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ZI/Rth N- FRgHE X

ZR/REVE

LCMSMS-952

WE: AXERSE=8NRITREKBMUELT ERERP N- THEZZERREWNES E. HEF
SLIOSREA, N- WHHEEZIE/RTE 0.1-20 ng/mL SEEIALMERY, BXRMKRT 0999, REES, EERNA
0.03 ng/mL; 0.2 ng/mLARRERIRERIBR , ELHE 6 X, (REBIE RSD 79 0.045% , IEEFRAIRSD 4 1.68%,
RINBREEERI,; N- THEEZRE/RES0%. 100% 1 150% REBMIREREH K F 93%. , HETIRE
RE < 3.78%, HxEWRTSE, ZHETNEIMVARREHRSE,

KA . SEMURIPREBEM  N- TREEEZEER

FAYR:
> RPES, EEFRZE 0.03ng/mL, MFBEIHEM 0.5 ng/mL KMWEX,
< MAME, BEFRXBFRBEBFRENGE, BIE +4mm AEEREE, BERIEITRED,

BEERE—TMRZ2HET, RLEER
BTOEERE .. BMEMORE.

IR, NDSRI (ZAMERWIHRRE) &EH
HABESINERZE, WHMASS50IHE
BRERELRHTRN, 2023 F, FDPARBAYME
RIS PR 2 R A F R A 2R E 8™ {Recommended
Acceptable Intake Limits for Nitrosamine Drug-
Substance-Related Impurities (NDSRIs) Gudiance
for Industry) , RIWFEXFH NDSRI REHESE

W LR ES

FIIREME T XBMERNIES .

HEl, N- IEEERERRROLNFREE
AN=ZENRFBRRIEE. BOPWBRREKAE. KX
£ 52 =E N IRITBRBREAAX LCMS-8045RX, &
TEHREROBFRMEE, BYTEZEE/RSD N- IHE
BEERRRRRESENESE, %A ARLEBE,
RPES, REMYE, IBTERBZRIEREN
EEN- THEEEEERNIENE, HEAXIEA
REZEMA.

ALRFEBESHRIBEE - ZFE PR RIEEKAY LCMS-8045RX ., BAEEN

IREYES
REREI88 - SCL-40
B R Z® : LC-40BX3
Bl #HAESE  SIL-40CX3
# 8 f : CTO-40S

1.2 DG

EL&BRSY, : DGU-405
B g Y : LCMS-8045RX
&3 T{Euh : LabSolutions Version 5.128

#"EE R 10l
BN BERER

IR G &G

B & M : Shim-pack GISTC18 (100 mm x 2.1 mm I.D., 2 um),
5i# (L8) XXHMBERAE, P/N:227-30001-04

&) A8 A8 -0.1% BEK; B1E-0.1% PR PEE

i E : 0.4 mL/min

= E o 40°C

B I 0 BAEMIBIREN50%, NEREFRIEK
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&1 BEXRBRNERERR

Time(min) Module Command Value

5.00 Pumps Pump B Conc. 50

6.00 Oven Oven Valve 1 0*

7.00 Pumps Pump B Conc. 100

9.00 Pumps Pump B Conc. 100

9.01 Pumps Pump B Conc. 5

10.00 Oven Oven Valve 1 1

13.00 Controller Stop

*RAERERERTREVE, 0 AFREARIE, 1 RRHEANRR
RS
B F B : ESI(+) DL &8 E : 250C
B OB KE: 2k R £ 8 K : 05KV
B & & : +4mm MBERIEE @ 400°C
EMSHRRE : 3.0L/min # 0O & B : 300C
MRS HRE © 10.0 L/min F & 5 & : 10.0L/min
RAEEE . SREEN (MRM) MRM & # : RF2
%2 MRME&#
L i NEET  FOET o CEV) oo
1 '\;%Ef% N-Nitrosopropranol ~ 84418-35-9 289.00 14500 140 100 150
EESEHN 72.10% -30.0 -17.0 =27

2 EZER Propranol / 260.20 116.00 -15 -35 -15

FPRREEBT
1.3 e m R m bl &
FETRFRENN- IR E R /RINER 10mgF 10 mLEERT  BFREARAMRE, 521 mg/mLIMEMREIB R,
REMZECH : DLAKAER, BiREPEREEHRBEERREN 0.1, 0.2, 0.5. 1. 2. 5. 10, 20 ng/mL
MiRES, LMD,
HEETIE: K10 mg IS EEERAFER 4R HEMIE, B 50%BEEKS mLa#E, S, 8B 10minfg,
BEEFEHBLOED, F12000r/min B 5minf&, EE®RD 0.22 pm EER L.

W 45RiTiE
2.1 RS E X REHIN

ERTABNBEEAUE 0 mm ~+ 7 mm, 8 ESHE. RXIRE. NXIRZE/ 5 ng/mL RS R RIS,
MTE 1R,
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(x10,000)

250000 ENX ERX WESI

8.0
200000 7.0]

6.0+
150000 5.04

4.0
100000 3.0

2.0+
50000

1.04

I 0.0- - — e ]
0 7.000 7.025 7.050 7.075 7.100 7.125 7.150 min

0mm 1mm 2mm 3mm 4 mm 5mm 6 mm 7 mm

1T AEBFREHEREBN (£E) M RX BFRARBMLE MS &8 (HE)

HE1 T4, 1) AEABFREEBADRMIBHME: NXE RXZEM, £+3, +4mmit, INES, FM0
ESI £ +2 mm B REMA; 2) AR FREM BN RIGMAAE: BERSUEIZE DL AL, RX 5 NX
BFREM, WECRERER/NN, PL+5 mm LB MEEREERAF: RX BFRREXIDEERE 30.6%,
NX 9 29.7%, B ESI A 62.9%. EEXRERCNT, HEONUISERIRT, ABRESENRSTKEALE,
RAMITREEN
22 HOBEMRESENREERIN

{x10,000) (x10.000)

7.00 7.08 7.10 7.15 7.20 min 6.95 7.00 7.05 ' o 7.10 7.15 n!m

EOBEMNK REBEMN
2 RXBFREOBEMBEBEMN

B EOBENMA, FOBEE 1 KVELER, IMNRIEE , HFEZE 0.5 KV Y, IR FE{E 50%, EFION{E,
TR 0S5 KVENRANEOBE., RIENMNEEREDEENEN, BAZIEREHOEE, 83 2KV, IS
BRERE, RELEEF0SKVEAN- IHEEEEREELNBEBEHTRIZERN.

2.3 Peakintelligence™ BzpiR o0&

Peakintelligence™ RETF Al KIBEENHWEMNUIRS AR, BREFRRY, TEEHNRSSELE, &

OBIHSENRIER. ITE 3R, BEARSERILE,
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Q 289.00>72.10 (+) 401e2

100.00 -

RT=7.066

% -

0.00 -t———

LCMSMS-952

Q289.00>72.10 (+) 4.01e2

100.00 -
' TSR EETY
RIS ERR D
] RT=7.066
% |
0.00 _{

D U AL L
6 VS 9 10

{REBRSIE] (min)
0.01 ng/mL (Peakintelligence)

B3 ARRSEETHEEERD LI

T
REBRIE) (min)
0.01 ng/mL ({Z4i1%)
2ATTEFER

241 DBEEER

ERERERECERET, RENEN 1.463 min, 4 mn EERD T TE2HEME . N- UHEE

.
=g

/R

IZBS B9 7.053 min, 737EPIRE 6.0 min EYIRERIE, T@EERSRENDS X BRERSERRS TR

RURIE, S1FE 4 B,

mV
1750~ 72A 254nm

1500 o
1 o152 Dawd

] N

1250 Emlg d]

1000-]
750
500-]

250%

o]

e e L M s sy
0.0 25 5.0 75 100 min

4
242 FBMEER

Q 289.00>72.10 (+) 8.38e4
RT=7.053
100.00 -
A7 foy
N-IFFHEEZIER
% -]
0 2 4 6 8 10 12 14
{REBESE) (min)

BEBAR UV (Hm) R N- THEEEFHER (10ng/mL) BEE

BHZEAS 0.2 ng/mL FERR MRM E8EE R R, BREL, RABETIL, BEEEERY.

Q 289.00>72.10 (+)

{|blank_002
1.4e3 ] 0.2ppb_002

1,2e3—f
1.0e3-
8.0e2]

6.0e2

7.00e1

4.0e2—f
20e2 Ewww

0.0e0 = o o e

B 5

0.0 2.5 5.

BFI=EA 0.2 ng/mL N- IHEEEZFZRITESR MRM EE21EE

0 7.5 100 125
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2.4.3 ZM45EH
AR 1.3 TN ECHI A AR R RERZIAR . MUCEYIRENELIR, EERANLIR,
N- WHHEEZE/RTE 0.1~20 ng/mL RESEREIARLMER Y, HXRHAT 0.999.

R

9.0e5 | N-IEHEZESE/R
771y = 44959.30x - 483.7691

8.065—5 R? =0.9999893 R =0.9999946

| RofLER: BOA (B4 )
7.0e5 5 { D0AZ: EKA (7—)

\\\\\

6.0e5
5.0e5
4.0e5 7
3.0e5 -
2.0e5 -

1.0e5 4

O
0 5 10 15 20
WRE (ng/mL)

6 N- WHEEERZ/RREML
2.4.4 EERFE LR

SEREZH 2020 ik 9101 oA ERIERSRUY , €8
EE£979 3:1 #110:1 BN MOREXN Ramid BOEA MR, BEIEE

LCMSMS-952

TEMERIFDHT,

PRICH R E, XAGBERLHEE, LUEE
fR9 0.03 ng/mL, FH R 0.01 ng/mL, A FE

7 o
Q 289.00>72.10 (+) RT=7.067 199e2 Q289.00>72.10 (+) RT=7.076 474e2
SN=3.58 SN=14.32
100.00 - Y 100.00 - Y
%- %-]
116 —_——T T T T 7 0.58 -5——= T T L T
6 7 8 9 10 6 7 8 10

{REBAGE) (min)
LOD 0.01 ng/mL

B 7 fHR (LOD) 0.01 ng/mLFIEEMR (LOQ) 0.03 ng/mL &IEE
245 BREXK

{REBRSE) (min)
LOQ 0.03 ng/mL

X4 0.2 ng/mL {RIRENIREBREEZDIT 6 X, HERBNEFIEERE RSD, REBRSE RSD 5 0.045%,

IZEFRAY RSD 1 1.68%, NFBEZERF,
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#F3 N-WHEESFEREEMER (n=6)

MWiHRE (ng/mlL) REEBSE (min) {REEBYIE RSD% IEER IEE R RSD%
1 0.2 7.078 9,369
2 0.2 7.079 9,636
3 0.2 7.072 9,783
0.045 1.68
4 0.2 7.071 9,674
5 0.2 7.073 9,806
6 0.2 7.073 9,770

2.4.6 MIARER ZE L

BEREEEER10mg MERF 4/ (40 mg) , REB13FGEADINHTRIE, FRPERE N- THE
HEZR/RYRE, 3 XREERNFIIENR 0.4 mg/kg. 1RHE EMA AR EY R 18ng/ KR ABAEEK, N-
THEEEZEE/RUEZIHRERN 0.45 mg/kg, IRBIREZ KA 50%. 100% F1 150% #HITHHR, BRI TR AR,

x4 N- WHESZERINFEREMEEZEESER (n=3)

HINE SR E EHEKE  EANTRERE
(mg/kg) (mg/kg) (%) RSD%
0.510
50%
(0.113) 0.513 98.81 1.54
0.511
0.608
NERIZE! 100%
seztsg o 0.4 (0.225) 0.614 93.04 3.78
0.606
0.739
150%
(0.338) 0.737 99.51 3.29
0.731
W it
AXFERBEBSVRIBEE - ZEMYRATRIEEXBN LCMS-8045RX 237 TH M EZE /R N- IIiH
HEZERNQUGE: 1) EFBFESTFRENIIGE, MATHREUE, £ +4 mm &, N- TEEEZEER

NS, EHUEZEURSMNFOMAEMIISREN,; 2) BFREODBEMRELEENMUTRS N-
THEESEROBA; 3) DEAFRA: ZHEAPBENTEMRY, RBES, MiRLIYER, ITRIBTHE
KTV RERFIRATLIETIE.

SENAET

52eWER (PE) FRAE -2 PO

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

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





