ) ESI % 69.0 05.0 4 6
o e 1o
47 RRARNE ESI* 254.4 237.0 168.0 26/35 87

( Triamterene )

KSR (4 - BHE -
6-A-1,
i 3 ﬂiggﬁﬁﬁ%ﬂk) ESI- 284.0 204.9 169.0 21/22 115
(4 - Amino -6 —
chlorobenzene - 1,
3 - disulphonamide )

4 VDT RS - Dy o 243.2 151.1 225.0 18/10 44
(Salbutamol - Dy) ) ’ . .

50 RERY Dy EST* 286.0 203.9 268.0 16/11 48
( Clenbuterol — Dy ) ’ ’ ’

ESEARN
51 . EST* 308.3 168.2 290.2 17/13 59
(Ractopamine — Dy )

WEKEY - D,

52 J 419.2 401.4 83.4 13/17 64
(Salmeterol - D;) ESI 0 383

FABHIK - D, .

> (Metoprolol - D, ) ESI 275.2 123.4 159.3 18/21 63
AR -, ‘

4 (Rac = Propranolol — D, ) EST* 267.2 189.3 116.4 17/18 59

B & R - D,

55 ( Atenolol - D, ) ESI* 274.2 145.3 190.3 25/18 67
_ enolol - D,
" 56 # LIRF - D, ST+ 190.2 172.3 157.3 10/20 31
(Adrenaline - Dy ) ESI ’ ’ ’
P EE%S - D,
57 EST* 227.1 209.4 161.3 10/17 30

( Cimaterol - D, )

58 WA ~D, ESI* 301.2 237.2 133.1 16/24 56
(Penbutolol — Dy ) 1 ’ ’ ’

s HH 2 - D, ESI* 306. 3 288.4 270. 4 15/18 60
( Methyltestosterone — D5 ) i ' ' .

“ 178 - FhHLER - D, EST* 290.2 121.3 138.4 23/14 46
(178 - Boldenone — D5 ) 1 ' . .

2 - D
61 - ’ ESI* 292.2 109.3 256.4 23/15 59

( Testosterone — D5 )
o - FRATHREBE D,

62 oSI - 324.2 280.2 160.0 20/30 87
(alpha - Zearalenol - D5 ) ESI
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, . BT FE FE T 46 SRR 7 i FL
< = & AL - .
251 F5 L Hf B (m/z) BT (m/z) BT (m/z) HLE/V /v
63 FIHIKER - D, ST+ 332.2 81.1 95.1 43/41 125
(Stanozolol - Dy ) ESI ’ ’ ’ /
FALAT 1R - Dy
64 . ESI - 410.2 334.2 300.2 16/31 58
(Hydrocortisone — D5 )
HFEAKAR - Dy
65 ESI - 442.2 364.3 310.2 17/32 57
( Dexamethasone — D5 )
YR - D,
66 ESI* 347.2 189.3 207.3 21/20 83
(Canrenone — Dy)
(g
/ 67 PR - Ds - 334.0 290.2 206. 1 15/22 67
(Furosemide — D5 ) ESI ’ ’ '
68 FARIER - D, - 425.0 294.2 328.0 22/25 135
( Bendroflumethiazide — D5 ) ESI ' ' '
69 I - D 3] - 298.0 270.1 206. 1 19/23 105
(Hydrochlorothiazide — D, ) ESI ' ' ’
FAIENE ~ D,
70 . EST* 259.1 242.3 241.3 26/26 134
(Triamterene — Dy )
2.2 WAEAHRAMN A A e Y R
2.2.1 Ao HTRNAS L, Bk 2.2.2 Giad®E LKA, HHYE CH

PERB VR . AR EE T HEE - K S - K,
I - 0. 1% FIRIK . OB - 0. 1% HRK | F B -
£ 0.1% B FBERAY 10 mmol/L ZFRE IR . LN -
0. 1% W ERAY 10 mmol/L ZFRERI 0. 1% H
FRHIEE - 0. 1% WK LA R R AR R . S8
R I SAH T AR 7T DL 25 A A P IE B R
TG R T F A RSGEIEIE S B 4
SR 5 FH SV R sl AR 5 20 B Eh 1 26 ) ot 25
S XS 25 0. 1% FRRFFEE -0. 1% F IR
IV WA Ry i 3h i i A A ) 240 BE AR AT S5 4 vy 0

TEJ ] A AN 68 2l DK A A% A KA 3 79 o ]
G SRR S B AFLIE: f ORI A RS 1Y 2 Ay 79 A6
oK, FER G 04 B AT LA S AN K 3 7 e ) I 4
T SRARE: it 7 L S DK A A b A A 9 £ B ] R
o DU FRL T 32 T BT HEAT 43 S . 48 %
A AR S R T LA 1

HI T 1A 53 S5 0 PR A e 4 B3, A 48 0 G 3 4
BE R /N (1.7 pm) B9 Waters ACQUITY
UPLC BEH C  #E#E1743 85, H- BT T RIFA9 70 251
FROTEILE 2,

2.0e6 ‘
1.5¢6 ‘
\
= 1.0e6 | ‘
I \
=0 \ “K ﬁq n i
" [} w Ll o | A
I (C— - Ga . A A A
0.0e5 1 2 3 4 5 6 7 8 9 M] 11 12 13 14 15
Time, min

E1 48 MMEHEETRE

Fig1 Total ion chromatograms of 48 stimulants
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5.0e4 L 2 e
: i Ay | M AEARAL
faet 13.24
_ 4.0e4 |
£ 3504
= 3.0e4 ‘
2.5e4 |
2.0e4 | ‘
1.5¢4 s |
1.0e4 |
5.0e3 /,’ \\ L i

0.0¢0 12 3 4 5 6 7 8 9 10 11 12 13 14 15 16 ’17 18 19 20 21 22 23 24

Time, min

Intensit

B2 fEfokiafninIeknaikE

Fig. 2 Chromatograms of betamethasone and dexamethasone

2.2.3 REEAEEFE ARLRXLM -3 ¢ A BT T HEL SRRV RIS 1%
T8 ZHE -3 ¢ TOKBRIREN (1% MIRONG -3 g B WIRZHE -3 ¢ AL 2 BRI 45 4153 19-F
8 1% WIR MG -3 ¢ JUKBRIRENIUFFSRBUAR SR EGS  TEILER 2,

K2 TRRBE R DK E

Tab 2 Recovery rates of different extraction systems

N -3 g EALE -3 gk 1HROE -3 g 1%TRZE -3 ¢

eSSl P EY SEH IR TR AR H-F- 14 FALIT 1y TeoK b B2
% I % I % /%
TS
! ( Clenbuterol ) 79.9 91.6 116 104
W TR
: ( Salbutamol ) 94.1 83.6 98.9 100
3 %H%Eﬁ? 12 0.0 o "
( Ractopamine )
LSRR
N ( Terbutaline ) 95.1 75.6 114 101
e
5 IRy 125 o4 06 oo
( Salmeterol )
RV,
6 Ty 57.5 4.4 73.7 40.9
( Fenoterol )
7. 4
e b ZATRE
B, -WaFAE 7 (Tulobuterol) 96.7 153 112 178
WA 5 %
' 2 ! 1
8 (Penbutolol) 68.0 71 09 66
4
. LRy . e » N
( Cimaterol )
B ERE
10 ( Adrenaline) 170 123 97.3 113
1 RS 033 . 0.0 o
( Clenproperol )
12 o 33.4 45.4 70.1 46.8
( Higenamine )
5 e o N . N

( Tretoquinol )
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&gk
N -3 g AL N -3 g Tk 1% BBRZNE -3¢ 1% HRIIE -3 ¢
25 75 &Y SEE R TR RT3 AALETEYy TR ER
/% Bl % ml e/ % T4 R %
KR
H =
14 ( Propranolol) 153 152 109 169
GEEAY
B — BELITF 15 (lz'ﬁ%‘ﬁ’i‘) 97.5 127 108 101
€nolo.
Tk
16 (fi&gf‘l) 135 146 104 162
etoprolo
a1
17 ( Metandienone) 86.3 106 101 103
) A P i
18 (;ﬂl Jéﬁ) 94.4 105 118 99.8
anozolo.
FH 2k 52
19 ( Methyl testosterone) 90.6 81.8 83.8 76.9
73 et il
20 il 110 73.6 114 110
( Testosterone propionate )
21 (N Mjﬁi ) 97.8 119 103 91.3
androlone
22 IR 117 76.51 98.4 91.1
( Nandrolone propionate ) ’ ’ ’
EAREHRSE 23 R 69.3 39.3 64.5 61.7
(Nandrolone phenylpropionate )
h Mo
24 ( Boldenone) 104 93.7 91.4 88.6
25 (Tgf‘fj]iE ) 240 60.0 110 116
renbolone
26 SR 85.0 83.1 112 111
( Testosterone ) ’ ’
27 (féml) 138 129 107 125
erano
e
28 B( B‘i‘?&ﬁ'ﬁﬁ]:?% 61.0 120 107 96.8
— Zerano.
5 =Y
29 (iﬁfaivﬂf) 19.2 57.3 60.1 43.1
ilpatero!
—
30 (P#ZZIE‘*IA ) 64.8 80.2 115 74.5
rednisone
kewile
31 ( Prednisolone) 79.4 61.6 100 86.3
32 HRFAA 92.1 86.9 109 110
( Dexamethasone ) ’ ’
(o fib e A
33 AR 86. 1 89.5 11 91.6

( Betamethasone )

4 A T AN
W RMER 34 A T AR 23.9 0.00 69.9 64.5

( Fludrocortisone )

HI LR Je i e
7. 454 11 71.4
3 ( Methylprednisolone ) 67.0 83.45 8
S )
RETP/SUN
36 ( Beclomethasone ) 86.1 57.6 111 102
EINEEN
¥ (ertﬂ' o ) 485 286 99.2 94.5
ortisone
= ] 1S \
" AT o o . N

(Hydrocortisone )
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&R
N -3 g AL N -3 g Tk 1% PIRINE -3¢ 1%9HFHRINE -3 ¢
ESTR ety TR BT AN SRR
% I/ % I/ % T/ %
T
39 (' Acetazolamide ) 121 192 95.0 131
|
40 ‘J\H@ﬂ 8.6 6.0 0
( Canrenone )
—
FAE
4 ( Chlortalidone) 62.0 18.8 106 25.7
K
42 ( Furosemide ) 3 356 87.4 166
{25 =3
43 Rl 108 86.9 119 121
( Spironolactone )
; T RE
3l 1|25
AR M ( Bendroflumethiazide ) 104 105 100 14
FAWEE
5 ( Chlorothiazide) 59.0 41.9 72.0 30.6
A A e
40 (Hydrochlorothiazide ) 12 154 101 86.3
S
47 FREDE 4 o1 1 06 w03

( Triamterene )

KT (4 — 53k -6 -
_ S — T
48 A 1,3 RBEmERL) 124 153 85.7 9.2

(4 - Amino -6 — chlorobenzene — 1,
3 — disulphonamide )

2.2.4 WARMHRG T AESCHRLL B R b
sl R BRI S NARY Bk T T kRS L
Be, LA H AR F0 P AR 4 45 R A B I ] 485

[ e 3R 58 o Ay ) 32 56 K X e A O 5 B AR )
Ji, mAHE T 22 MR, EILER 3,

R348 FAEHEEERKTAMIRE KR

Tab 3 Spike recoveries at the limit of quantitation for 48 stimulants

R N P s BOR BEE BT e
1 (iiiil) FLEFRS - Dy 1 2 2 89.382.2 117.4 96.3 19.3
2 (giiffi) T RS - Dy 1 2 2 87.699.791.8 91.8 7.5
3 (iiﬁii) LML - Dy 1 2 2 96.693.191.8 91.8 6.0
4 (iﬁﬂﬁi) T RERE - Dy 1 2 117.2113.2 114 114 2.6
5 (iiifl) IERFY - Dy 2 4 86.999.7 98.3 98.3  11.1
6 AitsS / 1 2 81.495.8 85.0 85.0 11.3

( Fenoterol )
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gx
N Kzt FR A R W g AT g SEHE RSD
r‘n Fas ) R X N
A feprdi TR /(pg L7 /(pg-L7Y) /(pg-L7H /% W% /%
7. ==y
7 A L EE - Dg 1 2 2 93.580.693.8 93.8 14.3
(' Tulobuterol )
W A4 .
8 Y BEARES - D, 1 2 2 96.1105.8 96.7 9.7 9.2
( Penbutolol )
e
9 ﬁ%*ﬂ’n PO HES - D, 2 4 4 83.4101.3 92.9 92.9 9.7
( Cimaterol )
1 -
10 (E}L%l%) B EIRE - D, 400 800 800 93.891.793.7 93.7 2.2
renaline
11 wENY AT - D, i 2 2 110.2 102.5 104.6  104.6 4.7
( Clenproperol )
5,251
12 ic.EP %jﬁm / 3 6 6 79.271.3 76.1 76.1 5.5
(Higenamine )
\
13 (THTE@,%I) KT O - Dy 1 2 2 96.390.3 99.0 99.0  10.4
re! 0(‘,]1]1“0
Sz vk S
14 (PE';’§(§/1J\1) WK - D, 1 2 2 109.4 112.3 104.1  104.1 11.2
ropranoo
kY .
15 g%“%’i‘) FT R K - D, 2 4 4 110.6 106.7 106.2  106.2 4.4
enolo
T IR fi7
16 (f?ﬁf‘]) EFEH K - D, | 2 2 84.287.0 91.5 9.5 1.4
etoprolo!
N
17 (M ?%L;Em ) 2 - D, 20 40 40 76.0 91.985.8 85.8 10.0
etandienone
) HH I st \
18 (g*%]ﬁ;‘) 16 - 2L A IHMEEE — D, 2.5 5 5 92.998.4 96.0 96.0 2.9
anozolo.
- i
19 P HH 425 - D, 5 10 10 100.3 94.7 99. 1 9.1 3.9
( Methyl testosterone )
20 RLSS . F 2 - D, 5 10 10 08.584.397.2 97.2  12.7
(Testosterone propionate )
21 (N ij ) FNHBER - D, 5 10 10 97.887.992.7 92.7 5.3
androlone
22 WMW“, 52 - D, 10 20 20 104.6 94.4 98.8 98.8 5.3
( Nandrolone propionate )
ST i 1 TP
23 PR ) / 10 20 20 86.0 87.887.0 87.0 1.0
(Nandrolone phenylpropionate )
24 (;ﬁﬁiﬂﬁ!ﬁ] ) FHLE — D, 10 20 20 93.8 117.8 105.2 105.2 5.2
oldenone
25 ik Je HLER - D, 5 10 10 84.5105.2 85.8 91.8 12.6

(' Trenbolone )
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gR
N Kzt FR A R W g AT g SEHE RSD
r‘n Fas ) R X N
Y5 &Y FR QPAZEAN Spg L) /(pg L) /(pge L) s W% %
26 (T %t@ﬂ ) Z2[ - D, 10 20 20 70.6 66.7 75.9 71.1 6.5
estosterone
v S _ A\EE— 1=} .
27 éé‘ﬁ((o; b'f)ﬁﬁﬁ;) o — FRIEFIGIE - Dy 5 10 10 130.5122.1106.7  119.8 10.1
erano.
N - 2 i
28 B( B}**”ﬁ‘ﬁf‘ o — FRIRFEHE — Dy 5 10 10 103.1106.3 101.6  103.7 2.3
— Zerano.
1 A
29 (5;1“]“?91) / 8 16 16 70.879.8 71.7 74.1 6.7
1patero
b \
30 (P‘%E& ) SALTT A - D, 8 16 16 77.476.2 103. 1 85.6 17.8
reanisone
S
31 (P&fmljz ) SALTTHIFS - D, 4 8 8 101.893.4110.3 101.8 8.3
reanisoione
It FE > N 20 5|
32 (D HOFEA A HLFEKHA — Dy 2 4 4 105.5 102.8 99.7 102.6 2.8
examethasone )
(2 fil Sk BN
33 (Bi”ﬁ“fn ) SALTT A - D, 2 4 4 99.397.899.7 98.9 1.0
elamethasone
A A AN .
34 (Fiﬁfjﬂfﬁ ) SALTT IS - D; 300 600 600 110.2 107.2 95.0 104.2 7.7
udrocortisone
g A
35 AR eI SUETT RS - D, 4 8 8 90.170.9100.2  87.1 17.1
( Methylprednisolone )
(37 /o5 S pIN
36 (B 41””;“?% ) SALTT RIS - D, 4 8 8 91.993.3 108.4 97.9 9.4
eclomethasone
a [N .
37 (CI?_/WA) SALTT IS - Dy 2 4 4 70.856.0 56.9 61.2 13.6
ortisone
SAka] RS
38 (Hﬂjtjf,m* ) SALTTH - D, 4 8 8 81.991.9 63.0 79.0 18.6
y rocortisone
39 ZM%& SHEWEE - D, 20 40 40 103.6 110.6 102.1  105.4 4.3
('Acetazolamide )
cetazolamiae
i | il
40 (CNHM , AR - Dg 5 10 10 104.3 101.7 79.1 95.0 14.6
anrenone
41 (Chﬁf? ) AR - Dg 10 20 20 79.791.1 116 95.6 19.5
ortalidone
1 ZE K RN
42 (F k%’i,(d ) WRZEK - D 5 10 10 88.8 99.8 96.2 95.0 5.9
urosemide
125} =3
43 (s ,%'j?@i ) I - Dg 10 20 20 96.4 94.477.3 89.3  11.8
pernO actone
-t
44 ORI THEE - D 2.5 5 5 106.3 104.7 104.4  105.1 1.0

( Bendroflumethiazide )
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N R R I [l =R [ RSD
F5 & /) N XT ) N
R fem L P /(ug LYY /(ug-L7Y) /(pg-L7Y) /% W/ % /%
45 (Chéuﬁ%,d ) SHWEE - D, 2.5 5 5 77.694.197.0 89.6  11.7
orotniazide
£ /57 15E
46 (Hvdj:}iuftizide) A FAVEY - D, 5 10 10 100.2 121.8 113.1  111.7 9.7
V=== u.n s .
47 (Tﬁﬁﬁi) AN — D, 2.5 5 5 105.899.397.4  100.8 4.4
K (4 - &I -6 -
A 1,3 KRB )
48 (4 - Amino -6 — AFEWEY - D, 20 40 40 108.5109.598.5  105.5 5.8

chlorobenzene - 1,

3 - disulphonamide )

2.3 FEEREERTE
SEHEAT 3 ASFATRYINBRET, SRR LR 3

2.4 Sl teoat OHERUETTIE RO A RLE, LA KOKS

XA T A 2 R OK

BT SR FHAIFTE 45 % S ) W b AT T S8iE

S Bl S o T LA 4 4 IR UE SR T AR S5

HEMECREEARSEOATMNATIC T 3K FRENATIRINESR

x4 LW EEHIFEE XS

Tab 4 Data comparison between different laboratories

2R PR IICRAE 76. 6% ~106. 5% ZI0] il /1A

AR FHE A TYRE B FHE C

DI T 017 N - 1) QU317 < O 1) GRS 517/ & RN 11 GRS 1P & R 1 o

o . & = R/ % FEU %
/pg kg™ F/% /(pgokgT') F% /(pgokg') F% /(pgekgT') /%

RS 1.986 96.3 2 102.3 2 112.3 2.33 102.3 103.3 6.4
T R EE 2.152 91.8 2 86.8 2 113.5 2.108 104.2 99.1 12.2
P TEARNIS 1.86 91.8 2 108.4 2 111.4 2.12 99.9 102.9 8.6
A AR 1.986 114 2 111.6 2 76.9 2.016 105.4 102.0 16.8
W ERE 3.576 98.3 4 103.9 4 110 3.72 98.2 102.6 5.5
e 1.578 85 2 85.3 2 81.1 1.7 104.3 88.9 11.7
ZAEY 2.13 93.8 2 106. 8 2 103.9 2.04 113 104.4 7.7
WA R 1.65 96.7 2 92 2 81.4 1.9 102.5 93.2 9.6
(iR 3.656 92.9 4 105.2 4 76.5 3.9392 86.7 90.3 13.3
B bR 658. 4 93.7 800 93 800 72.9 798.24 99 89.7 12.8
wERE 1.764 104.6 2 115.9 2 108.7 2.062 96.9 106.5 7.5
PUIREP I 6.12 76. 1 6 87.3 6 78.3 6.54 92.9 83.7 9.4
HHFEE 1.792 99 2 89.7 2 103.4 1.792 102.1 98.6 6.3
T ZEUEIR 2.136 90.5 2 95.2 2 87.7 2.174 90.2 91.0 4.2
(TSN 4.448 106.2 4 95.3 4 88.4 4.256 76.9 91.7 13.4
BRI 2.15 91.5 2 89.2 2 110.6 2.02 75 91.6 16.0
TR 36.496 85.8 40 108.2 40 112.5 41.84 109.1 103.9 11.7
) s 5.024 96 5 94.2 5 111.9 5.805 111.6 103.4 9.3
VAR 52 11.39 97.2 10 82.3 10 110.6 10.58 94.6 96.2 12.1
Ik 9.824 92.7 10 81.2 10 82.9 9.9 77.2 83.5 7.9
R e 22.44 98.8 20 84.8 20 87 20 70.1 85.2 13.8
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&gk
NS S A SYE B FHE C
D L5 17 SN 111 QU3 1P & RN 11/ QR 7~ 1P/ & NN 17 QRS 15 1P/ & R = [ psges)
o o & o WE/%  FE/ %
/pg kg™ F/% /(pg-kgT') /% /(pgokgT')  F% /(pgkgT') /%

ARINTRE 20. 1 87 20 47.4 20 85.3 20.6 86.8 76.6 25.4
) i1 i 18.792 105.2 20 46.4 20 79.4 21 109.4 85.1 34.1
e 10.48 91.8 10 98.3 10 83.6 10.84 73.2 86.7 12.5

ST 20.32 71.1 20 82.8 20 111.3 19.92 81.2 86.6 19.9
ek 10.3 119.8 10 96.3 10 80.3 9.452 109.6 101.5 16.8
B - EKFERE 9.9 103.7 10 106 10 109.4 8.38 105.8 106.2 2.2
FriaRe % 14.528 74.1 16 103.6 16 84.8 17.36 92.7 88.8 14.0
e 16.8 85.6 16 129 16 78.3 15.891 85.2 94.5 24.6
ke 9.272 101.8 8 101.2 8 86.4 7.868 87.9 94.3 8.8
Hh ZEK AR 2.506 102.6 4 93 110.5 3.968 82.2 97.1 12.6
AR AR 2.052 98 4 89.6 107.6 4 110.4 101.4 9.4
ST A 576.3 88.6 600 88.6 600 82.6 585 101.8 91.0 10.8
IR 7.99 87. 1 8 103. 1 8 84.8 8.08 99.3 93.6 9.6
fE KA 8.944 97.9 8 84.9 8 87.5 8.072 91 90.3 6.2
CINOEN 4.128 61.2 4 107.3 4 78.3 4 114.4 90.3 27.6
AT B 8.368 79 8 92.4 8 104.7 7.8056 108.8 96.2 14.0
T 43.32 105. 4 40 99.5 40 109.5 39.12 101.3 103.9 4.3
A 10.96 95 10 72.3 10 84.7 9.856 113.7 91.4 19.2
S ETR 20.92 95.6 20 103.2 20 89.1 19.892 89.1 94.3 7.1
S5 S 11.44 95 10 91.1 10 84.7 9.95 68 84.7 14.1
12 A i 18.56 89.3 20 95.6 20 82 21.4 111.7 94.7 13.4
T IRE R 5.376 105.1 5 101.6 5 83.1 4.532 86.8 94.2 11.5
SAMEE 6.49 89.6 5 85.8 5 109.5 4.74 80.2 91.3 14.0
AR e 10.02 111.7 10 86.5 10 81.8 9.34 90.1 9.5 14.3
FAAIRENE 4.864 100.8 5 99.2 5 112.5 4.611 78.1 97.7 14.7
I
6(i1§,;1%1%3;& 40.88 105.5 40 110.5 40 110.5 39.68 90 104. 1 9.3
RN )

3 WigENE

3.1 HEmEAET MM B E RS
PR rb 23 i UL B — S2 IS, R i 2 IR i
RS B2 IR A P8 PR B A 2 B 0
6,5 % K HF PR BE e 45 5 1EA 7RG A AR
BEXTEN W IR VR RE A T i B IR AR R 7E 37
0.5 C T Hf# 16 h 5, 1875 pH =7.0( £0.5),Cy
AR 2L B4 S, FH HPLC — MS /MS BEFT#GI
AWFFE I = RO (3% — HRER BTk A 4
1% PR Y CIE AR, I AL 32 )5
40 C AT, CHEKER(V/V,5:5,%% 0. 1%
HR ) &2 Fe TR 2 A BB AR T 4 REAE P

Ml E SRR B, - WEhRIR B - B
W12 R R RIRISE OB R PR 28 AR IR
SFILRAEIL 48 BlATHH, W i) Hbr MR 2 |
R TRINRCR , 465 TR,
3.2 FREA TR AR SCHREL K R ARIE A
]R3 B8 5 s B AT 1 kR S LI,
LA E AR R A B 0 S5 45 A R T, R BRI ] 430 [m]
W AR A Dl S, R AR X i A 4 Y AR o
ATFEME T SRR b ORI 48 Bl Ay
ST T SR TR 48 Fh 2y 7R 5k B i A A
TS - BRSSO RS 45 48 Tl A
RESE ARG 70 B, B Ik RAF, AR /K1y 1 FR
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