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LC-MS/MS ENEERER mPEVIE

NE2
L CMSMS-675

FE. AXABS2=8NIRTRERBN BITENEEERT 4 HENRYFRSENDTRNAG
Fe ZAEAULUBEMYSHMARASNEE BRI BENSE; F0.1~5.0 ug/mL BRESCE AR ILIR
EHLL, AEXRRY, BRSNS ESIIAREIUNZTE 83.4%~103.8% 2 (8]; 14 HENERYRA LOD K~
0.0003~0.010 ug/mL, LOQ /3 0.001~0.033 ug/mL, ¥#E GB/T 40179-202 1 {(IEYH BNV NE KB EIL -
Rk [ g E) MENER, ZAHZARREERE. IFES. 2MRER, JLUHEZMEYREFERTPE

MERY B EIEE B Do
KR ZEERTRRBEAN EY BNER

BHE (Organic acids) BIEND FTEWHEER
£ (— COOH) MkaW. EEMNZE. H. R
FBRIF 2. BEIINNEYTNENERERER
FERE—7T. 7T, SRR, 0. BARR. BRR. ERE.
MR IR MRS, TNE S BIHENENER, il KRR,
KHER. MHERE., BIRE AN, BVRBRABSRE
RERIN, REBE ZNEYES, 0 FRE.
MR BEARR. UIAMREE VR TR T HX
HERG, EELERGMENEIRERELEFEAD
BYRS, N TELBRENERER, WMEREE
viEE, FRBRENE. FE. BME. FLAEFRFA
B HIMEKEIER,

LStk (bs)
L1 EE

AR FESENBREYEERRRERNT 25,
R, EHMBRLIFES DI,

BEERITE WX ENERIEYRAIEH X E, 2021
F£5H21 0, HERTZHEBEEELBESERTEN
EEZERZRE RN T EYTENRSE/RNTTE,
FTE 2021 F 12 B 1 HRMEHIT, HFAET XRAS
RUBAR I BB TR AN ZAMEY PR 14 MENERSE
RB & EHITHTNE,

AIKAHR=ZEMURTERERBN 28R GB/
T 40179-2021 (EE¥IHRENERRVIE KAEEIE - Fug /
%) , BUTHEYT 14 HMENRYRNESENE
T3k BIAREER. REES, SRTEVRNKE
BaRy 14 MENER LY FAYIRIERHE KoERNE.

52 LCMS-8045 = EMIRTR BB RS, BAKEEN:

AT HIEs: CBM-20A

MR . LC-30AD X2

HEF: CTO-20AC

BiE T{Euh: LabSolutions Ver. 5.99
1.2 D&t

BABBIEFHF:

BSA: DGU-20A4
B Eh#iESE: SIL-30AC
K TEE: LCMS-8045

B1g1E: Shim-pack GIST-HP C18-AQ &1&4+ (2.1 mm I.D.X 100 mm L,
3um, H# (L&) KLRBMERLE P/N: 227-30765-03)

Mo A1E0.1% FRERKAR, BAE i
FEE: 0.2 mL/min HIES: 2uL
B 35°C A BEER

MIGRE . A BRIRRE A 95%, B ABFIIGREN 5%, K 1
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&1 BERBNEER

Time(min) Module Command Value
6 £ B.Conc 5
15 £ B.Conc 60
20 £ B.Conc 95
23 £ B.Conc 95
231 = B.Conc 5
28 128 Stop

PB4

BFJR: ESI()
ZWMSMER: 3L/min
MIAESAE: 10.0 L/min
EEE: 300°C

BOBE: -45kV
IAEHRRE : 400°C
DL EE : 250°C

LCMSMS-675

FIESME: 10.0 L/min
MRM &3 3F01& 2

*2 AHRYRE MRM 21K

AR ZRMET (MRM)

Fs CA=XIE=2 CAS# FIRET ~YETF  QlPreBias(V) CE(V) Q3 Pre Bias(V)

71.0* 13 9 15

1 E9% 110-17-8 115.0
27.0 12 12 30
84.9* 19 11 20

2 k= - B3k 4023-65-8 173.0
128.9 19 10 13
. 124.9* 19 15 13

3 RETFER 149-91-7 169.0
124.5 19 22 13
109.0* 17 14 12

4 2, 5- ZREXPE 490-79-9 153.0
107.9 17 22 11
100.9* 17 14 11

5 o 124-04-9 145.1
83.0 17 13 18
191.0* 18 17 20

6 RIRER 327-97-9 353.1
84.9 18 44 18
S 92.9* 16 17 10

7 SHREIR RS 99-96-7 137.0
65.0 15 29 13
\ 107.9* 17 22 11

8 3, 4- ZREFFE 99-50-3 153.0
109.0 17 14 11
N 152.0* 12 17 16

9 E8% 121-34-6 167.1
107.9 19 18 12
135.0* 20 16 25

10 IINMEER 331-39-5 179.0
134.0 20 23 24
181.9* 10 13 20

11 TEER 530-57-4 197.1
1229 10 22 13
- 119.0* 18 15 12

12 SHESER 501-98-4 163.0

92.9 18 29 10
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134.0* 10 16 14

13 FIERRA 1135-24-6 193.1
178.0 14 13 20
92.9* 16 17 10

14 P 69-72-7 137.0
65.0 16 29 13
X 76.9* 14 13 19

15 IR (ISTD) 14493-42-6 121.0
101.9 13 14 11

A CRTIEEET
13 MERREE

Z B8 GB/T 40179—2021GB/T 40179-2021 (tE¥HENMENE KB B - g / B E) wnE, /5
50% BREARE 14 HMENBRDIES S RETELEHBRE, BEKRESS A 0.1 ug/mL. 0.2 ug/mL. 0.5
ug/mL. 1.0 ug/mLs 2.0 ug/mlL. 5.0 ug/mL BIAETER R (EFEHEERRIEIREANRE N 0.25 ug/
mL) , FEVDH.
1.4 HFmai IR A

S8 GB/T 40179—2021GB/T 40179-2021 (¥R BEMBRHNE FAEEE - Bl / RIEE) nE.

T e

FRER 1.5 g FREST 100 mL B EEAE FREX 10.0 g BT 100 mL EFE LR

| ] | ]

IMNAITRAER R 625 uL 1 50% HYFREXAR 30 mL, IIFAEIR 2.5 h

]

EHRTIE, IR 50 mL AEHMF

| 2

A 15 mL 50% BREAR D = KB RkiFRASE SIS

T

B 50% MEBEAREREZIERES, BLL10000 r/min B 5 min

l

HY E55 2 mL A2 50% RYERESARE 10 mLESBAT 0.22 um JEERE LV

3t

1 A EREE
#HR5171
2.1 4 5EHE
Z8R GB/T 40179—2021GB/T 40179-2021 {tE¥HENERNE BBEBE - Bk / FEE) fn&, ERA=
BRRREBBNERREN THIT 14 MENBRY R ESREIERSE, 14 MENRY R AIRARA
R BAY MRM B IR EIUE 2 PR, 1§ 14 M ENERYIFURIR 1.3 EChlpin & TIEAR, BB SRR

BRATIRR E LLE AR ALAT, EEARLCEAILLR, LUINTRELS] 14 MENERYRBIR L, WE 3 P,
TMERGEMXRRY, HXEHRITAT 0.999, KMEAHRIBTIENRE 3.
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Q 115.00>71.00 (-) 2.90e4 Q 173.00>84.90 (-) 171e5 Q 169.00512490 () 13265
,RT=3528 ,RT=4615 L RT=6.105
100.00 - 100.00 - 00.00 -
. EOE En=DN REFER
% %- %-
0.00 =t —————— 000 . ==
30 3.5 40 40 45 50 55 55 60 65 7.0
Q 153.00>109.00 (- 477e5 Q14510510090 () 157e5 Q353.10>191.00 ()  1.72e6
RT=10989 RT=11483_ RT=13542
100.00 - 00 - 00 -
_ 5- S ERE | R
%] %- %-
0.00 = 0.00 -5 0.00 ==
13 14
Q 137.00>92.90 (- 7.38e5 Q15300>10790 730e5 Q16710515200 () 248e4
(RT=13287 ,RT 12893 ,RT=14.172
100.00 - 00 - 00 -
SEERER . 4-—REORRER
%- %- %-
0005 0' 0.00 =
Q17900>13500 862e5 Q19710>181 90( 765e4Q16300>11900 119e6
,RT 14152 (RT=14530 /RT 15552
100.00 - 00 - 00.00 -
: OIS ] HEZH
% %- %-
0.00 — ooo-—a—.-— 0.00 & A .
Q 193.10>134.00 () 198e5 Q 137.00>92. 90 620e5 ISTD 121 00>76 90 (- 836e4

, RT=15.846 RT=16965 RT 3256
100.00 - 100.00 - 000 -
! —— ! i SACHEER:
%- %- %-
000 -5 000 === e—— 000 b
15 16 16

AreaRatio

16{=3%
y =03116556x + 001980725
R2=09995123 R =09997561

CurveFit:Default (linear)
Weighting Default (None)
Zero:Default (Not Forced)

2 14 M BENERRAARBERARYRE MRM & E

Area Ratio

sl Gk

y = 2166141x + 0.02642583
R=09997886 R = 09998943

Curve fit: Default (Lnear)
Weighting: Default (None)
1 zero: Default (ot Forced)

Area Ratio
i
y = 2414882« + 0008589830
JR1=09994869 R =09997434

7 Cure Fit:Default Lnear)
Weighting: Default (None)
 Zero: Default (Not Forced)

AreaRatio

2, STRERER

y= 5347782« + 01199270

R =09994726 R =09997362

Curve it Default (linear)
{ Weighting: Default (None)
Zero: Default (Not Forced)

4 H
ConcRatio (ug/mL)

4 5
ConcRatio (ug/ml)

4 5
ConcRatio (ug/mL)

5
ConcRatio (ug/mL)
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AreaRatio

o=
6y =1.228473x + 009740034
R?=09996829 R =09998414

AreaRatio AreaRatio
FEE
80y = 1629375 + 04574784 30
1o ]R=0093465 R=0380672

R
y=6018663x + 0.8700836
|R?=09997464 R =09998732

Area Ratio

3, 4TRERTR
y= 1164654 + 05263946
RY=09996328 R =09998164

5-| Curve Fit: Default (Linear) Curve Fit: Default (Linear) 25| Curve Fit:Default (Linear) Curve fit: Default (Linear)
Weighting Default (None) 60 ] Weighting: Default (None) Weighting: Default (None) Weighting: Default (None)
4  Zero: Default (Not Forced) Zero: Default (Not Forced) 201 Zero: Default (Not Forced) 25 Zero: Default (Not Forced)
50
20
3 40 15
15
2 o 10 0
20 ]
1 5
10 5
S T L R L 0% — — — T =
0 1 2 3 4 5 0 1 2 3 4 5 0 1 2 4 5 0 1 2 3 4 5
ConcRatio (ug/mL) ConcRatio (ug/mL) ConcRatio (ug/mL) ConcRatio (ug/mL)
AreaRatio Area Ratio Area Ratio Area Ratio
2] L] 40]TER 0 wEas
y =0.1889791x + 0.01446077 45y = 9329006x - 005497650 y=0.7861065x - 005062444 § =9492578x + 1127865
R?=09996484 R = 09998242 Q0 R=09997442 R = 09998721 35R=09990910 R =09995454 R?=09997981 R =09998991
0 CurveFit: Default (Linear) Curve Fit: Default (Linear) 30 Curve Fit: Default Linear) “ Curve fit: Default (Linear)
35 Weighting: Default (None)

{Weighting Default (None)
Zero Defauit (Not Forced)

Weighting:Default (None)
Zero:Default (Not Forced)

Weighting:Default (None)
7o Defalt (ot Forces)

Zero: Default (Not Forced)
30

06
2 20
0 ]
04 " 0
1 ]
10
02 10 ] 10
s 0s
— — 08 — 00 — T ———— 1T
0 1 2 3 5 0 1 2 3 4 5 0 1 2 4 5 0 1 2 3 4 5
ConcRatio (ug/ml) ConcRatio (ug/ml) ConcRatio (ug/m) ConcRatio (ug/mL)
HreaRatio AreaRatio
] Bk
o]y 1705061+ 0007933236 = 4681195+ 08071207
Re= 09983511 R = 09996755 R2= 09997477 R = 09598739
74 Curve it Default inear) 2 Cunve it Default Lnear)
{ Weighting Default (Nore) Weighting:Defaut (None)
63 7erc:Defaut (ot Fored) Zero Default ot Forced)
15
5
4.
10
3
2 5
1
—_———T— ——————r——r—r—
0 1 2 3 4 0 1 2 3 4 5

H
ConcRatio (ug/ml)

ConcRatio (ug/ml)

3 14 ENBRY FRAIRER L E
=3 14 MENRY BRI ERL SN

LCMSMS-675

=

=

52

=722

ROEHIZ

LMESEE (ug/mL)

BXZEHR

BHE (%)

©O© o ~N o U A~ W N

N e
N oW N = O

=T
Rk - &k
SRR
2, 5- ZTREXHR
o
RIRER
X2 B R
3, 4- ZREXRRR
EER
Uiy
TER
WEZ R
PrIZRER
KR

Y =0.3116556X+0.01980725

Y =2.166141X+0.02642583

Y =2.414882X+0.008589830

Y =5.347782X+0.1199270
Y =1.228473X+0.09740034
Y =16.29375X+0.4574784
Y =6.018663X+0.8700836
Y =7.164654X+0.5263946

Y =0.1889791X+0.01446077

Y =9.329006X+0.05497650

Y =0.7861065X+0.05062444

Y =9.492578X+1.127865

Y =1.705056X+0.007933236

Y =4.681195X+0.8071207

0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0
0.1~5.0

0.9997
0.9998
0.9997
0.9997
0.9998
0.9997
0.9999
0.9998
0.9998
0.9998
0.9995
0.9999
0.9997
0.9999

85.4~101.7
88.1~101.3
89.7~103.1
85.7~102.3
83.9~106.6
84.3~102.3
89.9~101.6
93.4~106.1
82.3~100.9
82.7~92.3
83.6~102.4
85.9~110.1
88.6~102.3
89.9~114.1
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2REBERE
R, F. BEDRENIERR, E8HF 6 R, NBEBTREXRERERFNE 4. RERKHA, BY
PR EBBY A RSD 7E 0.01%~0.30% BYSEHE, IEMEFRAY RSD 7E 0.46%~5.02% HUSEHE, LU EIBRIBNEEHIE
EERH.
*4 BREXRVHALER (n=6)

e A RSD%\ (0.2 ug/mL) RSDO\/o (0.5 ug/mL) RSD(T/o (1.0 ug/mL)
REGHTIE] IEmEFR {REBRYE] IEEFR TREZEY(E] IEEFR
1 =S 0.30 3.38 0.22 2.12 0.14 3.18
2 &I - K 0.22 1.84 0.18 2.60 0.14 1.14
3 HE TR 0.28 1.78 0.07 2.73 0.14 1.13
4 2, 5- THREXBR 0.05 1.34 0.05 1.63 0.04 0.99
5 [ 0.03 1.29 0.05 2.36 0.03 1.81
6 LRIRER 0.01 0.87 0.03 0.46 0.03 1.04
7 R ECRK B 0.02 1.75 0.05 2.83 0.03 1.58
8 3, 4- ZTREXBR 0.02 1.45 0.05 1.11 0.03 0.68
9 EER 0.04 2.62 0.05 2.65 0.04 3.38
10 I IIE[SiE 0.02 2.20 0.04 1.15 0.03 1.24
11 T&BR 0.03 5.01 0.05 5.02 0.03 191
12 WEZR 0.01 1.71 0.03 1.23 0.02 1.37
13 PRI 2R ER 0.01 2.16 0.02 141 0.02 1.22
14 IKIZER 0.02 2.39 0.03 1.33 0.02 1.68
2.3 FEmINAREIR R LI

BemiFm, RR 1L4TZBEHEFRMNFERNE ERPS=MINRRENKET, #TEWERLE,
HERIFIRS, BEFERTPTUE2 R BNELERET, FHERINEFRS = PRESENINTREEED 77T
85.9%~97.6%-. 83.9%~101.2%. 83.4%~101.9% Z 8, & mBRAS=DREZRENIMNRLERED 5T
84.6%~94.9%. 84.8%~102.1%. 85.9%~103.8% 8], 3 E &N G ENFHEERK,

(x1,000,000)
7.0

60-

5.0-

4 TREFMEE
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9,g4x1,000,000)
8.0~
70-

6.0- o~

L ——
4.0+

3.0~ i FI=)
f T

20~ e

1.0~

15

J
0.0
0.0 25 50 75 10.0 125 15.0 175 200 225 25.0 min

5 FHIRTEIAR 160 ug/g t¥ AEE

3 0Q(1 ,000,000)

05- L

00+ - - - - - - . . . .
0.0 25 50 75 100 125 150 175 200 225 250 min

6 EFEFmiEE

3 0Q(1 ,000,000)

el
©
25-
1 o~
20 I|
~ | -
i " A o
T
15 T Bl —
] T I
T Ty i
1.0 ‘l‘ ] L S |
7 ¥
T e
0% © I i
y i} -l
1 il \ U
00 N ; . . . . ; . ;
0.0 25 50 75 100 125 150 175 200 225 250 min

B 7 BT 24 ug/g HQEE
(1. B0 2 B2 - SXB3. BETFH4.2, 5 —REXARS. O 6. BREK 7. WEEEHEK 8.3, 4- “REXARH
0. EEE 10. MHEL 11, TER 12. WETE 13. FIEE 14. ABE 15, mCHEIE (1STD))
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%5 HARMFEIKRESRRER (n=2)
cErHo s SRENTIMGERE (b)) BIFMES BFHSTIYIMFERE (%)
98 (ug/e)  80ug/g 160ug/g 320ug/g (igi/ga L2ug/g 24uglg 48ugle

FS Ca=x7/E=Eul

1 BE5R N.D. 88.3 87.6 84.2 N.D. 91.6 90.3 89.3
2 R - &L N.D. 89.6 84.8 85.7 5.0 88.6 93.4 92.7
3 BETR N.D. 85.9 86.7 86.0 225 94.9 102.1 98.3
4 2, 5 “REFXRAR N.D. 92.3 90.1 101.9 N.D. 922 93.8 85.9
5 o N.D. 86.9 88.9 83.4 N.D. 90.7 91.3 89.9
6 R 348.0 89.4 101.2 92.4 N.D. 87.4 86.6 88.8
7 X AR N.D. 934 90.1 90.1 N.D. 84.6 85.9 89.8
8 3, 4 _REXRR N.D. 97.6 93.6 93.2 N.D. 91.3 92.5 90.6
9 EE N.D. 88.9 84.6 86.7 N.D. 89.4 929 90.7
10 DA R N.D. 90.2 90.8 88.9 N.D. 90.6 91.4 103.8
11 T &R N.D. 93.7 91.3 100.3 N.D. 86.4 84.8 89.7
12 HEDER N.D. 89.4 86.7 88.1 N.D. 90.8 93.8 87.9
13 g N.D. 88.6 83.9 89.3 N.D. 90.7 90.3 89.3
14 KR N.D. 94.3 91.5 93.4 N.D. 89.9 87.7 88.0

N.D.: FRAK .
X THRIRE: K. . SRENF25)7 80 ug/g. 160 ug/g. 320 ug/g;
EFRIAAE: K. P SREMFHEIRN 12 ug/g. 24 ug/g. 48 ug/go
2.4 RYERE

BREREN 0.1 pyg/mL 89 14 MENBRESIESDK, & 1.2 PHNDMFHHTLENNE. B3 HitE
DS ERMEER, 14 MENBAINRERNEERBETIFNER 6. TLARZGT, 14 HMENERYR
89 LOD 79 0.0003~0.010 ug/mL, LOQ 73 0.001~0.033 pug/mL, (F#F LOQ ;9 0.17~5.50 ug/g; &+ LOQ A
0.03~0.83 ug/g) , MIAERKPNUBIFERLF, HE GB/T 40179—2021GB/T 40179-2021 (tE¥IHFEHNER
BNIE RIEEIE - B / FuEE) e NERRNERK,

&6 MHEMNEER

FS HEMER KWER (ug/mL)  E=MR (ug/mL) F+£ (ug/g) 1 (ug/g)
1 E5R 0.005 0.016 2.67 0.40
2 R - &K 0.002 0.008 1.33 0.20
3 BT 0.001 0.004 0.67 0.10
4 2, 5- THEXHR 0.001 0.004 0.67 0.10
5 o 0.005 0.018 3.00 0.45
6 R 0.001 0.004 0.67 0.10
7 TR E R PR 0.0003 0.001 0.17 0.03
8 3, 4- “HREXHR 0.001 0.004 0.67 0.10
9 FER 0.010 0.033 5.50 0.83
10 AN R 0.002 0.008 1.33 0.20
11 TER 0.005 0.015 2.50 0.38

12 WE IR 0.001 0.004 0.67 0.10
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13 PRI BEEA 0.002 0.007 117 0.18
14 K IHEL 0.001 0.004 0.67 0.10
LR

AL EA 2 LCMS-8045 = BT R RECAN, &8 GB/T 40179—2021GB/T 40179-2021 (&4
BENBRINE RAE®E - B/ ks indE, BY THEMEREEEGF 14 HENREENSITRNGE %, ZK&
MFT7EH 14 FHENERYIRTE 0.1~5.0 ug/mL BSEERNLERY, XA RIYAT 0.999; HERELRKT, 14
FhENMERY R E 889 RSD 7 0.01%~0.30% BISEE, IEEFIAY RSD 7£ 0.46%~5.02% ST, (NEEHEEE
RiF; AERERMIFHNERT (FEMNRE25)08: 80 ug/g. 160 ug/g A 320 ug/g; EEFEMIFED S8 12
Hg/g. 24 ug/g 48 ng/g) , HFmAVLREMITEIREDFTE 83.4%~103.8% BISEE 28], BEBHEMEENK;
14 FENEY)FREI LOD A 0.0003~0.010 pg/mL, LOQ F 0.001~0.033 ug/mL, (F# LOQ 9 0.17~5.50 ug/g;
4+ LOQ /9 0.03~0.83 pg/g) , MXERRBNUBINERY, HEBHEMEER, 52 LCMS-8045 &R
BEAMEEIMRER. REMRE. SRERESSERSR, BBHE GB/T 40179-2021 (tEYREHNELN

EOREEIE - RIg / RigE) WAESER, WERTEMEXRTIHNREER RS TE,

BENAT

BREEWER(PE)ARRASE - 2P0

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

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn





