SSL-CA14-691

@ 3
SHIMADZU

Excellence in Science

e ke %15 —
] 7I;_L IIJ-"JA 47 Jﬁ%fﬁ
SU12662

I % F FBT i Bk
1&&; 1—%-151%

m’# lm.".

\4

LCMSMS-343

FE: AXENT—MERSRBEXURIAE K= 8 AR R AR AN EA LK PR REAH
Y1 SU12662 9777k, AMEHREZIEIEEARTE S min WIRE. EFRNEHR SN EEREEREHY
SU12662, AXEETIENTREME. &Mt EBR. EEM. BN, &E; EREFH: FEBE. SU12662
£ 0.5~500ng/mL SEEINZ M REF, HRFEIIRT 0.99; FREERA 0.5 ng/mL, £ LCMS-8045 R %, T IURE.
R RENITAMEFEFRERRENEY SUI2662 REHITIRN, NTHRIRKARNNIFEHRE R,

X8, SFRER SUI2662 BEXUKIEEIE= EMMRITRIL

FeBeR—MeEH 2N ZHRERAES (RTK)  BF324 (VEGFR2), KIT MBRR{L#HFE, Ml
U NDFEEEZS, EHSITERIBXEEEAREE  BEKN/ SHEEE.
QHEH@F H—Zar 209 (EE. fnEX. M. FE SR B EEEFRERZ AEHRHYRHRMG
)o FI5TRA, REZABERBEIESS T EEK. P RE TN RRER RS MR EKTE; #in
r iilimﬁ“ﬁ,ﬁiz%ﬂﬁﬁll@iﬁaﬁho FINLRRP, 6 SEIMEREELEERIIL, utnﬁ%ﬁs BRELRRAM
e HIHIEEm AR RN M/MRETEEKE HHARMNEER
F3{4k (PDGFR). #WARFMIERETENHREFRETF AXEZRET—FRE. R REMNAMEZPE
SR (RET) i TR F534 (KIT); EREAFEZE  EEEREABYSERNNTZX, WEESEVMSIE
FR R SRR S MR R (R ), SFeBfest®  RARINFZFMARNFR.
IH 2N ZAEEE R ERBS . PDGFRP. MEAREK

W SRS

1.1 {Y&%

AL RS EBSIURAEE LN LC-30A 5= MR LCMS-8045 BXFAR S, BIFECE A LC-30ADX2
HIRER, DGU-20A, TEZBSA], SIL-30ACMP BEhiEA£8E, CTO-20A #5855, CBM-20A REsiHI8., LCMS-8045
=EPRAT LY, LabSolutionsLCMS KR8 1 T 1k,

1.2 Hfrpt

RIREL R

@i%4E: Shimpack-GISS C18, 2.1 mm L.D. FER: R3 AZBE - /K -DMSO- g ({4FREE
x100 mm L., 1.9 pm 90:10:0.5:0.5); RO AZHE - /K - R

TRENAE: A 4H-0.2% FRERIKIAR; (fAFREE 80:20:0.2) /&K ; HFRBIEIR
B 18 -0.2% BRI 500pL,

AU 0.60 mL/min TSRS HBEBIEIEET, External( #iFEHIMNEE

FREAEIR: 2 pL %), BRE - BREH.

R 45°C BT AREESERE, B ABRIIEIRE A 20%.

HmiEEE: 6C
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LCMSMS-343
=1 BERNEER
Time(min) Module Command Value
0.50 Pumps Pump B Conc. 20
1.00 Pumps Total Flow 0.6
1.80 Pumps Pump B Conc. 98
1.80 Pumps Total Flow 1
3.90 Pumps Pump B Conc. 98
3.90 Pumps Total Flow 1
4.00 Pumps Pump B Conc. 20
4.00 Pumps Total Flow 0.6
5.00 Controller Stop
[ s
BFUAR: ESI, EEFRADT FARBRE : 400°C
B REABE: 45kV BRE: 300C
FUXR: S 3.0 L/min IXBEAT/E] . 30 ms
RS FIEZX 10.0 L/min FEIREFE]: 3 ms
FHES: ®S10.0 L/min wiES: 85
]2 MRMZ#
A B 1P BEE 3P
2R CAS No. AIAET =BT Q re niiEREE Q re
[M+H]* (m/z) Bias (V) CE(V) Bias(V)
E=S * - - -
ﬁ}?f'.a}.% 557795-19-4 399.20 283.10 12.0 250 19:0
Sunitinib 326.15 -21.0 -20.0 -23.0
283.15* -11.0 -19.0 -20.0
Y 326.15 -19.0 -15.0 -23.0
AREASE Y AR M HaRA N
7B$$'§*Maﬂ*q%&m 59277-89-3 270.10 181.10 -17.0 -18.0 -16.0
Orphenadrine citrate
REEEEFXY
1.3 A SR
B FRBEIENRM (B8 >99.0%), -20CELRF.
SUI12662: SU12662 FREX B (&8 >99.0%), -20°CEIELIRTE,
SRERFFHRAASIREL (AR ) SSRGS H PBRREIEN R R, ZRRTF.

BfiZ. Merck /AT, BIER,
ZFE: Merck AE], BIER,

=mfRF.
ERRFo

DMSO: FERIEMTHRAS, Dirsl, ZRFEF.
SKEAZK: H Milli-Q Plus KL RZR KB T 5 R#LHIR.
FiR: WEXIEAT), BER, E 8%,

ERREF
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1.4 X BB A R & NFRA R AV EC I

FHRBRIVEHEER: BEWE 1.12 mg ¥R EAEN RS, DMSO &S, AFRERHEZE 10.0 pgmL, F-20C
IKFEREEIRTE, &

SU12662 FREMERH: FEEIRE 1.03 mgSU12662 FREX R e, FAFREEFEREZE 10.0 ng/mL, F 20°CKFERBSCIRTE,
#=H.

B SUI2662 TIEAK: WBUGERFERERK SUI2662 &R UMATRLL 111 RE, AREREHBRERN
10. 20. 50, 100, 200. 500. 1000, 2000. 5000. 10000 ng/mL( §}2&fE. SU12662) T1Ei; EEEAREHTF -20°C
IKFEEEEIRTE, &

PR GHIBRMREREL (AR ) AVEME SRR : FBEIRE 1.09 mg SRRESR BGIREIEN R, AZBESR,
EEEASETT 4CKEREFEH.

BERZERFMEEREL (AR ) FRETES K. AZRBEHIRERS S ng/mL FRET/ER, EEERRPT 4°CK
faRT, &

1.5 HEmmH&E

FRERZAESR: BRAINIE 95 pL, A S pL FRER SN BIIER, RIEES 30 s FINA 400 uL S HARAEZHE (A
FRRA 5 ng/mL), JRIBRES 1 min JFF 14000 rpm B0 10 min; BUEEFEHK 300 uL, WL 2 uL ##E LC-MS/MS 934

FFRES: BUAIMAE 95 uL, SN 5 uL 87 R &R & SU12662 e TIER . HSM BT RERE RS, 15, .
SRR ESHA 1.5 ng/mL, 8.5 ng/mL. 450 ng/mL,

BES: AMK 95 uL, 400 uL ZRERFERES 1 min, JIA S5 pL FRERENRBIER. 5 uL WRIIER, H
B ISESUE AL i P Z

TYERAES: BEEK 95 uL, fIA S uL FRERESX B IIER. HAMIESRERIREMEER.

E U RIEHER

B (%) = Z X 100%
TERtEmIEETR
|
2.1 FREM R —R LR S B F i REE
Int en.(x10, 000, 000) Int en.(x1. 000, 000)
3.0 ]
2& 2-(*:
2.0 Ls
. 399.20 1 283. 10
1. 57 ]
] 1.0] 326, 15
1. 0] b
0.5 °‘5§ 399. 25
0.0—T————T 0. O
200 300 400 mz 100 200 300 400 mz

Bl &ede—RmiEE B2 #FeBervsTiamutaE
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LCMSMS-343
Inten.(x10, 000, 000) Inten.(x1, 000, 000)
1.50] 6'(};
1. 257 3.0
1. 00 4.0]
] 371. 20 1 283. 10
0.75 3.0
0. 507 2.04
] B 371.25
0.251 183.05 103 326, 15
1 A 05 bl
0. 00--"—+++—+—1+++t—— —— 0. -————r————7 1
200 300 400 500 mz 150 200 250 300 350 nz
E3 SUI12662—ZR EHER] El4 SU12662= B F1aE R
Inten. (x1.000.000) Inten. (x1.000,000)
20
i 4.0
1.5 ]
] 3.0*7
] 270.15 ] 181.10
1.0 1
1 183.00 20
054 11000 101 s
] 33830 ]
1 167\'00 197:00 ‘287.90 \ 1 W
oo tb—t——t—t L 0.0
100 150 200 250 300 iz 50 100 150 200 250 300 mez
Els Air-BRREE—RFGEE Eo WiR-<BERRERIA =S IR L E

2.2 M
BlzmA A 100 uL, ZREMMETTERIE, ERMOE 7~12 . ERER, AZAMERSBIRMLEYETE
BJE. SU12662 K ATRBIEII N THE BRI M

(x1,000) (x1,000)

11:399.205283.10(+) 4.0731:399.20>283.10(+)
125 3.5
] 309
1.00 ] v
] 2.5 =
1 1 £
0.75 2.0 ]
] ] 2
0.50] 157
] 1.0
0.25 ]
] 0.5+
0.00 0.03
T T ] T T ] T T ] T T ] T 7‘ T T ] T T ] T T ] T T ] T
0.0 1.0 2.0 3.0 40 0.0 1.0 20 3.0 40

B7 ZAMEMRMEE-FEHRE E8 IMmiEFEHMRMIEE -£F 2 & fE(0.5 ng/mL)
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(x1,000)
D:371.205283.15(+)
4.0
3.0
20
LOW
0.0
T T T T
B9 z=H{MmIEMRMIERE-SU12662
(x1,000)
$:270.15>181.10(H)
2.57
2.0+
1.5]
1.0
0.5
0.04
P P R UM
Bl z=BIM#EMRMREE-IS
2.3 ZMSeHE
30

Y=0.0550641X+0.00323605

Area Ratio

0 —
0 250 Conc. Ratio

B3 fFeBfemirErhie

A I 352 e 3 A B % R 9 31 29 0.5 ng/mL

LCMSMS-343
(x1.000)
P371.205283.15(H)
4.0*7
1 \
3.0 o~
4 =)
=
o
1 5
2,0*7 »n
1.0
0.0
-
10 2.0 3.0 40

E10 MIFREZMRMBEE-SU12662(0.5 ng/mL)

(x100,000)
1.25 -B3270.10>T8T.10(+)
100
0.75 /
050*7
0.25
0.00 -
e L B
1.0 20 3.0 40
E12 Mm¥EHEFEEMRMEEE-1S
érea Ratio
1 v=0.0720062x+0.00229329
307]
207
107
——
0 250 Conc. Ratio

E14 SU12662IM¥EA AL

I ng/mL. 2 ng/mL. 5 ng/mL. 10 ng/mL. 20 ng/mL. 50 ng/

mL. 100 ng/mL. 200 ng/mL. 500 ng/mL( §¥/2& 2. SU12662), trAEMMZLINE 13. 14 fir, LM AREEEERE
g3, Hipy BERFFWYRE ARRIEETRVLLE, x BRKRMEPFUIRREL

=3 HFREE. SUI2662AEEZSE (LRI, NEAH1/CY)

AR AL, 2 M5Bl (ng/mL) HRE (%)  HEEREr
RER Y=0.0550641X+0.00323605 0.5~500 91.6~104.8 0.9982
SU12662 Y=0.0729062X+0.00229329 0.5~500 93.3~105.3 0.9992
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2.4 BN
BN EEER N 4 Friro
4 BRI (n=3)
B (%)
WREEKFE
ERRE (ng/mL) R  ERRE (ng/ml) SU12662
LLOQ 0.5 100.87 0.5 93.67
LQC 1.5 106.19 1.5 97.83
MQC 8.5 104.44 8.5 108.33
HQC 450 97.71 450 100.25
ks 100.2
gi%i%ﬁﬁ FREBE. SU12662 KNIRHIE TN 93.67~108.33% Z [,
EEESERE
%@: MREKEREHEMN B NEREE, SRR S5 .
RS TIEIBEE S AEHE (n=6)
N HEE BEHRE N BEE EWE
HERIRE (ng/mL) RSD% Accuracy%  TEFIRE (ng/mL) RSD% Accuracy%
0.5 9.04 104.93 0.5 11.64 90.77
SRR 1.5 3.87 105.25 SU12662 1.5 5.76 95.32
8.5 5.37 109.09 8.5 2.18 111.88
450 1.57 99.07 450 2.08 102.15

LZEREN ) SFREE. SUI2662 HINFEZEL 1.57~11.64% > j8); ERELE 90.77~109.09% = jd,
2.6 5% B4

EEREMIFZFER (500 ng/mL) [FHEDTEAiEM, EREFEEE. SUI2662 B RFRYFHENIBEIT B FRrL
BT

(x1,000) (x1,000) (x1,000)
1.5-1:399.20>283.10(+) 2:371.20>283.15(+) 533270-15>181-10(+)
] 1 2.0
] 2.0 1
1.0 1 15
] ] 1.0
0.5 1.0 :
Mm_ ] MWW N
0.0 0.0 0.03
—_— - SRR
0.0 2.5 0.0 25 0.0 2.5

E15 &FeBferkBERERIE E16 SU126625% BEEEE E17 PRGBS A
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2.7 =RFREM
EE= MREKE RIS MmN R E 3 h I8EM, ERWFE 6.
i“%é E/m*:c:ﬁlﬁ(n_:;)
Fna s YEEE BHE En sy BEE T
FERIRE (ng/mL) RSD% Accuracy%  FEFIRE (ng/mL) RSD% Accuracy%
0.5 5.32 108.67 0.5 447 100.07
SRR 8.5 5.60 100.03 SU12662 8.5 2.06 106.65
450 0.43 100.05 450 0.13 101.94
CEEEIN  S4FREE. SUI2662 MEFEREEENE 3 h WiaE.
2.8 SRR EM
= MNREKEFERNIRET 6°CHERTNE 24 h FREM, ERUNF 7,
=7 BREEREMM=3)
EEN e BEE EHE Fn R BEE T
HRIRE (ng/mL) RSD% Accuracy%  PERIRE (ng/mL) RSD% Accuracy%
0.5 6.47 112.40 0.5 13.46 94.67
FRER 8.5 3.16 100.06 SU12662 8.5 0.91 96.92
450 1.25 98.59 450 1.93 101.35
HERRIE, 2EEERE. SU12662 MEHFMMIEFT 6 CHFEZFNE 24 h FIRE.
2.9 REGRIREM
ZEE=AMREKEFIEHEMRE = RFRIIRENM (F 200CEERBEY ), ERWFE S,
=8 AR EM®n=3)
EE e BEE I (EDlk7i) i BEE T
HERRE (ng/mL) RSD% Accuracy% — TERIRE (ng/mL) RSD% Accuracy%
0.5 7.84 97.67 0.5 6.39 88.53
FREE 8.5 5.31 103.77 SU12662 8.5 1.41 104.12
450 0.56 101.31 450 0.99 103.65
ERRI, REFEBE. SUI2662 MEMHERE G =XEIE.
2.10 KEAfR E M
EE = MNREKFE IS -20°CKFERE 15 RIeEM, ERNEK 9 Fr.
FR9 HEFREMDO=3)
(eI YEEE EE FN R/ BEE T
FERIRE (ng/mL) RSD% Accuracy%  HEFRIRE (ng/mL) RSD% Accuracy%
0.5 5.41 98.00 0.5 3.06 93.73
HREER 8.5 1.65 99.00 SU12662 8.5 438 96.80
450 1.10 99.65 450 0.62 101.02

ERRIE, SEFEEE. SUI2662 MIZFERT -20°CRHHE 15 RARE,
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&g

$F/RA 2. SU12662 7€ 0.5~100 ng/mL SEEIIIL M BT, HISCREUIAT 099 ; FRm BRI 0.5 ngml (7R,
SU12662); #F/EEJE. SUI2662 1)K, . SRERRR BB EAE 1.57~11.64% Zj8); AR 90.77~109.09% Z [8];
FFRRBE. SU126602 K. F. BREFERENIRAIRBNAE 93.67~108.33% Z 6, FF/EBeHHFERERATE;
G RESTINEETE R, R3 BRI RFE A S - 7K -DMSO- FEE (fAFREE 90:10:0.5:0.5); FEEBAYEARIE T 47
;R
/I LCMS-8045 R%G5, TIMBRE. R, IEMXAME PERBRR LAY SUI2662 SRAFTEN, M
MRS EARERARI N ERRBE R,

[ BN ARARFRZFFHL

EETHRILXEMIE 1805 LZE R Z #0801k Bi@EIE: 021-34193996 http://www.shimadzu.com.cn



