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WE: AXRBITFERSE=ZSNRITRERKBONEZEEE/RPILHRAMME D ERRE N- THREEE
Ro ZFIETE 13 min RTANIK, BIEFLERFE, N- WHRE ZERYWRTE 0.5~20 ng/mLIRESEER L
MXRRY, UEFQHRA 0.08 ng/mL. 1 ng/mLiRERBRESHE 6 X, REBFEMIERERIBXSIRERZE
(RSD%) 25179 0.12 % #0 2.10% Z M8, 1 ng/mL REIMAREIHLZNL, FHIEURZERT 108.52%, HEIFIRER
EZR1.07%. ZHEBHBICNENR, BERE, BRI ERIZ/RP N- THEERERSRRRNIE.

KHEIE: N- IHERERE/R ZSNRTRERAN ZEER ERSHERR

BAREFR:
B —MUHBREMHRSAXRERNERS %, NFRHRTIE 0.08 ng/mL.
< BEREMERFENRE, TEERSR, BEEERNPFHNESLR,

LC-MS/MS ENE & FR/RC
VIR AR E N- RS
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ICHM7 ERASHESRENUS, THERKEIAANE
REXEVMER, ERFEAmEENWEEERSMR
RER¥OTHAMASHINTERER L, X
LA AR 2 RO B AN 25 WD B MR o B IR X, BD
IR ERZ 254D R 2 HH KX 22 R (Nitrosamine Drug
Substance-Related Impurites, NDSRI) ,

TEAR E SP B KR PAY N- WHERR & Z5& /R
EESHRRRLERKFEIMEERSEHE, B
RBEIZETERNEN . NDSRI WA R 2 B F %
ERRMmBmEN R IFBAE (Alowed Intake, Al) ,

W LIEED

FDAETFSHRARFE, IHRFERESMNIZF
£ 26.5ng/ X (BB Al) o

AXEMNT LC-MS/MSEMNEEZEERPH
NDSRI & & N- WHERREZE/R, NEXERSHR
ERRNRMHSE,
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1.1 128
ALK RASEESRREEIEN LC-40 5 LCMS-8045 BXAR %, EAREN:
RpEHE . CBM-40 B = #l : DGU-405
W ® & : LC-40DXR Bl #EEE © SIL-40CXR
H R 8 . CTO-40C FRiERNEE © LCMS-8045
B T/Euh : LabSolutions Ver.5.118

1.2 oM
NUEE LN
B & M : Shim-pack GISTC18 (150 mm x 2.1 mml.D., 2 um, Bi# (Li§) LWBMERAT,

P/N:227-30093-05)

o M. AME-0.1% PERIKER; BHE-0.1% PRIE
BRI 0 BBEREL, BARMIEIREN 50%, EERERLE T
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i = 0.5 mL/min O 2 0 10puL
= m 50°C ROE % & : 50% FE2 (& 0.3% FER)
x1 BEXBRER
Time(min) Module Command Value

5.00 HHRE CTO.RVR 1*

5.00 R B.Conc 50

7.00 £ B.Conc 70

9.00 R CTO.RVR 0

9.00 Ed B.Conc 70

9.10 R B.Conc 50

13.00 Controller Stop

*ROEEBEETI®RBMLE, 1 AFREARE

R
BEFHERX . ESI+ 2 0O &R E 300°C
OB E: 40kv g £ =5 &5 3.0 L/min
F B 5 : &%510.0L/min it #E 5 Eiat
DL = E : 250C MBERIEE © 400°C
B#EEX: SREEN (MRM) B B ®E : 30ms
& R B B : 3ms MRM & # : 5?2

*2 HWEMERE MRM HLSE

Q1 Pre Q3 Pre
Bias (V) Bias (V)
N 72.20* -11 -14 -28
1 N- IAERREZSE /R N-Nitrosopropranol ~ 84418-35-9  289.30
145.20 -1 -8 -15
2 EZEIR Propranol 525-66-6 260.20 116.00 =15 =35 =15

D CRRAEER
1.3 tREmAYEC I
ERIREIN- TSR EZERIVER10mgF 10 mLBEMRD , BPEARAM®E, B8 1 mg/mLIREREIBR.
EMRBEL 100 L BEBEREERT 10mL BEMRP, BFREES, BSEIREN 10 ug/mL BIREPER,
WEMLEH : L 50% FEBRANER, BinEFEREEFERZREN 05, 1. 2. 5. 10, 20 ng/mL
MiRES, LMD,
1.4 RETMERE
BI10mg MBERERANER 4R, HREMKE, BFESmLIARE, Y, #E10minfE, BUEETE
BBOED, F12000r/min B 5minfa, EE®RID 0.22 um IEEE L.
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ZR51W18
21 BEERRERDNERERDBEER

EERRERECIERMAT, BIENETE 1.432 min, 4 min BERDTTEHEE ., N- THEEEZEERE
IS8 /9 6.888 min, HiAFIRE 5.0 min EYIEERE, TBRERE/RERD N BRERSHERED TN
g, WTE 1R,

Q 260.20>116.00 (+) 253¢6 Q 2893057220 (+) 198e3
RT=1432 RT=6.888
256 - ]
] 1.8e3 3
2.0e6-: 1563_;
1566 ] 1.3e3-;
] 1.0e3 ]
1.0e6 - 75e2 3
5062 -
5.0e5 - ]
] 25e2 ]
OAOeOZ v 0A0eo-:”|
S AP I 0 2 4 6 8 10 12
RT (min) RT (min)
EZEER (HEM) N- IR E 2R /R (1 ng/mL)
& 1 ERREMDF N- WHHREZIE/REIEE
22BN
Q 289.30>72.20 (+) 3.84e3
Y
11ng 005
+blank 002
3.0e3 -~
2.0e3 -

0.0e0 _MWMMMWAWM—MM’WW
B I e e e T
0.0 2.5 5.0 75 10.0
2 /ﬁ/l EI*[H ng/mLN Iﬁﬁﬂt %/gd *ﬂ—\/&lﬁﬂ MRM §§@1%.

= EI'EJFT\/E, ®MRM EE2EE TR, BirlEL, RIBETFIL, ERMERK.
EE

B
3 2|
RER 3Iﬁ—F@E?ﬁJE%@E%H’i}EEQfléﬁio DM EYRE NELIR, EERAHPLIR, #HTLEETS
#r, N- TEASpZE £ & /RTE 0.5~20 ng/mLIRECEANLM RIF, HXARE KT 0.999, LabSolutions 34X FH
ASTM I EL I, LUEIREL S/N=3.3F110.0, 93t BEEERMC LR, EEMR 0.26 ng/mL, K HRA
0.08 ng/mL,
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Area
11
8.0e5y = 40225.79x + 2365.425
JR2 = 0.9995363 R = 0.9997681
7.0e5—: Curve Fit: Default (Linear)
| Weighting: Default (None)
6.0e5 -| Zero: Default (Not Forced)
5.0e5 7
4.0e5 -
3.0e5 ]
2.0e5
1.0e5
0.0e0 —+—"—"F—"—"F—"F—"F—"—"""T"+—"—"—"T """
0 5 10 15 20

Conc. (ng/mL)
3 N- IFHRREZEERREMLE
24 EBELY
XF 1.0 ng/mLIRAEBRELDIT6 IR, HEEEM LERNDFKIN- THRE L& /RVKRENERSD 70.12%,
IZEFR RSD 5 2.10%, EEMHRT.

#F3 N-WHEESHEEREEMER (n=6)

MiRE (ng/mL) {REBESE (min) {REBATE RSD% IEMEAR IEEFR RSD%
1 1.0 6.899 47194.16
2 1.0 6.888 47230.22
3 1.0 6.898 44714.02
4 1.0 6.906 012 46187.31 =10
5 1.0 6.909 47059.66
6 1.0 6.909 46943.55
2.5 hotRiE W

R @R EERER 10 mg MASHF, #2IR 1.4 s N TR, HmPRIGH N- WHREZERYE.
F2 HWAMERR MRM S

HEIRE AILRE SONBREE 5B = AR ERE
(ng/mL) (ng/mL) (ng/mL) (%) RSD%
1.091
N- PR EEIE R N.D. 1.0 1.093 108.52 1.07
1.072

E: N.D. RRREH,

EERPRIVRER 1 ng/mL BARVERKR, BT/KFEE 3R, #ITNREIKENBEZERL, ®4 8L
WER, N- WHERESEE/ROFEHLEILERN 108.52%, BERERZEN 1.07%.
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W %

AXEYT—MEASE= EE*&HA&FH%HMX/AJ EEIE/RD NDSRI R N- UHRREZE/REENS
o ZITIETE N- IR E R K REERD TE , £ 13 min B5ERid . TiEEER D, Lt REE.

R INEIES Sy oy EoR TLFH?%’%/%/J\EF% S N- RS FE RN

BENALS

52eVERE (PE) FRAE -2H 0

Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel: 86(21)34193983 http://www.shimadzu.com.cn





