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WE. AXEY7T BE=5MRIFRIZEM LCMS-8040 I E KK F R A% 41 FiEE REZND 7%, &
HKEREBFERR. BOSFHERELER, BSURIEEE LC-30A #THERES S, BE RN KNSR RE
HITEM DT, RAIMTERITEEDT, 41 TERFUREER RFNEMHRRM, HXRETE 0.9969-0.9999 Z &,
SAEIRENREATOEARIES 6 AR TRBELE, 41 FEERMEENRBHEMEBRENITERZE S 3
£ 0.035%~0.559% #01 0.393%~8.97% Z [8], REEEE R . WHUKERMIRARIRERE, BRiiRAERL (ERE
7 39.4%) FUREAL (BEIRE A 55.0%) P AIRERBERBFERYN BRHRES, ERYRERERERKEEHE
# 60.0%-116.5%, HREHE RSD% % 1.6%—13.2% 2 /8], HRSEE R 0.18-5.9 ug/ke, EEREEA 0.60-19.8
ng/kg, TTRUHER MK PRER MR AR K,

XHER . BEREE WK =R R

k@S AMIMEERIIEX, ERABTITDHN 12 HH %A
ER@Z—. SHEMN, WHANZSHEEBHMN 1 ARRATEMOKAMHERLETIRR R
FRERERINEL, FREP, WEEKETAUN M, MRM BTHSELT—H, RREBEHESD
BRI E, A S- RERA, RMANEE  BF, H7REEA S MERREENSHE, Fi
Aﬁimwﬁﬁﬁ&ﬁﬁﬁ ERMEER. EREE  ASORX 2 MR RN ER Y S RBTRR, RRRM
SHRERAR AR TERBER. L8 HFHIHT
. EMENATHERER. £ B, ANE pme st (ERRABERA)
HERRKT SRS SRR, SHEBEKRE. 8 LS. 1C_30A KL
ﬁﬁﬁ\@igﬁ\ikkﬁiﬁéfrm TMME € 3¥#E; Shimadzu Shim-pack XR-ODS 111 2.0
RAMEBRRBAN RS E%#f ﬁﬁ§ﬁ=2 I D, x 150 mmL., 2.2 pm
ﬁ;ﬁafiﬁj"\ —E%Fﬁj &Hﬁ’tﬁg’f‘ kﬁn HIAL TN A - 0.1% ZB8K, B - ZBER 0.1% 24,
WM. B2 RES, ?f&@k:é'fk/lﬁnn%ﬁé’i%i (EC) No A/B=68%/32% (V/V F144 LA )
1223/20092 R IRHHLE , SRR FUALR  IE R HEALR SERS TR, HEEEVERS T3 |
BPHESHEN UL QBN PEBYR, 8% LCMS- S 03 mLimi
. 0.3 mL/min
8040 = EMATAT RS (R AL KA MMER, 8% S
HEAEGRAR: 10 uL
HIRERTH, RESNSERE, RHIDEELRA

—:

mp

- Him: 40C
= AN I /| o N N
MR T ﬂﬂéjk A i \ \ o =1 R
AXEMKERTRE A RBSIRIEE : ;
—— VA, o Time (min)  Module Command Value
EM=FE R FER AN E L, HEXEUARSE,
3.0 Pumps Pump B Conc.  32%
. EE&‘EM} 12.0 Pumps Pump B Conc. 55%
1.1 {328 12.1 Pumps Pump B Conc. 32%
15.0 Controller Stop

AXBFEARFESIREEEI LC-30A 5=%
POARAT BUE(X LCMS—-8040 BX R Gt BAECEAN LC-  FEt&it (KA muzERm )

30AD x 2 ik, DGU-20AS5 7EZ: i 541, SIL-30AC SH{YER. LCMS—8040
Bt s, CTO-30A 1R, CBM-20A Rt Hl#% BFE. ESI, FETFEM
LCMS-8040 = & YR 4+Fait{¥, LabSolutions Ver. 5.53 EXEEABE. 45KV

@,"PEII:I'{/E—LIEO uﬁ%%{"ﬁl% 1.0 mm
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FM4R: B 3.0 L/min INEAEBRE . 400°C
FIES. BS 15 L/min HiEEX: ZREEN (MRM)
WiES: E5 JEREMSE): 100 ms
BUATIERE: 250C FEIRS[E): 3 ms
MRM $4§: %k 2
&2 MRMSEL
PXCEIR REXEIR CASNo. BIAEF F¥WETF Q PreBias (V) CE (V) Q;PreBias (V)
FEMSEAA  Betamethasone  378-44-0 393.20 373.15" -15.0 -9.0 -26.0
393.20 355.10 -15.0 -13.0 -24.0
HhZE KA Dexamethasone  S0-00-2 393.20 373.15" -30.0 -9.0 -27.0
393.20 355.10 -30.0 -13.0 -24.0
CRTAEEBT
BIREERMS (HI39 MER)
DHFXEE: LC-30A R%E
3%+t . Shimadzu Shim—pack XR—ODS II 2.0 mmI.D. x 100 mmL., 2.2 um
Mt A - 0.1% 2K, B - BB, A/B=45%/55% (V/V #iattHl)
PRI BEERILE 3
. 0.3 mL/min
HRAERR: 10 uL
iR 40°C
R3 CRERBER
Time (min) Module Command Value
3.0 Pumps Pump B Conc. 55%
12.0 Pumps Pump B Conc. 75%
12.1 Pumps Pump B Conc. 55%
16.0 Controller Stop
RIE &M (B39 FHE)
HTLER . LCMS—-8040 BaFIERE: 250C
BTR: ESI, FEFHM MPAEBLRE . 400°C
BYREOBE: 45kV HigRX: TREEN (MRM)
BEEAE: 1.0 mm LFBERYE) . 3 ms
FHS: WS 3.0 L/min FEIRAS[E): 3 ms

FE=: &

WES .

5 15 L/min

==
=

MRM Z%. Wik 4
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R4 MRMBE]

No. ==lsvg K-y CAS AL =47 Q, Pre CE Q;Pre
AR AR No. B BF Bias (V) Bias
V) (V)
395.20 357.100 -30.0 -13.0 -25.0

1 i) Triamcinolone 124-94-7
395.20 225.05 -30.0  -21.0 -22.0
361.10 343.15  -30.0 -10.0 -24.0

2 R N Prednisol 50-24-8
BT redniseione 361.10 147.05 -30.0 -23.0 -27.0
363.20 121.100 -30.0 -25.0 -22.0

3 SRR Hydrocortisone 50-23-7

36320 327.15 300 -160 -23.0
35925 34115 300 -11.0 -25.0

4 AN Meprednisone 1247-42-3
e P 35925 147.05 300 -27.0 -27.0

36120 163.100 -30.0 -26.0 -30.0

5 IR Corti 53-06-5
ELeus ortsone 36120 12110 -30.0 320 -24.0
RESL M 37525 35725  -30.0 -10.0 -25.0
g TEREM Methylprednisolone ~ 83-43-2
% 37525 161.15 -30.0 -240 -30.0
41120 25305 200 -17.0 -17.0
7 b, /N Flumethasone 2135-17-3

411.20 121.05 -20.0  -36.0 -23.0
409.20 391.100 -29.0 -13.0 -29.0

8 ZS KA Beclomethasone 4419-39-0
FEFURY 409.20 147.05 -29.0  -30.0 -29.0

43520 415100 -260 -10.0 -29.0

9 e Triamcinol tonid 76-25-5
EES HAmEIoTone acetomice 43520 33910 260 -160 -24.0
43720 361.100 -23.0 -18.0 -25.0
10 SE&8%0 Flurandrenolid 1524-88-5
SR Hrandrenotide 43720 28525 230 260  -20.0
- *
% 47920 441.100 -30.0 -12.0 -30.0
11 ﬁj%jz X Triamcinolone diacetate 67-78-7
BREL Fis 47920 147.00 -23.0 -37.0 -28.0
12 SEREHAREE  Prednisolone 21-acetate  52-21-1  403.25 147.15 220 -25.0 -27.0
i 403.25 32515 220 -11.0 -23.0
377.20 279.16° -30.0 -16.0 -29.0
13 KN Fluoromethalone 426-13-1
37720 321.15  -30.0 -14.0 -23.0
S ET R 40525 309.100 -19.0 -17.0 -21.0
14 f AES*I Hydrocortisone acetate 50-03-3
BaL s 40525 121.10 -19.0 -33.0 -23.0
44225 424.15  -30.0 -13.0 -30.0
15 Hhkos Defl rt 14484-47-0
BRI clazaco 44225 14205 -300 -37.0 -26.0
SIS TR 42320 239.05° -220 -280 -26.0
16 ﬁ":k—i-ﬂ’]ﬁ\ Fludrocortisone 21-acetate  514-36-3
BEEL s 42320 325.15 -22.0 -240 -23.0
Sk FRAAEETR 401.20 295.100 -30.0 -16.0 -20.0
17 R RALTERL Prednisone 21-acetate 125-10-0
[ 40120 313.10 -30.0 -14.0 -21.0
o] FFAEEER 40320 163.05 -30.0 -27.0 -30.0
18 PTHIATRRL Cortisone acetate 50-04-4
fig 403.20 343.10 -30.0 -21.0 -24.0
FRELE R 41720 399.15° -22.0 -10.0 -28.0
19 E/Zi il Methylprednisolone acetate 53-36-1
T BEBL TS 41720 121.10 -22.0 -46.0 -21.0
St KA 43520 415.15 -23.0 9.0 -30.0
20 1':{ **Aﬁjai Betamethasone 21-acetate  987-24-6

[l 43520 397.10 -23.0 -12.0 -29.0
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43120 147.100 -30.0 -34.0 -28.0

21 fotthz=1E Budesonide 51372-29-3
431.20 323.10 -30.0 ~-13.0 -22.0
S TTHIL 43320 345.100 -30.0 -11.0 -24.0

22 st L S Hydrocortisone-17-butyrate 13609-67-1
TR ER 43320 121.10 -30.0 -29.0 -22.0
b ZEKANES 43520 415.100 -29.0 -9.0  -30.0

23 :k . " Dexamethasone-17-acetate 1177-87-3
Al 43520 397.10 -29.0 -12.0 -28.0

=1z N 5

SN EERR 419.20 279.10 -30.0  -16.0 -19.0

24 * b : Fluorometholone 17-acetate 3801-06-7
[il5 419.20 321.10 -30.0 ~-13.0 -22.0
SRR 44730 34515  -30.0 -11.0 -24.0

25 é'f\ . S Hydrocortisone 17-valerate 57524-89-7
i 44730 121.10  -30.0 -32.0 -23.0
B Es{E Triamcinolone acetonide 47720 339.05 -29.0 -17.0 -24.0

26 3870-07-3
[ acetate 47720 439.15 -29.0 -150 -30.0
ZI VN 49520 337.05 -28.0 -17.0 -23.0

27 SRHARERL Fluocinonide 356-12-7
fig 49520 121.05 -28.0 -36.0 -23.0

— =g\ *

ZEHRIA 49520 317.10 -26.0  -15.0 -22.0

28 i R’ Diflorasone diacetate ~ 33564-31-7
BETR B 49520 279.05 260 -17.0 -19.0
b N NP 47730 355.100 -30.0 -12.0 -25.0

29 fet :k - Betamethasone 17-valerate 2152-44-5
Al 47730 279.10 -30.0 -18.0 -29.0
48920 381.100 -30.0 -12.0 -26.0

30 JREKER Prednicarbate 73771-04-7
RIEFER 489.20 471.15 -30.0 -10.0 -17.0
45520 121.15 -23.0 -440 -22.0

31 MEPhE(E Halcinonide 3093-35-4
45520 359.05 -23.0 -240 -24.0
SR . 52120 301.100 -38.0 ~-17.0 -20.0

32 Alclometasone dipropionate 66734-13-2
Tﬁﬂ&@a 52120 319.15 -38.0 -15.0 -23.0
503.20 399.10° -40.0 -13.0 -29.0

33 ZHREE Amcinonide 51022-69-6

503.20 339.10 -40.0 -17.0 -24.0
34 SfEMZEE  Clobetasol 17-propiotm  25122-46-7 467.20 373.10° -30.0 -12.0 -26.0

[ 46720 355.05 -30.0 -140 -25.0
=&k S\
koS S VNN 501.20 293.05 -40.0 -17.0 -20.0
35 éj% . Fluticasone propionate ~ 80474-14-2
it 501.20 313.10 -400 -16.0 -23.0
RN 521.10 503.15° -20.0 -12.0 -36.0
36 71:1 . % Mometasone furoate 83919-23-7
Bs B 521.10 355.10 -200 -14.0 -25.0
KA 50520 319.10° -40.0 -16.0 -23.0
37 fixf 7‘: B’ Betamethasone dipropionate 5593-20-4
ARES 505.20 279.10 -40.0 -17.0 -20.0
b VN 52120 503.20° -260 -12.0 -36.0
38 s Beclomethasone dipropionate 5534-09-8
NELER 521.20 31920 -260 -17.0 -22.0
SEMINT 47920 343.05° -140 -18.0 -24.0
39 ﬁ{nj . Clobetasone 17-butyrate  25122-57-0
it 47920 279.10 -14.0 -20.0 -19.0
*RINEEBRT

1.3 # 5%
1.3.1 FRAB RECH

FFREEEENRE A 100 mg/L (9 FiX 41 F¥ER UM E, BIRE A 100 mg/L B9 41 Fh¥E L FUME AB A KKR KT
BZE 1.0 mg/L BUREHRE. 1.0 mg/L B9 41 B RUR R R &4, ABA/KERHBRBREMNRES A 0.01, 0.02. 0.05.
0.10. 0.20 mg/L M¥RAE T ER AT EirE %,
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1.3.2 #AETA IR T 7%

AEFHIREILKAF REY 1.0 ¢ T 100 mL SR F, MMAFEE

12000 r/min A9 E &0 3 min, B EEEER, 2022 um JEET

B SRitig

2.1 FREME R — RIS E =Y S AR
Inten.
i 361,20
7500000t
5000000
2500000‘:
B 343.2D
] 261170 ‘
0 — —T—
250 500m/z
B2 SRR E—REUEIERE (EE) M=EFii
Inten.
7500000
1 363,25
5000000;
2500000;
. f ‘26?1'(5‘ | 5‘3612‘0
250 500m/z

B3 SATRR—RER

LR (ZR) MEYETR

Inten.
] 35925
7500000
5000000
2500000«:
260,70
0 —T— —
250 500m/z
B4 SEeM—R U aEE (£8) MR
Inten.
] 361.20
5000000
4000000
3000000
2000000
1000000
] 269,70
0 — —
250 500m/z
ElS TR —RFUEaEE (£E) MEYEF R

10 mL, RHE 1 min,
TREEERTREERD .

Inten.(x100,000)

LCMSMS-107

HBAEIEZE 10 min, AEF WY

6.0 34310
114710
5.0
404
304
1 17305 307.05
2.0 265.0
1 1pgfo
1'0‘; zﬁ-% 361.25
0.0111 | AL ‘
250 miz
LHERE (FE) (CE: -17V)
Inten.(x100,000)
12115
1.5«:
104
147.15 327.15
0.51 120 10 po7.0
T et
0.07““ ‘
250 m/z
L3R (FE)  (CE: -25V)
Inten.
1003 34110
757 106.80
50<: 322.710
{|147.05
25; 37.20
1 359.30
oL ‘
250 miz
IR (AE)  (CE: -15V)
Inten.
100; 163.20
757
1 12520
50j
25
1 147.00
1 0 O
oL lbuig ]
250 m/z
LR (AE)  (CE: -28V)
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Inten.

7500000

5000000

2500000

375

339,20

[

0

T
250

T

500m/z

LCMSMS-107

100I_:nten‘ 357.15
75

1 16120

1 3212
50

253.20
25{13 9 735 25

113495 a6, .

ol M il m I T

Elo REREME—REEHAER (£F) M~YEFREEHEE (GE)

Inten.
f 393 20
5000000;
] 37320
2500000
] 277,70
G T ‘ T T [ T
250 500m/z
E7 FfthXR—R g EE (£E) M=
Inten.
. 39325
5000000;
2500000 373,20
] 277,70
0 — ——
250 500m/z
B8 hIEAXIN—RFUEIREE (£E) M=
Inten.
5000000
] 41125
4000000
3000000«?
2000000
1000000
1 29zh7o
0 —T— T
250 500m/z
B9 SUKM—RFUEIEE (£E8) MBI
Inten.
] 409,20
4000000
3ooooooé
2000000%
1000000% 39140
. 296,30 ‘
0+———F— ; ;
250 500m/z
B0 BFEKRN—RREREE (£F) =81 RE

250 m/z
(CE: -15V)
Inten.(x100,000)
7.5 373.10
355.10
5.0-
] 393.20
1 279.10
257 337.10
i 147.10 2 W']T
0.0-— “‘ 0 ‘
250 m/z
LR (A& (CE: -13V)
Inten.(x100,000)
1 373.10
2.5
] 355.10
2.0
15 393.25
10] 337.05
0.5 5 27T.1T
I I 111 |
250 miz
L3R (AE)  (CE: -13V)
Inten.
60 253.05
50
40
304
1 121482590
20 277.25
] 2238
104 373.20
ik T i L e
0 1
250 miz
IR (AE) (CE: -20V)
Inten.(x100,000)
3073 3971.10
2.5
207
] 279.10
1.5
10; 147.20
] 239101 355 15
1 18710
T 1 7 e
0.0 —
250 miz
EIfEE (AE)  (CE: -20V)
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Inten. Inten.
i 43525 100 397.05
5000000 75 130051515
] 50 485.05
2500000~ 321.10
] N 224.95
] 41525 25; 147.10 ]
1 1135.05 ““ﬂ
0——r A o ?FH‘\LHWH I \\‘ ‘
250 500m/z 250 miz
Bl HLEE—RREEEE (FE) MEYEFRgEaEE (AE) (CE: -16V)
Inten. Inten.(x10,000)
] 43725 ] 285.10
3000000 57 47110
] 225.15
2000000 50413914| | [265.95
1 ] 1 361.10
- ] 90| 43730
10000004 oo 25
] K 307{70 17830
0 I — 0.0 ;
250 500miz 250 miz
B2 S EmiL—R R (£8) s FRigEER (FB) (CE: -30V)
Inten. Inten.
1 479,25 100 441.15
5000000 ]
1 75 321.20
| ] 339.10
] 50l 187.00 417.05
2500000 1
1 501.25 ] 81.2
] dib 20 257147 1 26].10 479.10
: 30020 1 J L ‘
0o r—r————F J : o ‘M‘ H“ ‘H N —
250 500m/z 250 500m/z
E 13 LB — R UL AEE (£F) M~YBEFRigiEEE (AE) (CE: -15V)
Inten. Inten.(x100,000)
] 403 25 1 147.05 385.15
i 1.257 307.10
7500000 ]
] 1.00
5000000 0757 28745 b o
] ] 279130
] 0.501
2500000 ] 22285
1 0.257 4p335
] 325,25 ] T
o 0.00 !
250 500m/z 250 m/z
El14 EZRMABRREE—FRERER (£F) M~YBFRgiEaEE (GE) (CE: -18V)
Inten. Inten.
] 377,25 100 279.05
7500000
1 75
] ] 321.00
5000000 ]
4 504
] ] 389.15
25000003 25 11.15 2515-15 377.05
] $99 25 1 2 h ‘ ‘
0+ 0 \“‘H“?Ha‘ \H ‘ |
250 500m/z 250 miz
E15 SRM—RUEREE (EF) B FRIEEER (AE) (CE: -16V)
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Inten.

7500000

5000000

2500000

0 T

405,25

1
250

— T
500m/z

LCMSMS-107

Ell6 SATRINEREE—REERE (£8) M8 TR (GE)

Inten.

12500000

10000000

7500000

5000000

2500000

b b b b

44225

0 T

E17 #RURHF—AEUEERE (ZR) MFYETFRIERER (GE)

T
250

— T
500m/z

Inten.
7500000— 423,25
5000000
2500000
] 20270
0+——7L— —r—
250 500m/z

Inten.
100 309.00
120.85
757
505 175.10
161, 023 .15
25 7.15
i
] 405.50
111111111 LlLL o5
250 miz
(CE: -28V)
Inten.
1005 142.20
754
50

251

ol

K18 S NEEIR A —RAUEIIRE (£8) MEYETRaERER (HE)

Inten.

10000000

7500000

5000000

2500000

401,25

0 T

E19 JREMEIREE—RFUEIEE (£R) M~MBTRIEESER (GE)

ten.

T
250

— T
500m/z

In
7500000

5000000+

2500000+

40325

0 T

E20 TROABRIRER— R AUE R (ZR) AEYETRIEIRE (AE)

T
250

— T
500m/z

(CE: -33V)
Inten.
1004 238.90
325.10
28].10
‘\‘H‘\HUU\ \‘ 4‘2:?'19
250 miz
(CE: -32V)
Inten.
1003 295.10
] 313.10
757
1 401.15
50 147.10
1 383.05
25 18 smm
o] \MN‘U\HWH‘H\‘ ‘ ‘
250 m/z
(CE: -16V)
Inten.
1000 163.10
75
50
1 12015 343.10
257
114715  264.95 403.00
oLl \ﬁ il ? ‘
250 m/z
(CE: -27V)
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Inten.

. 417,25
7500000
5000000
25000005 399 45

] 339,20

] 289,70 {

ottt
250 500miz

E21 RERRMEER—AIUEEE (£8) MEYEFIuEEEE (R

Inten.
1 43525
5000000
2500000 41525
1 181085
J / 397[ 0
0 |

500m/z

LCMSMS-107
Inten.
1003 19119 26320
751
] 399.15
] 303.20
50 79.1
1 18510 3p9-10
254 11.10
] 101“' 44715
Rl Ll |
250 miz
(CE: -20V)
Inten.

100 415.20
754 485.10
] 397.05

] 319.15
501
] 279.15
] 37.10
0115
] 247.
R0 i

E22 R RIEEREE—RIOEIHRE (ZR) MFYsTiikEmE (GE)

Inten.
7500000 431,25
5000000
2500000
0——— e
250 500miz

E23 mFE—AFOHRE (ZE8) MEYEFRERER (GE)

Inten.
5000000 43330
4000000
3000000
2000000
1000000  181.10
] 297[75
0 — —
250 500m/z

E24 SUTHRTREE—RFUEIRE (£R) M&~METRIESER (GE)

Inten.
7500000 43525
5000000
1 41525
2500000
] 397[ 5 ‘
0 — —
250 500m/z

250 m/z
(CE: -12V)
Inten.
100 413.20
75
50
] 32305 43115
25+
1 147.05 301- 5‘
o] ‘\‘H‘M\H‘ L
250 m/z
(CE: -13V)
Inten.
1004 34515
754
] 128 97.20
50 27.15
. 433.15
1 249.
257 20?2.15]1 ([
1 Lt ol
o Ll \?\‘ Il ‘
250 m/z
(CE: -20V)
Inten.(x100,000)
i 337.10
6.0
504 309.10
3 397.10
4.0
] 291.4
3.09 237.10 | |[365.10
2.0 4{15.20
114710 1 o79 45510
1.0 171.10 ] 77. T
0.0+—1 —H L
250 m/iz
(CE: -16V)

E25 HhEEAKANEERREE— R AUEIIEE (£R) MEYETIukaEE (R
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Inten. Inten.
] 419,25 1004 279.25
7500000 ] 321.05
B 75j
5000000
1 50
] 1134.95 30295 41930
2500000 25 ]
] 399 1 || heq.90265.
S | ety
0 — T 0 — L ‘
250 500m/z 250 m/z
Fl26 FUKARBATE—RBOHIHE (£F) MEMBETREaHEE (BB (CE: -16V)
Inten. Inten.
1 447 30 1004 12110
50000001 ]
] 75
] 1 345.10
| 50
25000001 ]
i 25 14
i 304,75 ]
0-——— T o \H H‘ ‘
250 500m/z
E27 SATHIKEREE—FEREE (£F) MBI (El) (CE: _23V)
Inten. 7Inten.
7500000 477,30 100] 339.10
: 751 321.05
5000000 ] 439.20
] 504 293.0
2500000 I 45
1 45725 ] rr;% ] ‘
0—+——— H oL MM \“ i
250 500m/z 250 m/z
F2S HRERMEE—RREAEE (£8) NFYETREEE (B8 (CE: -17V)
Inten. Inten.
] 495 25 1004 _121.25
5000000 ]
2500000
] 336,70
0+ i .
250 500m/z 250 m/z
E29 FEEMEEEREE—RRIEIREE (£F) MY BFRgiaEE (GE) (CE: -25V)
Inten. Inten.
. i 317.10
5000000 49525 100—:
] ] 279.05
4000000 751
3000000«? 101.10
] 50 B35.15
2000000«; bk> o5 495.20
1000000 25‘: 0025 20
] 336.70 51725 ] H T T ‘ 4 ?.30
i [ [ 1 H\ il |
o+——t——— 0 I
250 500m/z 250 miz
30 SHA B —RREERE (£E) NS TREEHE (6E) (CE: -17V)



EI-

@ SHIMADZU

Excellence in Science

LCMSMS-107
Inten. Inten.
5000000 477,30 1004 279.05
4000000% i
] 75
3000000 ] 355.10
. 507
2000000 ] 319.
] 1 291.1
1000000 355,20 257 1}9
] 3197q ‘ ;ﬂﬁ 242H1 N 477.30
od+——— o peraitlTATRNSL il 11
250 500m/z 250 m/z
B3 FRAEREE— R FUEERE (£8) MR FRgiasE (GE) (CE: -18V)
Jnten. Inten.
] 489 30 N 381.10
1 1007 44510
7500000 ] 289,05
] 75
5000000 1
i . 7.1
: 50 3710 471.10
2500000 281,05 25094710 26520
] ’ 471[25 1 ‘ 223.1 ‘ 63.15 ‘
0 —— — ‘ ‘ ot 3( HUL ? .
250 500m/z 250 miz
E32 R FBE—RFNEAEE (£E) B FRIEEREE (AB) (CE: -15V)
Inten. Inten.(x10,000)
] 455,25 754 181.05
3000000 1
] 4 121.00
] 50— [ 123.10
2000000 ] 09,10
: 14 34.90
] 25 95 35885
1000000 ] 455.15
1 181.00 ]
1 316[70 1 T
o+ Ll — ; ; ‘
250 500m/z 250 m/z
B33 BAEE—RNEEERE (£E8) B FRIEEEE (A8) (CE: -35V)
Inten. Inten.
] 521,30 100; 301.05
4000000 ]
3000000 75? 319.10
1 ] 7.05
2000000] 507 42915
] 543 30 1 11520 73.20| 503.10
1000000 257 2
R | 7 M AT e
o+——— "+ o \\ L] -
250 500m/z 250 500m/z
B34 PISUKIA N AEREE—R g ERE (£8) M=¥sFridisEE (GE) (CE: -17V)
nten. Inten.
1 503,30 1004 339.05
5000000 ]
4000000-] 757
. b 399.05
3000000 1
2000000-] hg1ho 50315
1000000 48375
| | ki
0= ; ‘ R - ‘
250 500m/z 250 500m/z
E35 KREE—FREEERE (£E) fMFYBFRIEEER (AE) (CE: -17V)
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Inten.

4000000 26720
3000000
2000000
1000000
1 447{25
1 |
0 —— —_—
250 500m/z

LCMSMS-107

K36 REMRAREE—RIUEIHRE (£R) M=YsTRikEEE (GE)

Inten.
] 501,25
3000000
2000000
1000000
] 339[65
o= ; ;
250 500miz

E37 SEFIRARE—RFOEIRE (£R) M&METREEER (GE)
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] 52120
2000000
1500000
1000000
500000
I TR
0o —
250 500m/z
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100] 37320
75
50
] 27815 466.95
25 1 44 186
] 0
? dqw L MHM 1"
oL LT -
250 m/z
(CE: -14V)
Inten.
100{ 293.00
™~ 313.05
50+
] 205.05
] 265.20 500.95
257 4 383.20
1 51.30
ot i T
o
250 m/z
(CE: -17V)
Inten.
- 503.05
1007 354.95
75+
50
] 279.10
1 373.10
251 22;_00 5‘,}.30
1 1850 . 467.0
. Hfﬂ‘ %\H} |

E38 ERMAMFIREF—ROEIIRE (ZR) MYBT Rk (GE)

Inten.
100 505.25
] 550.25
757 527.20
] 411.15
50
25 4851
1 31 1897' 0
o ‘ S ‘
250 500m/z

500m/z

B39 EAKNNAREE—REUEHEE (£8) M8 RaEaER (R)

Inten.
] 52125
5000000
2500000
1 41125 g 5‘9[25
0—+—— —
250 500m/z

El40 RN AERE— R g A

250
(CE: -14V)
Inten.
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751 279.2(
50 337.20
1 291,10
1 185.05
257 % 9}. 5
1147.4
O*My NI P[Py S0940
250 500m/z
(CE: -17V)
Inten.
1004 503.15
75
1 11515 319.00
p 279.1
50
291.15
1| 13520 7.25
254 | 185.05 591.20
it et
0’”“\\‘\\‘\‘\“‘ ‘
250 500m/z
(CE: -17V)

(£E) FMFEyEFRoEkaEE (AR
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Inten. Inten.
5000000+ 17925 100 343.10
4000000 ] “r
1 75
3000000 1 371.05
E 504
2000000] 1 21095 479.05
f 1 170 171
1000000 e '
] 1 36.
1 328,70 1 M\ (m ‘H |
0 T T T T T T T 0 T T T T T T
250 500m/z 250 mz

El41 KB TREE—RFUEHIEE (£R) M8 TREEHEE (FE) (CE: -20v)
2.2 BREMmRAY MRM & 1K
KR ZEKANE SRR MRM &5 EE 42, Hk 39 MR BURMNE 43 s,

11:393.20>373.15(+)
6000‘:2:393.20>373.15(+)
] S
5000—: =
40001 e
] 8
] )
30007 =
] =
20004
1000‘f
0 J
——— ———
0.0 50 10.0 min

E42 BRI ZKINERE T X40.01 pg/mLEIMRM B IEE]

o)
-

1750004

150000

] © ©
1250001 <‘° ©
. I P

] e
e &
10000 e e S R
] NEE Y |
7500 e ——H ; i
] “}““ /\ ‘h‘ L “H"‘— !
Y i O o T § AR ata
i T oot H
T J (0] N
] e B
&\ (s
250004 2
B o A ~
/\I(;\ o
] e
G L_.NVV\WNNWNMM
—————
0.0 25 5.0 75 10.0 125 15.0 min

E43 39MHER FUM R ERE FX10.02 pg/mL MRMEEE (EEE FNHERESHERRS)
23 HMRR

12 P EEFITNE, DUREAELLR, E@IRANLER, RAIMHNEEIROERZ, R 44 Fiw,
41 FhHER BUMERTE 0.01-0.20 pg/mL FRESERIA, &MEXM R, HEXREE 0.9969~0.9999 = [8),
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| B
Y = (4.62155e+006)X + (8458.66) R=0.9999

Area

750006

50000§

25000)
0- PARLIILEL A S BRI P AL
0.00 0.05 0.10 0.15 Conc

3 SACTTEIA
Y = (4.61431e+006)X + (12132.5) R=0.9998

Area

750006
500000

250000

o PRI U SLELIL PN AL
0.00 0.05 0.10 0.15 Conc.
5 IR
Y =(7.01919¢+006)X + (-3895.34) R=0.9998

Area

10000064

50000064

7 fEfbKAL
Y = (1.61909e+006)X + (4104.89) R=0.9998

Area

300006]

200006

100006

o ———
0.00 0.05 0.10 0.15 Conc.

LCMSMS-107

2 Rt
Y = (1.14537e+007)X + (21101.0) R=0.9997

Area

2000009
1500009
1000006}

500006]

¥
0.0 0.1 Conc.

4 SRRt
Y = (3.57000e+006)X + (5712.21) R=0.9985

Area
500000)
o
2500001
e ——
000 005 0.0 015 Conc.

6 FRESREIAR

Y =(1.18551e+007)X + (41808.1) R=0.9989

2500004722
2000006
1500006
1000006

500006]

F——————
0.0 0.1 Conc.

8 HhFEKHN
Y = (1.12887¢+006)X + (2414.65) R=0.9998

Area

200006
150009
100006}

50006

005 oMo 05 conc.
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o



~J =B
u.u?l 1=
SHIMADZU

Excellence in Science

9 BRI
Y = (5.74490e+006)X + (36607.4) R=0.9970
Area
1000000%
75ooooé
] °
500000
25ooooé
04— — T 1
0.0 0.1 Conc.

11 HRERE

Y = (5.32513e+006)X + (29077.9) R=0.9985
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1000000

750000

500000

250000
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o oA
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Y = (4.77915e+006)X + (-11552.1) R=0.9999

Area

7500004
500000

250000}
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Y = (8.48717e+006)X + (-3640.28) R=0.9998

Area
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500000
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10 fESAR

Y =(1.01132¢+007)X + (10138.4) R=0.9999
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2000000
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500000
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Y = (660762)X + (-1075.44) R=0.9999

Area

1250003
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14 R AT BERR B

Y = (4.87707¢+006)X + (375.652) R=0.9995

Area

1 000000—_
750000—5
500000—3
250000—f
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1

o 01
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Y = (3.59088e+006)X + (8645.11) R=0.9993
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A
750000+
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o
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17 HbROT%E
Y = (3.80165¢+007)X + (-59080.5) R=0.9996
Area
7500000
5000000}
2500000
=T
0.0 0.1 Conc.

19 KRR R
Y = (6.07082e+006)X + (4489.50) R=0.9995

Area
1250000
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500000

250000
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21 BER RN BEER
Y = (1.45293¢+007)X + (-8714.62) R=0.9994

Area
3000000
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23 WERE
Y = (2.90207e+006)X + (-759.922) R=0.9996

Area

500000

250000+

O ™
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18 S AN BEER ER
Y = (1.70630e+006)X + (11839.5) R=0.9969

Area
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200000 °

100000}
e R e —
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Y = (7.99005e+006)X + (17037.1) R=0.9993

Area

1500000}

1000000

500000

I
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22 ML RANBERR S
Y = (4.72840e+006)X + (3515.66) R=0.9999

Area
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500000

250000

000 005 040 045 Conc.
24 SALTTRIA T ERER
Y = (1.46112e+007)X + (-6088.86) R=0.9995

Area
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o
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25 HuBRAKANBEELES
= (4.21181e+006)X + (3240.81) R=0.9999

Area

750000
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250000

O e
000 005 010 0.15 Conc

7 ST R
= (2.04363e+007)X + (-52466.9) R=0.9998

Area
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29 FERAAERERER
Y = (1.72859e+006)X + (-1062.27) R=0.9991
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3000001

200000

100000-]

0.0

005 0710 045 Conc.

31 fEfbAKAAER S
= (4.24486¢+006)X + (-27955.0) R=0.9995
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LCMSMS-107

26 BANEERREE

Y = (1.51826e+007)X + (60663.0) R=0.9988

Area
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28 HRRTEERIRES
= (3.06783e+006)X + (19037.4) R=0.9980
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= (3.65106e+006)X + (-7147.84) R=0.9993
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33 MATEEE
Y = (719704)X + (-4320.86) R=0.9983

Area

1250004
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Y = (2.22653e+006)X + (-11192.2) R=0.9999

Area
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34 PISCRARAERER
Y = (2.46431e+006)X + (-15600.4) R=0.9996
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| SUSAN T BRER
Y = (1.71379¢+006)X + (-7081.98) R=0.9996

Area

300000
200000-]

100000

S ——
000 005 010 015 Conc.

El44 417RER FUBR VRO IZ:

24 ERESLL
EE%‘J;FEJ)Z‘?xE’thbmﬁﬁﬂ?d\Lﬁ SEATME 6 2K, 41 F¥) R A R BB B 18] 48 33 AR A R 2= A0 1E T AR A9 A8 3T AR 1R
Z5FE 0.035%~0.559% 11 0.393%~8.97% 2 8, HREFPREZEBERITFNEEZE (WES),
35 REEMEEmRES MER (n=6)
0.02 pg/mL (RSD%) 0.10 pg/mL (RSD% )

WS e B

R.T. Area R.T. Area
1 B E 0.217 7.25 0.249 4.40
2 A= VN 0.559 4.56 0.127 2.82
3 SALTHIR 0.559 4.56 0.142 3.91
4 YLV 0.114 5.66 0.113 3.00
5 o] FFA 0.115 5.66 0.105 432
6 FREDLRIAT 0.226 7.10 0.225 4.14
7 FEhRAR 0.329 433 0.279 0.39
8 HhZE AL 0.216 1.90 0.302 2.74
9 BRI 0.185 7.70 0.211 1.55
10 Ni=i2 VN 0.154 7.20 0.135 5.04
11 HhasiE 0.181 7.25 0.202 4.16
12 SRV 0.277 6.70 0.157 4.70
13 RPN R 0.406 6.33 0.247 2.82
14 SR RFERES 0.241 6.99 0.223 5.35
15 KN 0.253 8.97 0.132 3.54
16 STHEEERES 0.253 8.97 0.198 4.52
17 3K BT 0.068 3.13 0.115 3.18
18 EEUHEEERES 0.424 8.38 0.128 4.73
19 TR JEAABETR B 0.211 4.98 0.125 3.56
20 o] IFAREER B 0.165 4.40 0.154 3.29
21 RESREM B 0.168 5.95 0.097 2.50
22 Ak YN 0.271 7.26 0.087 433
23 A E=E 0.174 6.58 0.063 4.96



~J =B
u.u?l 1=
SHIMADZU

Excellence in Science

24 SALTTAIA T ERER 0.093
25 HhEESKIAFRERER 0.163
26 FUR N EEERBS 0.107
27 ST AT EE 0.104
28 Hh 2 S {ERE TR PR 0.086
29 BURAAFRBRBS 0.140
30 RN EEEREE 0.098
31 BRI ERES 0.078
32 WRIERBE 0.082
33 MPEEE 0.166
34 PSR RELEE 0.166
35 LHEEE 0.145
36  SREMEREE 0.111
37 EEFNREE 0.091
38 ERMANIRELTR 0.087
39 EfRAANARRES 0.098
40 (BRI EE 0.090
41 SEMALTERES 0.049

5.05 0.054
7.19 0.119
5.28 0.083
7.32 0.052
4.25 0.112
4.30 0.052
6.45 0.060
6.56 0.062
3.06 0.056
6.26 0.083
6.26 0.061
3.29 0.059
7.24 0.072
3.81 0.069
6.22 0.041
2.53 0.067
4.82 0.064
8.15 0.035

4.01
3.94
2.65
3.87
2.32
4.08
5.00
5.07
5.64
3.01
541
4.89
3.63
4.22
4.87
1.33
3.00
3.27

2.5 EFUNERER

LCMSMS-107

W SERIZR 1.3 FERSEFEMSEMKATM IR MRM ZE & EENE 45 (£F) , H5 39 figE
B RME MRM = A @iEEME 46, FZAMEKRERTRINFRERER RMEHN MRM GigEME 45 (AE) fE
47 Frow, fla@ingR 41 MR RAE 6 1y, FTWE 6 XRMEIREMBNBHBRENTK 6, AEMIRIREFEZEBE
BrEf=mR (EIKEA 39.4%) FULER (EIEEA 55.0%) P AREBKREHTFERYN BR2REIN, ExvRE
RER E B R SEEZE 60.0%-116.5%, BRBEZE RSD% 7 1.6%—-13.2% (8, RBEEILA 3 1550 10 29303t
B ERERMERER, A EEEREE R 0.18-5.9 ng/ke, E2RIEEN 0.60-19.8 pgkg (HMF6) o

{1:393.20>373.15(+)
12:393.20>373.15(+)
3001

2001
100

PP VT P NPT P T WY | B | Ao

0;M I TN I . L Ll
T T

— — —
0.0 5.0 10.0 min

11:393.20>373.15(+)
12:393.20>373.15(+)
1 =
5000+ S
1 &=
2500 ﬁ
0 J
e e e B L S A ;
0.0 5.0 10.0 min

El45 =EfEm (ZR) MEERINER.01 mg/ke St KAATBZKMMRMEIEE (HFE)
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75000/ |
:ﬂﬁu e
50000 = —" —
250001
RE———— —
00 25 50 75 100 125 15.0min
E46 = EiEMMRMEIEE
: °
150000
125000- AN
] - ©
100000«%’;:/;?;{\—& = = = =
750004 R i jf
S
50000 - ‘u}‘v\ w,ﬂ‘i\: ﬁu‘ ?
25000-] : b@#? .
] ="
0 ]
00 25 50 75 100 125  15.0min
El47 FEmIIFR0.02 mg/kg 39FHBR FUEMRM & iEE
6 FERFUREINMREIE. BHARREERSD% (n=6) K is R EEFR
TS A E Y E N HNER 0.02 hnAR 0.10 EIELE RHR ZEER
(mg/kg) (mg/kg) (ngkg)  (nghkg)
1 B2 PE A 61.3% (10.5%)  39.4% (7.4%) 28.4 2.1 7.0
2 Ay 61.1% (9.6%) 63.4% (4.5%) 1129 053 1.8
3 SV T 77.5% (12.3%)  84.5% (6.5%) 61.8 0.97 3.2
4 S FRAA 85.0% (9.7%) 55.0% (3.6%) 25.9 23 7.7
5 T UL 60.0% (10.0%) 60.2% (4.7%) 48.4 1.2 4.1
6 BESE RN 83.2% (8.1%) 92.0% (4.0%) 92.7 0.65 22
7 KA 87.9% (1.6%) 87.6% (5.3%) 58.9 1.0 3.4
8 b 22 KA 90.1% (7.6%)  95.8% (13.2%) 51.9 12 3.8
9 KA 70.0% (8.3%) 91.0% (1.8%) 57.9 1.0 3.4
10 SR 82.3% (5.6%) 87.2% (4.7%) 30.2 2.0 6.6
11 ph 22 95.0% (10.3%)  102.2% (4.7%)  72.1 0.83 2.8
12 S5m0 105.0% (12.6%)  93.4% (7.0%) 11.2 5.4 17.8
13 Bh L A N BERL E 90.0% (5.9%) 84.7% (3.7%) 39.7 1.5 5.0
14 SRR BEES R 82.1% (7.7%) 77.0% (3.1%) 35.5 1.7 5.6
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15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41

KR
ST HIRERER e
b R T HF
LN
WA YN LT
] RIFABEER B
FRER R BARR
b KANEERR g
R
SRR T B s
Hh ZERANTETR B
FK RS
ST B ER BR
i 2 SR B ER B
ERR 2N T
R B R B
b RAR TR S
RIE KB
AR
PEI SUKAR A BL EE
ZTHRR
REM R AR
B RIAREE
SRR g
EfERAR AR S
b XA
SKUBFAAR T B ER

83.7% (9.1%)
75.0% (9.8%)
97.3% (6.7%)
65.0% (6.4%)
75.7% (6.9%)
65.0% (8.6%)
103.7% (6.4%)
103.0% (7.3%)
100.0% (7.6%)
83.8% (7.5%)
95.5% (6.4%)
85.7% (7.5%)
92.1% (7.6%)
90.5% (7.1%)
103.8% (7.1%)
101.8% (7.7%)

102.1% (11.6%)
99.2% (6.8%)

109.1% (10.2%)
102.0% (6.2%)

115.0% (10.2%)
100.6% (9.1%)
116.5% (7.3%)
108.3% (9.1%)
112.5% (11.1%)
112.2% (8.3%)
97.5% (9.8%)

82.0% (3.2%)
75.0% (5.7%)
90.8% (2.8%)
85.1% (4.2%)
95.0% (3.8%)
76.2% (3.6%)
105.7% (3.8%)
106.8% (3.8%)
108.9% (5.2%)
98.2% (4.0%)
103.3% (4.6%)
108.8% (2.8%)
71.0% (2.9%)
109.5% (5.8%)
106.7% (6.1%)
108.1% (5.2%)
81.0% (5.1%)
89.8% (5.9%)
86.3% (4.9%)
91.7% (5.8%)
89.4% (4.3%)
95.7% (4.2%)
95.1% (4.5%)

111.7% (10.6%)
90.9% (6.1%)
105.3% (6.2%)
80.3% (8.9%)

30.4
70.4
330.9
26.9
70.7
68.3
83.6
36.4
34.9
50.5
22.8
265
263
32
64.9
54.8
74.1
55.0
13.6
10.1
15.9
159.2
11.5
23.1
18.2
27.8
41.5

2.0
0.85
0.18

2.2
0.85
0.88
0.72

1.6

1.7

1.2

2.6
0.23
0.22

1.9
0.92

1.1
0.81
1.09

4.4

5.9

3.8
0.38

52

2.6

3.3

2.2

1.4

LCMSMS-107

6.6
2.8
0.60
7.4
2.8
2.9
2.4
5.5
5.7
4.0
8.7
0.75
0.76
6.2
3.1
3.6
2.7
3.6
14.7
19.8
12.5
1.3
17.4
8.6
11.0
7.2
4.8

N g

AR T — T E B 8 = B PUARAT R (Y. LCMS—8040 S EL itk i 41 Tl BUS =M D 7755, 41 TR
FRMREMESEE, HXRETE 0.9969~0.9999 Z 8, WARRENRSICERRITBTELR, EL5E 6 KHEHR
BE B ja) F1IE E AR AT AR R Z 9 BI7E 0.035%~0.559% F1 0.393%~8.97% =z j8], B BERERIF, Wi RERNR
AERE, BRHiRAR (UK Y 39.4%) FUERH (EIUE A 55.0%) D3R E B WK AT & BN B2 RN,
HEYRERERE BB ZESEETE 60.0%-116.5%, HHRFEHE RSD% 7 1.6%-13.2% zZ (8], KERSEEN 0.18-5.9
ng/kg, EEMRSEEN 0.60-19.8 pgkg, IWERKPZAZREERS, BEBSIAEEIES =FNRFTRIZEHA
AT DU R A K R 41 FhdE R BUS R A9 MTB Ko
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BiEEIE: 021-22013542

http://www.shimadzu.com.cn





