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FE . ASCERIL T EH = E0URAT &R B AN E & P B 2R e Ky A 151443 B FR SR R AR o L PR R R

BENH L. FEFRADKERTE 0.008~0.05 ng/mL Zi&; 7£ 0.5 ng/mL~100 ng/mL RESEEA, AHR
EROEEIE X RER 7 0.9998~1.0000 Z (8], HEMETE 94.6~112.3% Zj8]; Em. B E=MKRET, 1t
SR REE N EIMIEERL RSD E 2 57E 0.04%~0.13% # 0.63%~3.08% 8]; MI+r&E ;10 1 100 ug/
kg B9FE SR, [BIUREETE 77.0%~108.5% Z (8], HERIRAE 70~120% MEBXR, ZHERHES, EEML, HH
B, Bl#E S A+ BRKM L E Y% BEMINE R,

KA ZEMRITRAKAN B FERKM

AR R
* 188 (GB 31656.15-2022) , A73AKNRARKM R EHYINRBER S,
& A IMERE/NBOERF AR, PIR M mBETXT YIRS R,

AR E— S IENTURREY), EKTFE XA IR BE I BT IR S
TRz ER. HR TR E GRS Rlas T RNEE ANEHR (GB31656.152022 B &L L E RN E
R WNEERRRSIABIHIE, BT RKkFrE&R K AR R R S HACEIR B ERNE RIS -
BT HEN R, =R, AEFRIRKNFTERRK. BEXPUEIE) , A HE LCMS-8045 17 7 B
FRZRBRILS P FL B S 1 5R, (BINRKEPSAEEMA, KD B E AU 2 AR DR AN s B BRI
SRR EMANE, MEKGIFIERI—EFFEY) o llpapr
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ARSLLO R A ‘%?: SRR RECAN, BEFREEN:
ZgiEhles o SCL40 BoyiiEss © SIL40C X3
W &k R . LC-40BX3 o Y . LCMS-8045
# B % . CTO-40S BE T {EuE ©  LabSolutions Ver. 5.114

E&BASM . DGU-405
2 D&M

BABE M

& & & : Shim-packVelox SP-C18 (100 mmX.2.1 mm I.D, 2.7 um)
HF (L8 KK\/MBRAF, P/N: 227-32003-03

Fonh M o0 AFE-0.1% BERKAR, B4R - HER

=+ & . 30°C m % ;. 0.3mL/min

MR A L BEER, PIRRE N B 45%, HEARR 0 5ul
BfeliZF sk 1

x1 BEERER
Time Module Command Value
5.00 Pumps Pump B Conc. 65
5.50 Pumps Pump B Conc. 95



|~:j' H
il /=
SHIMADZU

Excellence in Science

LCMSMS-767

6.50 Pumps Pump B Conc. 95
6.60 Pumps Pump B Conc. 45
10.00 Controller Stop

B T R : ESI, EBTFER DLE & E : 250°C

B OBK:: +4KkY MARESRE © 400°C

£ % =5 : @S3.0L/min ¥ O R E : 300°C

F B S5 &S10L/min B & X ZREEN(MRM)

m o H5  =K10L/min MRM & # : &2

it # S &S (230 kPa)

X2 MRM &%

CASNo.  HIfABF F¥EBEF QlPreBais(V) CE(V) Q3PreBais(V)

- 104.95* -11.0 -34.0 -18.0

1 FRIRIR I CisH13N30;5 31431-39-7  296.10
77.10 -20.0 -49.0 -28.0
) 160.00* -11.0 -35.0 -30.0

2 FRERRRDK CisH15N30;5 60254-95-7  298.10
266.05 -11.0 -23.0 -29.0
. 105.05* -17.0 -25.0 -19.0

3 SR FRZRIRIY CisH1N5O 52329-60-9  238.10
77.05 -17.0 -36.0 -13.0
4 D3- FRZRRBKME CieH1oDsN3O;  1173021-87-8  299.10 105.00 -11.0 -34.0 -18.0
5 D3-FEBZEBRM  CH,DN;0;  1173020-86-4 301.20 266.05 -11.0 -22.0 -30.0

CRTEEBRT

B F el b

2% (GB 31656.15-2022 RamREERT A K~ mpRERKM L EAHYRE SN E RIEEIE - REXR
BE) R O“S14EEY” M 8.2 7 EoX &AM mE TR,

B EZR51T8
31 EREM

FRFRM 0.5 ng/mLIES K (EWAE D3- RN D3- FEREKM, RE D517 2.5 ng/mLH 0.5
ng/mL) B MRM BI%EME 1 PR, BIEESBERY, BELTH.

#1 D3-FFBRE #2 D3-ZEFFKE #3 PG #4 ZEFFHIE #5 SEFFHIL
ISTD299.10>105.0.. 9.32e4  ISTD301.20>266.0.. 3.29e4  Q 296.10>104.95 (+) 1.54e4  Q 298.10>160.00 (+) 6.10e3  Q 238.10>105.05 (+) 1.69e4

100.00 100.00 100.00 100.00 100.007

% % %

0.00 00051 0007|.

1 2

1 =AM 0.5 ng/mL iREARE MRM Bi%E
32 RE
0.05 ng/mLBERERK, FEKMEERHYEES FEIEIEN S/N A 3~17, EUEBEFEBIEERN S/N
BRTF 3, 1HEAEHEKEHE 0.008~0.05 ng/mL, RBEMFIRAEERK (0.5ng/mL)o
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ng/mL)o

Q 296.10>104.95 (+) 2.16e3 Q 298.10>160.00 (+) 9.00e2 Q 238.10>105.05 (+) 2.66e3

100.00 4 100.00 100.00

0 - T T T T T T il
050 075 100 125 150 175 200 225
RT (min)

T T T T T T T T
075 100 125 150 175 200 225 250
RT (min)

0.00 T T T T T T T
325 350 375 400 425 450 475 500
RT (min)

E 2 0.05ng/mLEEERR MRM BI&E (IE: E88F, 4. EMET)
(7. FRZDRME, o EFRKK, A fEREKM)
3.3 Rk
BRRMEER, BHIRE2519 0.5, 10 20 50 10¢ 20. 50 100 ng/mL BB EITESRK (B AR D3- B
FKOKOUAN D3- ;2 BEFRRBKM, SREDHIHN 2.5 ng/mLF 0.5 ng/mL) , EifEhE, HEERIF 3 ME 3 Fim.
&3 REMRZER

=7 AR S ALYl HERZEHR HEWE (%)
1 ER 2R BRI D3- FRZASERIE ¥=0.820X-0.003 1.0000 96.7~108.4
2 FRECERZRBRIR D3- FRE FI R Y=0.158X-0.010 0.9999 94.6~110.4
3 E AR D3- FEELFZRBKIE  Y=0.495X-0.056 0.9998 95.7~112.3
Area Ratio Area Ratio Area Ratio
7| ERR R E FRELEATRIRIL 100 -| EEFFKE
30 _: y = 0.8203507x - 0.003328910 30 —Hy= 0.1580906x - 0.01022802 1y =0.4952670x - 0.05641176
E R2=0.9999 R =1.0000 ] R2=0.9999 R =0.9999 - R2=09996 R =0.9998
25 7 Curve Fit: Default (Linear) 25 J Curve Fit: Default (Linear) 80 ] Curve Fit: Default (Linear)
| Weighting: Default (1/C) 3 Weighting: Default (1/C) ] Weighting: Default (1/C)
-| Zero: Default (Not Force -| Zero: Default (Not Force “| Zero: Default (Not Force;
20- 204 60-
153 15 ]
] ] 407
10 _: 10 —: ]
5 5 23
0 1 T 1T 1 0 3 1 T T 0 . 17 T
0 20 40 0 100 0 100
Conc.Ratio (ng/ml) Conc.Ratio (ng/ml) Conc.Ratio (ng/ml)
3 REHL
34AEEMRLE

BA1. 10 #0100 ng/mL ATBER R, BESRHE 6 X, ERNBNEEN, REVEIMIEER RSD ED I
0.04~0.13% #1 0.63~3.08% = i8], MELERIZE 4.

x4 EARRENEMNEEIRESEMSER (n=6)

fREBE 18] RSD(%)

I EFR RSD(%)

FRZRIR A

R (ng/mL)

10
100

0.05
0.04
0.09

2.95
0.63
0.88
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1 0.12 3.08

2 FREFRERDK 10 0.06 1.10
100 0.13 1.57

1 0.08 1.54

3 SUE AR 10 0.07 0.78
100 0.11 0.72

3.5 Bl
= AiFan ) 30047 10 ug/kg #1100 pg/kg, BIANIR R HEIF D4, Z R AMNEINEK, 45 R1E 77.0~108.5% Z [8],
BRI 5 Fivro

x5 [EHK=X
IR E (ug/kg) HMRE (ug/kg) [EUZE (%)
10 77 77.0
1 BRI e

100 79.2 79.2
‘ o 10 8.3 83.0

2 FREFRBRM
100 92.5 92.5
- 10 10.3 103.0

3 S FHIRBK
100 108.5 108.5

i
AXZIR (GB 31656.15-2022 RMREEFATE /K~ mH BRI N H AR R E0VIE BAEEE - SREXR
HOE) » EARE LCMS-8045 217 7 B A FRRIKIL N H E 2 A5 B R RN S B R RIRM RIS %o %
HERBER, EENY, ERES, FIHEEAH PRI EARYREEINER,

BENAE

RERMWEBR(GRE)BRAR - 230
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