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LCMS-QTOF tfraRixatch 15 #pEn T Bpik
REX Y]

LCMS-QTOF-123

HE. AXETEZBSZRMEEIE - YT BEEIEMN LCMS-9050, 2% (BmP 157ET (BT) . B

AR EEEETEMSEOBOPERIE DAY , MEISHERT . BREEEMVNS P _REIEE, &8

BESERHITEMESNT, ABNEREBERETEES, BX 7 1508 T . BREREZECORNTS

. BiEFERLERER, 15 MBEMRAEEWTE 10~ 200 ng/mLIRESTERN, EEXREHKTF 0997, EHERE

84.1% ~114.8% z{8; BIRZES 77.3% ~ 103.5%; WNARRENIZVERRFETOMN 6 IR, HERBIEMIEEmR

RSD 4879 0.02% ~ 0.05% F1 0.74% ~ 6.36%, {XSBFEHRERIF, NI EIRTE 0.017 ~0.093 mg/kg Z I8, 5%

RERMTIRERNER, IEXNIARSEFER,

X423 LCMS-QTOF BT BpEL EMDIT EEDF

BEARYES:

< £ Insight Explore 1R E " BMMINFIERG" 28, EEBUNSoWZREEEF, JIMERY
BYRIRIERE EEHERIA .

15 ML SR HBRTE 0.017~0.093 mg/kg 28, FIRELER 1.0 mg/kg I HR .

BT . BB R EBREOTEMEMUIIEAN—KR
BEEREEEMEMOENLEY, RESFTERRN
MR, BERMSTREIER, BHRAED FEM
AINERBT R, HRER. ARENSSHEER
. ZEYEEERHORERIEN, KEBE
EBASBANCHERRTE, 5| KBMEEEL.
ERESSESMER, B TENEFEERBENERS
ERSM, WEBRAFUEYIL. ZrERESERR

W LIEED

ENRERMENEE.

AXSETIHURERF 2025 E3 B EKHHNTS
AR [2025]119 S K EBmT 15 7 EST (B7T) . B
EA R EEERTEM SR BERKR G EY , FH
533E LCMS-9050 BB R & 1% - FURAT KT [E
BEARIE R T 15 8T . BB REEMNES
D E,

IAEVE:
533# LCMS-9050 S RURME & & RIT YT B RIEKAN, BEfEREN:
Al © SCL-40 Bt S #l : DGU-403
B O® | : LC-40DXSx2 # & % : CTOo-40C
Bah# e SIL-40C XS B & L : LCMS-9050
B T {Euh : LabSolutions Ver. 5.128, Insight Ver. 4.3
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1.2 Dt
IRAB B &Mt

& & H : Shim-packGISTC18 (100 mmx2.1 mm1.D, 2 um)
AR B B . 8#E (L8) XKEMBRAE, P/N: 227-30001-04
oo A A-0.1% BERIKIBIR; B- ZHE
i = : 0.4mL/min
B K R 3uL = & 40°C
OB DR - BEER, BIRENBES %, NEREFLER,
1 REBENERER
Time(min) Module Command Value
1.00 Pumps Pump B Conc 15
12.00 Pumps Pump B Conc 98
17.00 Pumps Pump B Conc 98
17.50 Pumps Pump B Conc 15
20.00 Controller Stop
FiEF M4
BFMHERX . ESI+ EHSMRE - 3.0L/min
¥ O B K : +45kV FES®RE : 10.0L/min
O & E : 300C MHAESME : 10.0 L/min
DL & E : 250C MBRIEE © 400°C

H # # =X : MSScan(m/z300-800); MS/MS

1.3 Hmbl&E

FEMBFREY 1 gl (FBHZE 0.001g) EF 50mL BEEELOE (3.5.3) &, M0A 40 mL PE, #BF12E 15 min,
REE=R, F4000r/minBA5min, EBERESHEBRESOmL RERT, BFEEREZE, BY. BUE=S
EERIHFLRESE, FUE.
1.4 B RICE #4686 &

EREEERER, £ 13RI EFNEETSBERAR, MUIERHIRES 50 10, 20, 50, 100,
200 ng/mL RFREAR, BFEZERTAEHL,

B ER5iE
12 hoFEHN 15 PERMEMBESIRERRETNE, UEBRYM—RBIEEFH MS/MS ZR R

ERIEEABFEICKBRE 5 ppm ARREIEE, —RABTFFEE, —SEFFBFENIEEBF, L
W7 15 MeamnEt. €80, HEMERATR .
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A

FS  {EMER CAS S

1 [50 77-09-8

2 T 125-13-3

3 SREEER T 115-33-3

4 AT 2943075-86-1
5 RSB T /

6 SREEEN T /

7 BT /

8 XM APEET 2943075-87-2

9 NHCHBET /
10 =HFRPHERT /
11 6-&aANAEBT /
12 5- RET 861070-76-0

13 5-SEEENT  2910823-02-6  CogHysCINO;

14 WRER DT 17692-24-9

15 WEDTEERREE  14008-48-1

x2

2FR
C0H1404
CyoHisNO;
Co4HisNOs
CyHasNOs
C3,H3sNOs
C54H3NO;
C3HasNOs
CsHNO;
C34H3sNOs

C32H27NOE>

CyH1,CINO;

CyoHisNO,

CoHisNOg

15 MBI AMS O P RIES

BIARF HiEREE C

319.0965

318.1125

402.1336

430.1649

514.2588

542.2901

570.3214

454.1649

538.2588

522.1911

448.1555

352.0735

436.0946

334.1074

418.1285

40

40

40

40

40

40

40

40

40

40

40

40

LCMS-QTOF-123

MS/MS R BF
225.0546,197.0597,141.0704
224.0706,196.0757,168.0813
224.0706,196.0757,168.0813
224.0706,196.0757,168.0813
224.0706,196.0757,318.1130
224.0706,196.0757,318.1130
224.0706,196.0757,318.1130
224.0706,196.0757,292.0974
224.0706,196.0757,318.1130
224.0706,196.0757,358.1438
242.0612,214.0663,186.0714
258.0316, 230.0373, 223.0628
258.0316, 230.0373, 223.0628

240.0655, 212.0706

240.0655, 212.0706

2.1 EHEDHT
2.1.1 BirEMFIE

ET 13 Fmal BN FmETAIE, 2% 1.2 9MERANIRER ERS O PNEEEER S FmETOM.

BREIAFIE SNk 3 Fis

Fs FIBIIR
1 REBEY(E]
2 RE T
3 B

4 BRENBFEEL

3 BRI HERM
HEEM

Bir5 SEinERUBERFANEMARENBNENMRERAT £2.5%

—KBEFR2NFEZRERBFH m/z BXY{HEZES 5 ppm;
& m/z<200 B, EEIHRZER <1 mDa

BURESH—, m/z FEBRIEIANREEREEK
2N EEERRBFEENBEFEEMTERAARTFREEK
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LCMS-QTOF-123

212 B MEIRER

FERMESREL 15 ERMEEMB ZRRIERE, XA MS/MS ERKERE S 100~1000 ppb 89 B iR
EMREIVEBRREARE CEEEETHRIELHIE, REREMWNEESSHN ZRELEE, WERIEEHITRE
RER, BT 15MET . BEBKREEMUMN Q-TOF oM ZREEE, BT RMFERHTHIERFEEM,

3 e - T I C 62 BT wswsi-) - & x
B DABT. BETREEE QTOF ENEEmb
(B
] Ji
| Siaii2s00 |camisNGE = e
31812500 | CZmH1NO3
318112800 | CEORING3 | 31811250 =
i & o]
51 (1reaes DT 534107400 [Ca0MISNOA =
52 |1Tewezes TS | 33107400 | comnsnos =
53 [1wee240 | mmsT 534107400 |CaOM15NOA
54 [17sse-aes  GEOT | 33a107400 |camw1sNOR =
55 |17682-240 YT 334107400 | C20M15NO4
T = [N
! =
i
319.096500 | 2041408 = =
oses00 | Comi1a0a
| Sinooeson cammios = -
319096500 |cz0m1408
| sisaseson oo T
52073500 |CZOM1ACNOS I-
=
i 5 =
7 Josn B = s=n
T wa o
wronse 554
10u7-
pre
0e8
a6
e . 340
sous-
5780
e =
o i
1006
= 1TE
asnn
Yout Juantisn rimﬂsc | ] a
12 T 1688y raar = ‘ amoemo
e i ] Bl L 2]
PR R BT R R R R R A AR BRI AR R R R R N R R e
— - N
& PAN = ] oig E:F
1 15 Birvas o PRIE

2.1.3 HFmEED T
£ MS/MS IERXWHRFETOH, &I Insight Explore RIFRE " BIRMHIAFIERMG" HXSH, WH
m P BTN, SERENE 2 RO

D) @ErEeE - £
— /AR %
|| BS  OE  EENE (MSnEEE KAY |8 00 EE E=slan
Ed Bwen == 57% | ppmON | +/- ppm Jmiz RT &) BHmT
|| Y Y Y
[ ] 5.0 [[319.0965 ..| 6.677| 197.0597-225.0546-141.0704 ...
A\
ST - 1D#: 1- Bi5 m/z 319.0965
“ BE N ETEEL,
WA #1-BE - RAGER — /AR
BHET | m/z = EFU) | o=l (8W) | =el (89 | RSSEEcs) | ppm ON +/-§
R 197.0597 |4 12.99 30.00 | 9.09 - 16.88 []
2 225.0546 . 4 2.79 ---- 50.00 (1.39 - 4.18 [ -]
3 141.0704 |4 51.00 ———- 20.00 (40.80 - 61.20 [ ]

\

2 Insight Explore D8 £0%E
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LCMS-QTOF-123

DPIERBERZEFRCHEEBE, B EMNEFRENEREN 0.30%, MS1 EREIHRZESN -0.407 ppm,
MS2 1 m/z 197.0597 R b fm & 9 -3.164 ppm #1 -0.62 mDa, m/z 225.0546 B9 & far b fm = 9 -1.022 ppm
M -0.23 mDa, ZZIEENEMERSS KT 90, BEES N 99.65, BEFRLERNE 3 iR, HEARGUERE
EER MS2 FRIEEWMNE 4 Fis:

E N N T W T S s
-] | r hd v | r b k| hd A r Rl hd
a | 1 | 6697 0307 319.0965 | 319.09636 0,407 § -0.13 | 197.0587 2250546 141.0704 99.65
s | B2 [kEwER |ELEWER | Ref | SERI (ppm)| Ref | BRI (mDa) | Ref | MEE% |Ref 1 8. || Ref 2 BSHRM (ppm) | Ref 2 DI (mDa) | Ref 2 BUE% | Ref 2 2072H] |

b bl G i b hd T » ha b x

1 [ [T 3046 Tez 1215 |0.00 - 1688 1022 023 360139 - 418
3 Insight Explore £ 45 R{LE
Q3190065+/-50ppm (1 oo 1.90e5 TSt R 6690-670016531-6827 251es 1 O e g T 0088 e
R11212 (909 - 16,88 2005 ] 115.05370)
R2404>{1'39:418J 'LOES*_
15e5 -] R3 54.15 (40.80 - 61.20) 10503267 /15|.053§8
1.0e5 -| 000 } 32110255 32181707 00&0; 77oi379“el I # 1/ l‘,225.05423
v o Ll
0.0e0 10e6 319.09649 ‘:0:7 : N
575 600 625 650 675 700 725 750 B 350 R 'm :;:05370:3;'06%0260 T —
(R (min) conaor 1o0ee EHBE (+) CE:45.0 (REBRYIED: 6.622 FEAEHNE89 1.00e7
4 Insight Explore AMNERBIEE . BEER MS2 RiLEFE R ILEE
22 EEDM
2.2.115 M ERCEMIME R REHRRERIN—REILE
4.0e4 -
3.0e4 -
2.0e4 -
1.0e4 -| A A H
0.0e0 +— - e — —— e —
é é ; é é 1‘0 1‘1 'IIZ 1‘3 1‘4 1‘5
RT (min)
5 15 B EMINERR—RIZENEIEE (10ng/mL)
Q 319.0965+/-5.0ppm (+) 221e Q318.1125+/-5.0ppm (+) 6.11e Q402.1336+/-5.0ppm (+) 3.35e
- Y E v
2.0e4 8.0e3 - 3.0e4 -
15e4 ] 6.0e3 :
] : 2.0e4 ]
1.0e4 - 4.0e3 7 ]
] ] 1.0e4 ]
5.0e3 ] J { 2.0e3 - 0e i k
O'Oeo:...l....|./.\. ] o'oeo-""l""l'"'l""O'Oeo-'|""|""'|""|'
6.0 6.5 7.0 7r 55 6.0 6.5 7.5 8.0 8.5 9.0
Bk [ WEEEY T
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Q 430.1649+/-5.0ppm (+) 2.17e Q514.2588+/-5.0ppm (+) 7.79e Q542.2901+/-5.0ppm (+) 137e
A\ 4 A\ 4
2.0e4 ] ]
] 6.0e3 ] 1.0e4 -
15e4 ] ] ]
10e4 4.0e3 4 ]
] 5.0e3 -
5.0e3 - 2.0e3 ]
O’Oeo:l""|""|-"'|"'O'Oeo_-""|""|""|""O'Oeo-"l"'-l'-"l""l'
8.5 9.0 95 100 115 120 125 120 125 130 135
WAE T Nk T WEERD T
Q 570.3214+/-5.0ppm (+) 117e Q454.1649+/-5.0ppm (+) 1.19e Q538.2588+/-5.0ppm (+) 7.62e
. Y A Y
10e4 E N :
e E 1.0e4 : 6.0e3 -
7.5e3 - 7.5e3 ]
] ] 4.0e3
5.0e3 - 5.0e3 4 -
253 25e3 - \ 2.0e3 -
0.0e0:_m|_m_m|_. 0.0e0:“|_m_m____l 00e0 L
125 130 135 140 9.0 95 100 10! 115 120 125 130
WEY T XAR PEEE T XA PEEE T
Q522.1911+/-5.0ppm (+) 1.87e Q448.1555+/-5.0ppm (+) 127e Q352.0735+/-5.0ppm (+) 345e
A\ A\ . A\ 4
] ] 30e3
154 ] 1.0e4 - ]
104 A : 2.0e3 -
] 5.0e3 - ]
5.0e3 - ) 1.0e3 -
O'Oeo-l'"'I""JI\‘\"'I"' ()'()e()-"'ll---|‘-1't''|"'-|O'Oeo--|-"'|""|---'|I
105 110 115 120 9.0 9.5 100 10 6.0 6.5 7.0 75
—HRPEE T 6-mNAE T 5-&f T
Q 436.0946+/-5.0ppm (+) 127e Q334.1074+/-5.0ppm (+) 3.58e Q418.1285+/-5.0ppm (+) 242e
v A\ 4
1.0e4 - 6.0e3 - 2-034‘;
] . 15e4 1
h 4.0e3 - |
5.0e3 - . 1.0e4
20e3 1 5.0e3 JA
0'Oeo-|"--|-"'|""|-I O'Oeo-'lllllll--w--"l' O'Oeo:""|'---|L"'|""
8.0 85 9.0 9.5 55 6.0 6.5 7.0 8.0 85 9.0
S-S XEEED T WEn > T WEy LT Eara e

6 15 M BIRMCEY—RIZENEIERE (10ng/mL)
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2.2.2 BRFEHI %

12 ERAENE , PORENEEHR, IEEmIR AN LR, RBIMREZ Y BRI RER 2 (RUERLZILE ),
15 M EMERNLEMERETER, BXRETE 0.9981~0.9998 28, FIKERIEILAEREE 84.1 %~114.8%
208, HMRXMERY, 15 LAY ER (ASTM, S/N=3) 7£ 0.33~1.85 ng/mL 8], E{REE. £MH1E
BXRAB RN HRIE 4,

Area
5.0e5 &7
53.514x - 4117.6¢

Area
et

W
252.983x - 3198.578

180,131+ 47029.2

45e5
40e5

24t 89
R=09995876 R = 09997938
Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Defalt (Not Forced)

5
R?=09985028 R = 09992961
Curve Fit: Default (Linear)
Weighting: Default (None)

Zero: Default (Not Forced)

=6
1266 =097

6
2254 R= 09986117

J curve Fit: Default tinear)
Weighting: Default (None)

1.0e6 | Zero: Default (Not Forced)

35e5 185 1
30e5 15e5 8065
25e5 1
1365 6065 ]
205 1.0e5 1
1.5e5 4 75e4 40e5
1.0e5 504 ]
20e5 |
5.0e4 25e4 1
0.0e0 T 0.0e0 T — — 0.0e0 -1 T — —
0 50 100 150 200 50 100 150 200 0 50 100 150 200
Conc. (ppm) Conc. (ppm) Conc. (ppm)
Area Area Area
SHET EE T TR
1381534x-3497.126 25€64) 1230037y + 4342853 1826 4 y=9033 953« + 10508.27
R1=09993342 R = 09996671 R=09973969 R= 09986976 R1=09993923 R = 09996961
25e5 23e6
Curve Fit:Default (Linear) Curve Fi:Default (Linear) 1.6€6 3| curve Fit: Default (Linear)
Weighting: Default (None) 2066 ] Weighting:Default (None) Weighting: Default (None)
Zero: Default (Not Forced) €6 | Zero: Defalt (ot Forced) 1 4e6 - Zero: Defauit (Not Forced)
2065
1266
15€5 1.0e6
805
1.0e5
© 6.0e5 ]
4.0e5
5.0e4
20e5
0.0e0 - —_ - . —_— 0.0e0 : — -
200 50 100 150 200 50 100 150 200
Conc. (ppm) Conc. (ppm) Conc. (ppm)
Area Area Area
SEWRHT 23e6 | FABT
y=6716314x-32159.40 11326 82x -41539.97 4585
1266 J7=05587183 R=00593589 R1=09993342 R - 09996671 1406 JF 05974175 R=03587079
€03 Curve it Defautt (Lnear) 20663 Curve i Defautt (Linear) €% 3 curve Fit: Defautt (Linean
Weighting: Defaul (None) | Weighting: Defaut (None) | Weighting: Defaut (None)
1,06 | Zere Defaut (Not orced) 1.8€6 3 Zero: Default (Not Forced) 1,266 -|Zero: Default (Not Forcec)
15€6 1.0e6
8.0e5 E 3
13e6 4 1
| 80e5 -]
6.0e5 1069 1
E 6.0e5
7.5€5 | 1
40e5 o 4065 ]
5085 - e5
2065 2505 ] 20e5 |
50 100 150 200 50 100 150 200 50 100 150 200
Conc. (ppm) Conc. (ppm) Conc. (ppm)
Area Area
2.0e6 | WARFEET 1.6e6 WEHT
10116.60¢-72781.43 8042.963x-71647.68
1806 JR=05071911 k=0 085046 25¢6 ki '09070939 R- 09909464 1 4eg ] -o597814s R 09989009
Curve Fit:Default (Linear) J curve it Defaut tinean %6 3 urve it Defaul (tinean)
1.6e6 -| Weighting: Default (None) - Weighting: Default (None) | Weighting: Default (None)
Zero: Default (Not Forced) 2.0e6 | Zero:efault (ot Forced) 1,206 5| Zero: Default (Not Forced)
1.4e6 1 1
1.2¢6 ]
1.5e6 -
1.0e6 4 ]
8.0e5 1066 ]
6.0e5 b
4.0e5 5065 ]
2054 1
00e0 - 0004 ——— - r ——— ——— - r ———
200 50 100 150 200 50 100 150 200
Conc. (ppm) Conc. (ppm) Conc. (ppm)
Area Area
14e6 TR SRR T TEERT WEMT
26 || - 7280.295x - 52068 46 1y = 6500.962¢ - 17053 33 Y= 4010.649x + 1431143
{re= 09962202 R = 09981128 1206 JRt=09979791 R 09989890 R1-09991729 R = 0.9995864
1206 -| Curve Fi: Defaut (Linear) J Curve Fit: Default Linear) Curve Fit: Default (Linear)
Weighting: Default (None) ] Weighting: Default (None) /eighting: Default (None)
Zero: Default (Not Forced) 1.0e6 | Zero: Default (Not Forced) ] Zero: Default (Not Forced)
10e6 4 1
80e5
805 b
6065
6.0e5 1
4.0e5 ] 4.0e5
20e5 20e54
0.0e0
0 50 100 150 200 0 50 100 150 200 0 50 100 150 200
Conc. (ppm) Conc. (ppm) Conc. (ppm)

B 7 15 MRt
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F4 15 MUESMRERLER

HEMEBIR REEESE) (min) ZEMESEHE (ppb) MEXHREr  EHE (%) EEHEHPR (ng/mL)

1 BAEA 6.051 10~200 0.9998 95.0~106.2 0.33
2 BT 6.314 10~200 0.9993 90.4~114.8 1.02
3 WXE&EY T 6.677 10~200 0.9986 84.1~107.5 1.57
4 WAET 6.783 10~200 0.9997 93.0~113.1 0.58
5 WSEBT 8.297 10~200 0.9987 85.9~106.0 0.89
6 BT 8.525 10~200 0.9997 88.8~103.3 1.04
7 WIEET 8.892 10~200 09994  87.4~114.3 0.69
8 WIAE BB EY T 9.458 10~200 0.9997 95.3~107.6 0.91
9 I BELEY T 9.644 10~200 0.9987 88.6~113.1 1.13
10 SHRPEEBHT 9.683 10~200 09986  89.8-115.3 1.85
11 6- EREET 11.477 10~200 0.9990 84.7~111.3 0.73
12 5- ST 12.046 10~200 0.9989 87.4~112.7 0.96
13 5- SIXNEEER T 12.353 10~200 0.9981 86.5~109.5 0.52
14 WERD T 12.740 10~200 0.9990 90.5~105.2 1.24
15 B T EEERER 13.390 10~200 0.9996 92.5~107.5 0.87
2.2.3 #%52

EEFEE%JZ{ /&fgaﬁ/tbm*ﬁlﬁlﬁ/&{&;ﬂﬁ*¥ iﬁ\iﬁfgzﬁﬁllméu’i %g’ﬁ( E‘E“Eo —E%ET/
15$¢{%A%T%/Z‘2FTE’JR ZEY B FNIE E AR AR SRR ZE 2 BUTE 0.02%~0.05% F0 0.74%~6.36% 218, X248
BER,

2.2.4 INtRE L ZE

EE AR (AEFEREMRARGH 15 M BERMEEY) MA—ERENEERE (IIRKRENE 12 FixR) |
RIB21PHEREIERE BNREFTHEINER EPERARCGRIQE ) MMNFHENeIEE S5 L TE 89,
IAREE MR ER B R 15 MUCEYBERIMRERETE 77.3%~103.5% 28, MELERLERNE 10 .
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3.5e2
3.0e2
2.5e2 -
2.0e2
1.5e2
1.0e2 -

5.0e1 |

0.0e0 iy

RT (min)

E 8 Z=HaFEm—RIENEIEE
1.4e5
1.2e5-f
1.0e5-3

8.0e4 |

6.0e4

4.0e4 ]
2.0e4 lj\
0.0e0 4

T e e e

B9 2.5ug/g AR —RIZENEIEE

RT (min)

o IFRRE (2.5u8/g) @ INFRRE (5.0ug/g)
120
115
110
105
100
95 |
90 | @
85
80
75
70

DAREIKER, %

e

— &

| B

— B3
B

| B3

—
R A 3
— BT U 3
—ZEE B
| BEH -9
—| EE-S

| S-S
s =
TR S a3

10 IAREURERLER (n=3)
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B &iC

ARIF A LCMS-9050 MUARAT $ATBY ERERER RN, ETAREMRME 15 7T . BEREXCMS oM
“REERE, FESHFmIIE T EEERERN, BNRBIMREAN 15 USMHTEES T, BT 157
BT B EA R EE BRI E HIEFRIEERRBERGE  BEEMLNEREXBIETRRIARY, HE(R
m 15 MENT (BT) . BEAREBEITEM S EROMBIPEIRIRTTE) FINEXK,

SENAT

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





