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1 MEER

1.1 ArEHIERBERSEX

KEZH B2 (Bongkrekic Acid, BA) J&— it A IS Y4 3851
IR MM AR R, A RRIR 7 SCE IR i FE AN =R L s s
B2, CAS 5: 11076-19-0, 701 3\: CuxsHisO07, 70T E: 486.61, 5
WA BB CBE. AR A LA K . g
BRI, RIZE S, TREOTE. PR R, B ENE
kA R L e e R TS W e S e LAY AN SN i D (95 AN
9, TEALS: BFEAEAR KA RS o 4 i (5 FH B e AR € s BR T ot
VN S L7 K T BT TR P (A1 s A ] o 253 S 1 S 0 TR BRI NI
2 Wi 5 RoA # R A E B

1.2 B 5B I

HAT, KB RR AT 7 3 B | i, BON IR
AL FIIR G iy AL BE 795 WO A B2 [BIAHAZEG% . QUEChERS %
S, RN VE B R A MR A W)
R ETE ER IO R i R € — DU BT/ L 3 LT Bk v o %
JRIERAE . MVBURT PRI AR DA R bR I BT RR (VAT 2 AL AR
H, PRIEZE B0 J5 B IR B E CObE 2R S P B AR A I, T I
e e AT B AR TR 2B, R SRR S B I TG e, T ik
RBUELR e, & T B R AR . SR, FRATAE bR
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TAE, IR RE DR R IR . AT, KRR
A BRI PR P ORI BT R IR A O I oK I T BV FE R 1.56%, $R7K
M ] I A /D B PR DA SR TR R, N e I RN A2 PR AR AR AR

1.3 BT HIOK B T R AS M A v 7 9%

1 EZAr#E (GB5009.189-2016 £ % 4 [E K brife £ i oK E%
BRI E Y 5 & AR L o TR THT B A1) ot 55 4 oK I
FE R IR 5E -

2) FAFRHE (T/SATA 042-2023 fEf3g KA b 2K B B R 1) I 5 TR
MRS - AR EED) & T SRR R T B R 1 5

Z:#5#) 1SO. IEC. DIN. AFNOR. AENOR. GOSTR. ANSI
FEZANENIREALL I, BARKRIUMLA. RIS T,
R0 A T B R PR A SR B A o

2 PR E AR

2.1 A5 RIR

ATH ) ZRAE AT IR0, I A4FK: CHLE KB R TR

FIN5E AR SRR 61 BRI i) (AR5 GAIA/JH20230202) .
22 FET/ETE

FrdEgm it H T 2023 4 12 H3AGL00, 2023 4 12 H I iniEsE s

WBHRAL, 2024 5 2 HRSIARER T TAEH. 3 H TARAXS HAroKE:



T R AT FE IR BEAT AT, Rl 2 S RN R 1 [ A AT SR B
kEOIRET T REMBIE N SEREIETAE. 5 H b irw Hil
P ORI NE AT AT, IRSER o6, A E
T 6 AT S AL b e AT JriReE, 25k, br
MR, I, AReth. EEVE. BCREERIIR Y . 7 H 2]
ARSI L W, S RER SARET TINEES, T 2024
F 8 HILMPMENER AR, I AR ot b 254t

2.3 XESBELA TRHAR R

FEGEF AL [N AT FB R

PYEEAL: ERDITITPOIR PG i ot BT B 421 ot
J TR XA TRz ey T N T 2 B X s Tl s ) oo

FEEEN: KEG. PRELT BR. R DitEE. B3,
FREA L TRORIE. BRI, MR, AEZE. EA.

TR e AREMETAFHAR B TR =R, 8%

TR AEM A, PeEROAIE RS, R PR T A siAds
HENEFE RS KES. PO TRZIET DO E A AMASSAE T
TR SRR BUIR 5 & et DLEAT TR, TR SIS ik AWt 7t
Fl . ihEE. BIHEE. WA BRI, MR, E2RATTERIAIE

I EEGAIE TAF



3 by g ) R A E b e R B N AR TR

3.1 A A i SR

AHRE T EHEI GB/T 1.1-2020 ChEtb TAEI 28 1 &R AndE
AN SR « GB/T8170 (BUBEIBLIRIN 15 M BREE 17 Ak 52 )
BT o AR g LA LT S50

(1) 52 RS H BRI 5 3 P A2 B b B 5 TR A L AR SR
SRTINER

()ESLARES AT INEUER R s R L, R S U VBRI bR
2K

QVESLIARE I NTTE AR SR B, 5 THE
i H

(DFFHEN BT EIEZIEME . A REDR, RS CAEENR.

3.2 M EEE N A KRR

2% GB/T 1.1-2020 (hrtEAL TAERIMES 1 3875 AruERISS Mg S
AU . GB/T 8170 (EUEBLIHIN SR IREUAE K FomAFIE ) A K
TR, WE T AAER EEA R AR TN O, BNErETIH
SO SR ISR ORI RERHI R S ORAE . TP
R HAFIR, RS MRS



4 FiEHRIRE
4.1 HEHFEEHBR

SE 7 v SRR B S RS T AGHIN IV K I RRIR L%, 1
FETERIR IR R WA, WMEESSE, HITRINARIL,
R RE TR R ATAT PR P

4.2 HERE

FESH 0.1% 0K - 25 (80:20, viv) $2EL, ERHAR
SR E M E R, DMERIETA]. B A B IR R ELAE N
SEMERIWIHE, CASTIE Y e EKE, RASMMEITE RS,

4.3 AF S5

(D RF SRR

1) 25 (CH3CN) : fojal,

2) HEE (CH40) : faifdi,

3) W (CH202) : thifaf,

4) %K (NH4OH) : fhif4l,

(2) 12t il

1) 0.1% ZUKHEE— ZHEEI (80:20, viv) : HL20mL ZJf,
M 0.1 mL 20K, IMHEEERZE 100mL, #55).

2) 0.05% FFER/KIEW: B S mL FFER, FI/KERZE 1000 mL, #



(3) FrEVE

1) KEEEBRPRERE VAR (10.0mg/L) « ARPE KRR bRHEY)
JRIAERE, FREUESEFREY T E A, R EEECHI L 10 mg/L K% B R bR
HEVITRR, -20°CREEIRAT, A0 6 N H o BCRA T A AR AT
BoE .

2) KEFRERbME BRI (200 pg/L) « HEREW KB R A
VR 200 pL T 10 mL A&, HPEEEREZE, %5, BEWEN
200 pg/L PIAREF AW, -20°CEEFEIRAT

3) KEEEFAREE P HERRDOREE B R bR P RIVA R
R E N 0.0 pg/L. 0.50 pg/L. 1.00 pg/L. 2.00 pg/L.
5.00 ug/L 10.0 pg/L. 20.0 pg/L. 50.0 pg/L (K RFIbRHE TA/EE,
AT o

(4) Mk

1) HZELREOE: 2mL.

2) WA 5mL.

3) TALIEREE CHALAD : 0.22 pm.

(5) AXASAIALAG

1) EERORARCTE S w5 & Tk (BSD M=H
VURRAT o3 53 H 2 o

2) B0l FHEAMKT 10000 r/min.

3) iRliEEG .

4) FEERLWAS



5) HWyEata,

4.4 WFERIKRSE. REMZH

RS DRAFAIIZHR AT & WS/T 679-2020 HHEE 8 FEDK,

4.5 MO B
(1) MBI
N F A M AP R A AT SEEO A, IR AR A AB 3
(2) $2H

AR EUILIE RS 02 mL T 2 mL #RELO&F, A 1 mL0.1%
ZUKHBL- B (4.2.1) 5 ¥WJiE 2 min, 10000 r/min &5.0> 5 min, HX
FIEWT 2 mL RN OLE I 0.5 mL 1E e iR S, B E 2 min J5,
R — ZJE 8 0.22 pm JEAR)S ML

(3) ARt

1) WAH B S 5%

B8 Acquity BEH C18 it (2.1x50 mm, 1.7 um) , B4
o VI AN 0.05% (viv) HBZKIE, B NWEE, BREDBs&A T:
W 1. Wik: 0.3 mL/min. FiF: 35°C. #EFERE: 1uL.

1 WAH BT R A 1
B A Iz B
(%) (%)

0.0 70 30
1.0 70 30

fFIE] (min)
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3.0 15 85

6.0 10 90
7.0 5 95
7.1 70 30
9.0 70 30

2) XS 5% A

BRI R AR (BSD o BANEHIE: -2.5kv; RIATIRIE:
500°C; BSFURIEEE: 150°C. Hffiy=: fEFa#f. mllrl: 2K
R (MRMD « FEALS ST SBINAVRR SR AR as e Al fil
FmA S RS A A AT SO & A DA v
RIPPLIE BRI EK . HEFLAE . flbdE e 55 A R DA 2 e R
EMEE A EEE TN, HEFLE R KR e R AR 2.

R 2 KRR RIS S5
HEfLHE  fibfERE=

WEY BT (m/z)
V) (eV)
JE T : 485.2>441.2 22 12
KER
SETE: 485.4>397.3 22 -18
3) bRl L

BRI 1.0 uL RKEZ IR RABRE LIRS, AR B3 ik
UG N 2 OB - S B A A T E « ORI IR e B 1
B 10 o (i I TR A AR, AFIRT AL PR HE LA TR 2 Al
b, ebRaE TAE LR, FRUERIRA B B S W A KIFETR
7E 0.5-50.0 pug/L YU Iy 2, ZRME 0 TN y = 480.203* x
-59.2574, FHFRZECH 0.9999.
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4) EEME

TEREIRI S0 26 R TRESIE I, RaRE B b A it
PR L7 B B 18 5 R S A o € e PR £ B NS TRDA L, AR IR ZE L AE42.5%
Z W, FEELERIRRE SRR R, BTERR B A B, i EL
FITIE ) 19 =F B2 LU S ARUERE b 1 B =F 2 LU — B (R 22 >50%,,
FVFE20% 2 5 FAXTFRE 20%~50%, FoVFE25% iz AHXTF5E 10%~
20%, FCVFE30%MZE; IR FRE<10%, SRV=E50%Mm2E) , TRl
KR IR TR -

5) e ENE

AHFHER FH O MR-hr i i Bl e, s B ARV R FH [ ol
JFECE,  E AT oK G RR N AR AR R FE A S 2R MEVE L, AR
AR A R P J5 v S AR M R M ], T A e
JEE . 2 A MIEFEA A MEFEAS IR BT C i B2 W A

6) 7 RS

FRAIIAESL, Bt BRI P BGHAT .

1.6 GRIHMER
BRI C 35 (1) i1

CoxV
Vo (1

C=

o
C—rllH 535 & (ug/L)
Co—HIFrAE I 2SR PR TN AH R (pg/l)
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V—EitE BAR (mL)

Vo—HEmBUEARAR (mL)

VE: IHRARFIRT A, WES RO TIE R EAR T
R, AR 23 fA BT

4.7 BRI R BB FEH AU

(1) REUZ

FEZ FUEEFUINARRE S, DL 3 B VR BETH R IR, BL 10 %
(M LLIRBETH R E B . AR VEI R th R AN E BR324 0.74 pg/L #H
2.5 ug/Lo

(2) HERREAIRG 2

A MR 5425 A1 75w g/L =/NARE K R RREAT DR [0
Seng, [ FHIREE N 1. 5 A1 15 wg/l. WiE 3 Fn, 3 DASEWRE
IARACE R, KEZREREICE N 88.4%-90.7%, HXIFREMMZE (RSD)

PBYINT 5% Ui B VERIHERR O RIRG 2 R A
R 3 MIEFE i R EE R R 1 I bs [ R AR bR 2 (n=6)

TSI B SEIIREE (ug/L)  (n=6) % RSD

AW

(i) 1 2 3 4 5 6 (% (%
K 1.00 0.89 0.86 0.91 092 0.87 0.88 89.0 2.6
o 5.00 435 442 451 449 428 446 884 2.0
Bl %

15.00 13.7 13.1 134 14.1 133 13.8 90.7 2.7

13



5 FERIE
5.1 HERIERFR
5.1.1 HFERAUERAL

PR AR/ NN 5 A, AR T B0 IR 12 ]
oy PRYITT B B £ 8] oL« BRI TR BT F 0 O o M T Rk
75 DX TR ol s T 11 2 8 DX TP ] oo A b 7
PREAT T ISE . IR UE A AR A T IR SR AR O SR = R, BT AT
J R ERRS AKRUEREAT 1 TR IR UE S SEBRAFE 3t

5.1.2 JAER

(1) bRAEMZR: i & SRS SEPR LS 2 1 2o 4% LAA% E AT IE
BEARHERLE, BRAKAL v KT 0.99, AR EEEL MY
A

(2) fHIRAEEMR: YA 3 R it A tHER, DL 10 f5 (51
Lot S IR, 45 SR AT B AR, THRAS 27K IR 5 E IR

(3) kR ARSI [ MRS TP A 5. 25 A1 75
ng/L = AR BE K B B BRI AT A [ sy, e EHIIREER 1
515 pg/L. 2l FRJEARBRE M, JRE S E, BKFEE
MW 6 U, THEIFREICE, bR IR IE T N AE 80.0%-120%Z 17,
AR AR AE R Z2<10%

14



(4) SKPRRE Al BEAEEMCPAT PR, 43 2P0 It 4s

E ROl

5.1.3 RFEERIHI& RO

G AREFEAR NI (RSB , FAE 4°CT 2500 rpm B0
10 min, FiEWREPAMIE . HEFFEBUMLIERE S 0.2 mL T 2 mL 22k E
OET, A 1mL0.1% ZUKHEE-ZREER (42.1) , RiE 2 min,
10000 r/min %> 5 min, B EIEWT 2 mL BRFE GBI 0.5 mL 1E

ChtimiglE &, # & 2 min 5, BOPEE- 2852 0.22 pm JERE 5 AL

5.2 HEWAESFE

Jitiie 7 A R RUE BT, FRR BRSBTS IR
T e Bk FLAL 2 MR IR IE T SR AE A SO i, AR E IR 8] Y 58 16
UE SIS I SO IR UE S AR o AETVRRAIERT, SINSIEFERAE A 5N
AEMZEPRTNERE . AR R AR . T kg U iR B )
FIRRL A A AN B b 3 B8 BRI AT & 7 IR AH IR

5.3 HiEIEZE R

5.3.1 ZkEVEEMME R RE

R Z Bt AR 9903 N e OB 0 A B s A, A5
FHRL TR, DARRE AR o IR LR A b, ARSI ZH 73 Fr) 0
T AT A AR B W T AR 2 LE A bR, il brifE 2R S5 R IR 4.

15



R4 TR ST A R R B S

B UE AT LRPEVE I (pg/L) MKRE (0
J M T g TG 4 o 0.5-50.0 0.9999
RYIN T 9 P97 42 ol o 0.5-50.0 0.9999
BRI T 5 P IS5 42 o o 0.5-50.0 0.9999
J P T AR DX i S ] v o 0.5-50.0 0.9998
J P T e B DX S s ] 0.5-50.0 0.9996

5.3.2 KR E &R

DL 3 fEfEme bbb B PR, LL 10 s bt E e BIR, 4558
r AT ES R, (FHEAR IR HIR S e =R, SGRILE 5.
X5 VAR H PR AN E & PRV &

Bk A IR (ug/L) EER (ug/L)
J P T TR A i e 0.74 2.5
PRYN T 98 TR 7 42 | v 0.70 2.4
BRI T 0 TR 42 ) v 0.24 0.81
J P T AR DX i S ] e O 1.0 3.0
J P T e R DX i TS ] e O 1.0 3.0

5.3.3 HHREANREEE

) L5 REAS R 23 BIINN 5,00, 25.0 AT 75.0 pg/L =N T K i
B R IEAT b ISR, A 2% LI E N 1.004 5.00 F1 15.0 pg/L.
R R OVE R &, IFE SR, BAKTFESNE 6 Ik, iHE
IbREICER, 23R 51 T3 6.
R 6 TIPSR ECRE B AR AR R ZE (n=6)

16



IR R RSD

BouE B AT

(pg/L) (%) (%)

1.00 89.0 2.6

J M T g T 4 ) 5.00 88.4 2.0
15.0 90.7 2.7

1.00 115 4.0

RYIN T 9 T 97 42 o o 5.00 106 2.2
15.0 105 0.9

1.00 104 2.2

BRI T 5 P IS5 42 o o 5.00 96.3 1.4
15.0 107 2.5

1.00 94.2 4.6

J P T AR DX i S0 s ] o 5.00 90.3 2.5
15.0 93.6 4.0

1.00 117 3.0

J P T e B DX S s ] 5.00 112 2.7
15.0 103 2.2

5.3.4 SEFRRE R E 4 R

R T MIFERE b E 45

e IE AT FEME (gL R ZE (%)

J M T g T A i o ND 0.0
PRYN T S8 TR 7 42 | v ND 0.0
BRI T 5 9 P97 2 o o ND 0.0
J P T AR DX i S ] e O ND 0.0
J P T e R DX i TS ] e O ND 0.0

E: ND /MU bR

17



6 SEATER. =M. BURRAMRIRAE T E

AP E S AT SRVEE . 0 BOR KA SRR e R — 2. 78
AT AH IRV YRR AR SR HE R E -

7 ERB RS BRI EKGEME R

AR AE ) 2 5 R P R BOE W

8 WKL Hr o & BN SL bR AE I BER . fEHFE Y

1 BRI ER 53

AbrAEEHIVE " AT RS, n] RO R 2 K S5 2 0 € 1
T7 AR R TR PR S (MG L A 71 o AR HE (1 ST AT N AR G P B 3 1Y
B PERARBOR IR BEOR SR, AR EERHSEX

8.2 BIANSK it b 1 Y B SR 38 it 2

AKRUE R A 5, UG FBALANZR A 70 sl b2 R A TR AR G
AL T e bt ) 55 1A B B

9 MEARL (FIERAIER &)

BEAE 1 JPVRBSUERR - P T I I ]
BEAE 20 DRSS UERR - BRI T I I f2 ]
B 3: D7 VEISIEHR T - B T 2 0 T 4 ) A



BEA 4 DR IRIEAR - M T B S DX T4 ) o
BEA 5: IR EAR - M T 7 R DX T4 ) o

10 Fofth B2 =5 150 BA B 55 0

p
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Mz A

20240531014 Smooth(Mn,1x2) MRM of 3 channels ES-
blank 485.6>441.4

107 6.492e+003
100

3 696

62{6.54\6-6
%

85
407 438452486 4 5.53\5.805

min
20240531014 Smooth(Mn,1x2) MRM of 3 channels ES-
blank 485.6 >397.3
1,08
2.687e+003
1007 { 640 655
~1.14
550 571596 808 6'%6.98
% 4.2Q 439 533\
0 min

1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50

EA.1 EHIRIELC-MS/MSE]

20240531017 Smooth(Mn,1x2) MRM of 3 channels ES-
S2 485.6>441.4
100 111 395 6.433e+003

%
° 547555575 6.05 657~

479 521

0 min
20240531017 Smooth(Mn,1x2) MRM of 3 channels ES-
S2 485.6 >397.3

9.094e+003
100 6.66~"

193178 190213 254 29097 3743950 4429% 457 % 553577

1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50

EA.2 MFEHALC-MS/MSE]

20



20240531022 Smooth(Mn,1x2) Bongkrekic acid MRM of 3 channels ES-
S+std2 4.37 485.6>441.4

3.375e+004
100 1.38e3

min
20240531022 Smooth(Mn,1x2) Bongkrekic acid MRM of 3 channels ES-
S+std2 4.38 485.6 >397.3
1.623e+004

100 6.80e2

6664 70

min

1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50

ElA3 mMiERSMER (5.00 pg/L) LC-MS/MSF

21
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T ERAER &
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—. RIEAF
Sl 7 P 7 2 T 43 ) o B8 ) L o K P T R VAR L G R BB B TR
AT TR AL .

—. FEAETAEE
W RS B E e M 0.2 mL T 2 mL BRI O H, A 1 mL0.1% K F - LIV T
(42.1) . }E 2 min, 10000 t/min 54 5 min, B E3EWT 2 mL BWEE.OEMA 0.5 mL
FoERiERS, #E 2min/5, BFE-HZEY 022 um JERE S _EAL

= B KMS
AR R R, YA i R B X AcQuity/Xevo TQ-S (3% [E Waters AR
2. taikk. ACQUITY UPLC BEH C18 %, 2.1 mmx50 mm x1.7 um (ZE[E Waters A 7))
3. il
a) WiEM: A H0.05% (viv) FEKEB, B AHE
b) Ve BREEVEML, BEEESEMARR IR 1 R,
21 YRR R R VR M 2

i fE] (min) A (%) B (%)
0.0 70 30
1.0 70 30
3.0 15 85
6.0 10 90
7.0 5 95
7.1 70 30
9.0 70 30

¢) ¥ii#¥: 0.3 mL/min;

d) HiRE: 35°C;

e) HEMEE: 1pL.

4 JRE KA

a) BTFUR: HEMIEE T (ESD .

b) EAEHE: -2.5kv; EEHIEEE: 500C; BFIREE: 150C.

o) AfHR: HETFHEE.

d BMHFR: ZRNEN (MRM) . |

o AL, AR MEMAAH AR R AR AR ARAR S AN R

2



Aol P I 9 4 A B DA 5 R BB A B AR B K

) HEFLHE. R4 e B 45 R R AR L E B R BUK

o) EMETR. EEETH, MR AR LR 2.
R 2 KRMEARKRIES

ey BFX (m/z) HEFLFLE (V)  REHERER (eV)
X 2 B 485.2>441.2 22 512
il EME: 485.4>397.3 22 -18

M. HiEEPMEER
1. B 2%

% 3 iR, KEEEETE 0.5-50.0 pg/L TEHE A 24N, HRREN 0.9999. 1575 F 5 i
SARRER DL 3 SRR ELRAE T A IR, LA 10 fHERREIREE T R R IR B&, %7
VR e PR E B PR 2 M 0.74 pg/L FH 2.5 pg/Le

%3 SMEATE. SUTE. MRS RHRAERR

VeV MRRH  MHR EER

A ) =
e St EAT 7S Gl » (ugl)  (ug/l)

K A R y = 480.203* x -59.2574 0.5-50.0 0.9999 0.74 2.5

2. WER BRI B B
T L5 VRN S 25 1 75 pg/L =R BE IR PR B O AT I A Sk fil g 4 EHLIK
B 1. 5 A115 pg/l. W 4 fim, 3 ARERBEMBRAKFET, K B T R 1 [ WSRO
88.4%-90.7%, FAXTFRAEMZE (RSD) 3#/hTF 5%
S5 4 LT RE S R OREE B R B IR B R B AR RRAE R (n=6)

e IR B SR (pg/L)  (n=6) k% RSD
= (pg/L) 1 o) 3 4 5 6 (%) (%)
1.00 089 08 091 092 087 0.88 89.0 2.6
KEZTH IR 5.00 435 442 451 449 428 446 88.4 2.0
15.00 13.7 13:1 13.4 14.1 13.3 13.8 90.7 2.7
£. %%

o R LI p R T B R MO T R A € i R TR R ) Lk MEIEE . TTiE
WIR. R W, FUCES AR AT RS RIE . SRR %7 vk ORI R
(RSB BETE 2.0%-2.7%2 1], [EIUXZRTE 88.4%-90.7% [H], 7 Y R T AR L3 R K T T R Y R
M. EESITER.

./\\
W3

«\ N
a5 ¢
e

b s

\j

e
A
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—. BAENE
st T RS TR 42 ) P Lo SR ) LTS PR OK T PRTRR O M 98 2OV €0 R DR 120D
BEAT 5 R AR

Z. FEARETAEE
HER RS B IS AE S 0.2 mL T 2 mL BRSO b, I 1 mL 0.1% &K - 21 1
(4.2.1) , ¥J%E 2 min, 10000 r/min B.Cr 5 min, HUEJEWT 2 mL SBELEOE A 0.5 mL
FokRERS, #E 2minj&5, WHEE-ZEEE 0.22 pm JEEE LHL.

= B RMA

1. {3 EMS.  APIQTRAP 6500 yRF M1 (EE AB SCIEX)

2. i . ACQUITY UPLC BEH C18 4, 2.1 mmx50 mm x1.7 pm (3&[H Waters 23 ] )
3. Akt

a) MENM: A ] 0.05% (viv) HEKER, B AHEE

b) et ra: BEEEVERL, BREEVEMIARFFANER 1 Bas.

1 REEIEBE RS

1A (min) A (%) B (%)
0.0 70 30
1.0 70 30
3.0 15 85
6.0 10 90
7.0 5 95
%l 70 30
9.0 70 30

¢) ¥ii#: 0.3 mL/min;

d) #Eif: 35°C;

e) MEFER: 1pL.

4. LKA

a) BTFIE: mmiEE T (ESD .

b) FB4IEHE: -4.5kv; KBEFIRE: 300C.
o) HRiAFR: HE T,

d) #Ir: £ (MRMD .



AL

) TALS . AR WIS R B A BUE AR RS R AL
A FF T IO AR 45 2% PR R B MG R it R BB IA B T R
£) AL HE T Al AR G AR P 2 P R
o) EHWBETA . EEETA, HETL R R R IR 2.
% 2 KBRS AL

&
AT

&Y E% (m/z) MEFLEE (V) REEREEE (eV)
R EH: 485.1>441.2 -40 15
G e 485.1>397.1 -40 25

U, JissEirpras R
1. bRk 2Rt
Wk 3 i, KBEHRE 0.5-50 pg/L TG N RENME, HHRAKCN 0.9999.
£ 3 REEA AR, GV A REL. A R ATE B R

am L 1 7 72 i s

K T R y = 3.5272e4 x -3980.0137 0.5-50.0 0.9999

2. Ky RAERIR:
ﬁﬁH%ﬁmﬁ#&$,u3%%@wwgwﬁﬁ$w,um%%@wmﬁﬁﬁ%ﬁ
ML LA, %7 MR BRI RE B4y 59 0.7 pg/L A 2.4 pg/L.
2. WERfBE RS % R
Wm%*%%s\%ﬂWS%mE¢W&%*%%@ﬁﬁm%@Wi%,ﬁ%%imw
E%LS%MS%AOW$4%ﬁ,3¢$EWEMﬁm¥T,%ﬁ%@%@&%ﬁ
104.5-114.6%, AAXHRAERZE (RSD) $43/hF 5%.
Se 4 LT R b b R TR TR R 1 R [ U0 B AR S A A A 22 (n=6)

waw B S E (n=6) % RSD
i (hgl) 2 3 4 5 P % (W)

1.00 1.23 1.16 1.14 1113 1:12 1.10 114.6 3.95

K 1A R 5.00 5183 1 S LSSIA L1538 TS B L el 106.1 2.25
15.00 15,60, 1582 15.75 b 15081 | 1 15:5108L 15152 104.5 0.91

g

o0 e LT oK B B TR A € i ER R ) AT T TR A
BoE AR T TR IR ERIR . MR, ECRA. SRR AR i FH %
S R I L3S P OK B PR RE , IO TE 104.5-114.6% 7], Hg & BEAE 0.91-3.95%2.[8], %
F7VE BE I 2 LT oK B IR E M. B R TR,

il
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—. BIEAR
XF) T BIR TR o Co SR AL ) C L P OR BB RR IO T TR A €203 o B TR i)
BEATIEF AR

—. FEARETALEE
AEFRB UM AL 0.2 mL F 2 mL RO, I 1 mL0.1% &K FEE-Z /B
(4.2.1) , J4JE 2 min, 10000 r/min B> 5 min, BX_EWEWT 2 mL BRSO 0.5 mL
IECkERER G, #E 2min f5, RFRE-ZBET 0.22 pm JEBE EHL.
=, FRRROBHE A R B R B I 4 R
1. X ER&AH
LIAXER RS 8w RORAR €3 R Bk X Waters TQ-S
1.2 3% FE: Acquity BEH C18 fifd: (2.1x50 mm, 1.7 um)
1.3 i kA
a) W: AN O0.05% (viv) FRERKIER, B ANHE
b) BEBLT I BREEVEML, BREEMEBEF R 1 R,

* 1 A EIERE R R

B E] (min) A (%) B (%)
0.0 70 30
1.0 70 30
3.0 15 85
6.0 10 90
7.0 5 95
7.1 70 30
9.0 70 30

¢) #iti#: 0.3 mL/min;
d) #Eif: 35C;

e) HFEE: SpuL.

1.4 J k%A

a) TR HWBEETFIE (ESD .
b) BMEHEE: 25kv; HIBEFNEE: 450°C; HTFIREE150C.

K 5]

{



o) H#A: MEFEH,
d mHR: ZRNEEN (MRM) .

g) EMETXN. EEE TN, HEFLEE MRS BEEN SRR REE W
%2,

R 2 KEHERORESH

&Y B (m/z) HEFLEE (V) REHERERE (eV)
KR TE: 485.3>441.2 29 12
EfE: 485.3>397.3 20 18
2. VY

2.0 REEEIRGE. KEEE. HXRE. RHRAERBNR 3 Fn, UMEREMR SR
RERRLLBEAT L, 3%1.00%5/62=0.242pg/L, SEER 10%1.00%5/62=0.806pg/L
T3 RMEIAHE, KUTEE. HXRE. B RAERR

e ] - RMTERE O MR KRR EER
el REEEETE (ug/L) (r) (pg/L)  (pg/L)
KB R R Y=3374.87 * x - 1410.99 0.50~50.00 0.9999  0.242 0.806

\'«7’ rb \‘%‘y

2.2 LR RS B IR 4 R, IR R INARYRBER 5.00, 25.0, 75.0 pg/L, EHLIK
BN 1.00. 5.00. 15.0 pg/L.

R4 ITERE S OKEE B RR 10 AR [ R AR X AR (i 22 (n=6)

P ;e}%bg}ﬁi EYE (%) (n=6) HUg#%=  RSD
& ML o (%)
(ug/L) 1 2 3 4 5 6 % o

1.00 105" 103 “106 “ 102 . 103 - 108 104 2.2

K R 5.00 98.1 940 954 965 96.7 969 96.3 1.4
15.00 [0 102 10T 108 106 107 107 2.5

. i

SRR (LT OB BRI E 80 R il e R ) AR TE R 79
R HiEEEIR. WEE. BYCREHRRHITHESERIE. SRR 2 EFKEERN
A 1.4%~2.5%2 1], [FICERTE 96.3%~107 %2 [A], 751 R 2 L7 oK B B R A4 % 1k
E R ER.

Kl A 2 st SRy R AN
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—. BiENE

SF T 95 RIS 42 ) e Co 4R ) ML o oK T BT R YO ML 786 2OV € 8 BB R T VR
BEAT J7 V5 2 RAIE

Z. FEamETALE

HER RS UL R & 0.2 mL T 2 mL SR O H, A 1 mL 0.1% &K HEE- Z R
(4.2.1) , )% 2 min, 10000 r/min B.Cr 5 min, U EERT 2 mL 2R LEIIA 0.5 mL
EOkBIERES, #E 2min 5, BFE-ZEZET 0.22 um BEEE L.
=, RO il R R 45 R
1. AXERKM

LA RS . WUREXA WATERS AcQuiy TQ-Smicro
1.2 ik Acquity BEH C18 faiffE (2.1X50 mm, 1.7 pm)

1.3 i 2% A«
Q) JiEhil: A R 0.05% (viv) FER/KEWH, B HNHE Z};
b) Yol R BRIEVEML, BEREVEBUARFE I 1 TR jZ,
% 1 G E ERR ]A
B 18] (min) A (%) B (%)
0.0 70 30 )
1.0 70 30
3.0 15 85
6.0 10 90
7.0 5 95
74 70 30
9.0 70 30

¢) Vitig: 0.3 mL/min;
d) #Eli: 35°C;

e) LR SpL.
1.4 A

a) BTUR. HEmEE U (ESD .
b) B HEE: 2.5kv; EBEFEE: 500C.



o) HHiR: METFHEA.
d) #r: £ M (MRM) .

&) B, KA. FEIMAR R ARESR AR RS, MR
STERAEA ;0 IR I 4R AT B SR kR ARk B A R

£) HEFLELE . Fill Rl A L R B R R U .
g) EMB TR, EEmE T, HEALEE XA R LK 2.
® 2 KREEWERR IS K

waEY) BT (m/z) HEFLHLE (V)  REERERL (eV)
i SERL: 485.2>441.2 22 12
Gl SENE: 485.2>397.3 22 18
2. TFEEEVY

2.1 RMEEEARE. RMEEE. HARE. RHRMERRDE 3 Hix.
#3 RPEEIATRE. RV ARRE. A BRAE R R

| TR TE LT T
e HAERNATTTE (ug/L) U5 (el CLglL)

K A R Y=204.734X-7.22441 0.50~50.0 0.9998 1.00 3.00

2.2 BRI EANEE B 4 .
24 LT RE R R T T R A AN A (10 B AR XS AR AE AR 22 (n=6)

i AN IR BE Al % (n=6) FYgZ  RSD
WE) k .
(pg/L) 1 2 3 4 5 6 (%) (%)
1.00 102 944 914 93.1 948 895 94.2 4.6
K 1A R 5.00 934 884 926 908 882 885 90.3 2.5
15.00 997 a3 6l 90 F 1909 " 9314 101 93.6 4.0
M. i

Scus st (LTS KRB R 5 R OB o 1 B T G ) LR MEE L TR i
W TR KRR, B AEAR T R T . AR ORI R
SR ETE 2.5 %~4.6 %2 ], AR LE 88.2 %~102 %I, 7 v R AR L3 FP oK T R Y
SEME. B R ITER.

d

b
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—. BIEAZR

P N T AR TR 2 61 L SR AR ) LS H oK B TR R A U S 780 5V 1 AR TR LR VR R
TEREF) BATHVESRAE. FERER: MmiF.

. FERETAE

HER R AR 0.2mL MLIEREAT 2 mL BRI O F, AN 1.0 mLO.1%EK B BE- Z V&V,
JREIRS) 2min, 10000 r/min B0 S min, B EJEWR T 2 mL BEELE A 0.5 mL
FEotmieRe, #E 2minj5, WFRE-ZEZEE 0.22 pm JEEE L.
=, BRI G R B A RIES R
1. XA %KM
112 K% A5 . AB SCIEX 4500 #BE ZlAH i SR B
1.2 i 4E: Acquity BEH C18 it (2.1X50 mm, 1.7 pm)

1.3 ik kM
a) MENA: A 5 0.05% (vv) FEKER, B AFE;
b) Vet BREEVEME, BREEVEMARRF IR | BN,

K1 BEERERF

i 18] (min) A (%) B (%)
0 70.0 30.0
2.00 30.0 70.0
6.00 5.00 95.0 Foy
8.00 5.00 95.0 N
8.10 70.0 30.0
10.0 70.0 30.0

¢) MiE: 0.3 mL/min

d) HEiE: 40°C;
e) HEFEE: 1pL.

1.4 JRESRAE:

a) BTUR: BmEE TR (ESD .

b) BWTFUEEE: 4500 kv EEFIIRE: 500°C.

o) AR BT,

dy s R RN (MRM) .

o) BALA. AR RENINAS RS R B A B A B A AU R R A s
Ao ) B S VR 4 45 A U R DA R i R A Ik B A K

f) HEFLELE . REiEAE B R AN R E R RBE .

2



g) EMETFX. EEETFX, HABELNERELE 2.
2 KEHRFLESH

N1 TREART A : EREE AR
ey (min) BTX (V) (eV)
; o 485.3>441.3* 3 17
KB b 485.3>397.3 20 27
2. FIEHWA

2.0 BHEERTE. GHTEE. HXARS. RHRAERRNE 3 R,
3 RMEREHE, LMEE. HRARL. BHRMEER

i ; o iEVEE  MxRH KRR EER
WEY S ACACIVE P (ug/L) 5 aaER
KEE R y= 1.81x10% - 1.50%10° 0.500-50.0 0.9996  1.00 3.00

2.2 JiVEUER BEERURE B AR 4 PR .
F4 IVERE S b R R 0 (e i 2 B A X AR 1 AR 22 (n=6)

" N INIR BE Bl 2R (n=6) EYg®x  RSD
tEH X

(ug/L) 1 2 3 4 5 6 (%) (%)

1.00 117 111 118 119 119 117 117 3.0

K T R 5.00 113 113 108 116 110 112 112 2.7
15.0 105 105 101 104 101 105 103 2.2

3. Bl R

® 5 MIERMNELSR

ME1 M2 FH5{E : .
a=x Cug/L) Gl GiuglL,) FEXHR Z %
K I A R <1.0 <1.0 <1.0 0
M. g5

SEIGRS (I3 h KBRS G RAR € i e R AR AF AR ) f L TE L
FEA IR TR ER . K. B RS T TR SRRY: ZITER AR
W TR K B BETE 0.5% ~ 4.5% 2 18], EURERIE 103% ~ 117%Z[8], 77 15 i 2 L P oK B
PR I E SR o
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