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WA ZK-CR- L G R, R T-20 °)CA R 2, B0 kB BRI A0,
Tk, J DATR A BB 25— 28 00 [ AH RE B4 4, V0N €80 o 1%/ 0% DU 5 FUfIE, AR idiE &
3 35 AR

B A e AN, AR5 T AR BT 4, Sk GB/T 6682 FILE (1 — 2K
3.1 i Fl
3.1.1 &M (CHsCN) . sl
3.1.2 HE (CH;0H) : i,
3.1.3 HRZ (HCOOH) : thif4li,
3.1.4 W% (HCOONHs) : fajtal,
3.1.5 EAbHy (NaCD: 4 Hrédi.
3.1.6 ¥KZ8 (CHsCOOH): 44l
3.1.7 ZLFR¥(CH3;COONH,): 4r#fr4ti,
3.1.8 0.4 % L F2-20 mmol/L ZFRE/KIFW : KM LR%: 0.77 g, FEEUUK IR 2 mL, F/KV iR
FHEA A 500 mL.
3.1.9 0.1%H R-10 mmol/L H B4 /KB : FERAFREH REZ 0.32 g, BEUHER 0.5 mL, FH/KIEMIF
SEAX A 500 mLo
3.2 tRfEm

BRTERE 2. HCHI 4 E 4, JECAHR Chrysoidine, CAS 5:532-82-1, 4» 13 C12HiaN4s-HCI,
Iy T 248.72, 4E>95%.
3.3 FEARECH
3.3.1 ARdERE SR HERRRRIUE SRS 2 drdE i, FIDE S0% LREKIEM, PR EZ, Hilmk
1000 mg/L FRfEfiff &, -18°C LA NRAF, Fruifili &AL 12 N H WARE .
3.3.2 APEEFREI: TR 6.1 L (R S TAR B VA BV E %
3.3.3 ARV TAEM: F 2 AR AR (3.3.2) KFRiEf & (3.3.1) R 0.5 pg/L + 1.0 pg/L.
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5.0 pg/L. 10.0 pg/L+ 15.0 pg/L VENBAR- S s i An it TAEM . ILBCHLH -
3.4 MR
3.4.1 Oasis MCX [EIFHAZHC/IME: 60 mg/3 mL, BRPEREAH 243 . AT 3 mL HE¥. 3 mL /K
BATIEAL .
3.4.2 RIUGRLHMEPENE: 0.22 pm.
3.43 HIEWRIEOE: S0mL. 15mL.
4 (U/FEE
4.1 B = RO - R C DU AR AT I 4% . TS FELBE 25 25 TR (ESD.
4.2 B R EEH 0.000 1 g F10.01 g.
4.3 R A A
4.4 HEFERIEBER o
4.5 (R B0 HL: HE AT 5000 r/min.
4.6 LR
5 IS RE
YRR S RIS, R T -18°C LA F AR IRAT
6 DHTE
6.1 HEmILIE
6.1.1 HEEL
FREL 1 g CREE] 0.01 @) THRlAEEL 2g Bkl T 50 mL BELEOE N, I 2.5 mL0.4 %
ZT#-20 mmol/L Z s /KIEW (3.1.8) VB2 I\ 10 mL ZiF, JRHERA] 15s, A AHL 30 min,
K& > )2, 4°C F 9000 r/min 50> 10 min, U EIFWT 50 mL B0 N . REHE%Z ER P RE
R —IR, &I EIER
6.1.2 %t
6.1.2.1 -20°C 2% Bil
FEER R IIANL) 0.5 g EAbEN, T-20°C A% 2 h, 202, BUH G 4°C F 9000 r/min &5 5 min,
bR ZRER I FE AR AR A BB T LC-MS/MS € .
6.1.2.2 i3 EHBZEEUE
W OJEHRBUR (6.1.2.1) 10 mL, I 200 uL HHERERAL, 1 Oasis MCX [ AHAHU/ME (3.4.1),
FI SmL H M GE, AR5 K AR REEURE T, A 3 mL 5%Z0K-H BEA e il B AR e &4, g
Fi, 35 CAMMKAERIE T, F 2.0 mL 80% - /KA A, 9000 r/min 250 5 min 8(id 0.22 pm
RV LHGIERE, LC-MS/MS 5
6.2 HEEIE- L/ LU EENESE &
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6.2.1 BERHEEIEEMH

a) fi%FE: ACQUITY UPLC BEH Cis, 1.7 um, 2.1 mm x 100 mm, BEPERERH 244

b) WmBhHH: A N 0.1%H Z-10mmol HIRE/KIEM (3.1.9), B ALK (3.1.1), BN,
x1;

¢) ii#: 0.3 mL/min;

d) #EiE: 40°C;

e) HEAFE: 5uL.
*x 1 BERBEIERERRST

) (min) WA A (%) WA B (%)
0.0 90.0 10.0
5.0 40.0 60.0
5.1 10.0 90.0
7.0 10.0 90.0
7.1 90.0 10.0
9.0 90.0 10.0

6.2.2 FRiL &M

a) ESI(+) & 1Tk

b) BAEHE: 2.8kV.
c) BTIRIRE: 150°C.

d) BEVEFISIREE: 400°C.
e) MtiE R E: 800 L/h.

f) $FAERS T WK 2.
®2 WME2HNEMST. TEBT. HILBEMIERES

BEg 7 FEF HEFLHEE Tilf3% BE
feartan (m/z) (m/z) V) (eV)
B PERE 2 213.1 77.1%; 121.0 38 20/20

V¢ AEEE T AR, CESHOTRAEE R, IIE N SO R SRR A S R
6.3 IR IE-FTk/ FigNE
6.3.1 EMME

F 52 B bR e M DR B B TR RRE AE 25 7 %o/ P S TS BT R LC-MS/MS £
U R AR N T BEEAT o LSRRV B BRGSO 1 06 R B N TE) 5 b R — B O
WAEFEITE2.5% 2 ), A I FEAR P H AR A& 90 10 W 3 B8 10 B2 LC-MS/MS il i £ fELL 5
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PRUEVE A L — 3, M ST EE (O RV R 22 LR 3, 6] 54 WRE & A7
X5 L R 45 I 420
*3 EMHIENENBFFENRARTRE

AR EFEE (%) k>50% 50%>k>20% 20%>k>10% k<10%
RFHIRKNIRE (%) +20 +£25 +£30 +50

6.3.2 EEME

ATTIER L BTUCRC A b il 2 e &, 493 H ArPpik B2 50 T AR AR 42

W EE AR IR S5 (6.2) BEATINZE, 15 2UAH LA RE B IR H i I THIAR . AR S Fm vhE
A 243 B DR L2 VR B, ~PATIIE BN TP o R A VAR P R AR 4 s A
LREVEVSFE, N R S BORURRE J5 AT 04T

PRUE R SOIIARIBH (05 1 2 RS A 1 ALT-AL2.
7 HERITE

gE R 40 (D) T

x = A0 (D
m x 1000

3

X—i R M I E &, AR T3 (pg/kg);

c— BRI M 2 15 HE DORR I R SRR AL 2 OIS, SN ROE BT (/L)

V—IAFERE B, AR ZF (mL):

m—AFERREUMI &, SRR (g);

THEE S5 S DUE B 26 A N SRAS I PR O I i 25 SR I EARSFAME R IR, 45 5ROk B = A0 R
o
8 WM EMIBEE . REUE. HEWE
8.1 FHEE

1E 556 T RS B OB ST 58 45 R 4 Z2E AR T AR E AR 10%.
8.2 REE

A LN A 1.3 ngke, EERA 4.0 pgkg.
8.3 HEFRE

ARITIELE 4~100pg/kg WINVRFESEREI A, ST BIERE 2 Iy 86.6%~89.5%;: SLJE T
BRPERS 2 IR 95.4%~100.8%; & R RIS 2 [HWE N 90.3%~97.1%; X S8 s i 15
2 [ A 76.2%~80.0%
9 Hitt;FEEmM
9.1 [E/KES TR RFE, A 2.5 mL0.4 %ZIR-20mmol/L Z R4 /KIERAEH AR, Wit 25
LIRS 0, ARIT SRR E/KERZ SR T I 2N 2g.
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9.2 HRERRAHEIE R SIA 0.1%F I 10mmol H 4L, FIRCEIER 2 ik IgTy, B %
TR 51 S (AN X R i

9.3 XMTEME. T W SRS GH, PR (6.1.2.1), RInEH ERE X TikE
SRR GRS, RS E (6.1.2.2), AT EFE.

9.4 INSEEE R B A BRI MR (0.22 pm) 7] K FH 7 3 B0 9000 r/min 250r 5 min )75 R4k
B2 BSI = /8



MisR A

BaBE28ar % (MRM) 2 4#@

MRM of 2 Channels ES+

350 213.1 = 121 (chrysoidin}
] 1.70e7
g_
0 |23 R U B T PR L o FRUCZE.7S ) AU 2 DL UL L L B U FE LR RS L L
1.00 2.00 3.00 4.00 5.00 6.00 7.00 6.00
MRM of 2 Channels ES+
3.50 213.1 = 77.1 (chrysoidin)
1004 2 24e7
=+
0 LB B Y P A B P BT U0 . R Al L PR LU A ) A o
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
MRM of 2 Channels ES+
3480 TIC (chrysoidin)
] 3.94e7
g_
0 T T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 §.00
=V Y 3 3
A1 RS RIS (MRM) iR (10 pg/L)
MRM of 2 Channels ES+
351 213.1 > 121 (chrysoidin)
] 1.0%e7
g_
0 T 1 T T 1 T 1 T T 1 T 1 1 1 T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
MRM of 2 Channels ES+
351 213.1 » 77.1 (chrysoidin)
1004 1.44e7
g,
0 T 1 T T i T 1 T T i T 1 T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
MRM of 2 Channels ES+
151 TIC (chrysoidin)
] 2.53e7
=2
0 T T T T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00

BA.2 Sl PitER 2 mic ke RN B (MRM) ®EE (10 pg/kg)
ATPER TR R AL AE 5B T 42 ] o
BAIE B BT T B it 22 A MM KUB TP Al ot o B T 6 o 24 i AGL GO TE e
RIS AL LA B ah 2 S A S FEBE DU 1148 6 ih 24 i A B A e
TEGRE N BRI TR KR Hi L
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	8 检测方法的精密度、灵敏度、准确度

