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KHETRR—RSHUNRATY, ENTEMEYMEBLEKRT, KEESTRS5ASHEX, BTHRBEE

KREGHIZBYEHA TR RMNEKE SR, ALEEXTREMNT, ANALERTT —MREEARH

BJUPLC-MS/MSEE7 %, & EFEAXevo™ TQ-XSOERTPHNKIEEZ R, SMHHFERNGER157. BR6,7-

ZRESITIRER(5-1000 ng/mL)4h, S MAEFEREKMEZ RTE0.5-1000 ng/mLEEINRIH RIFHIZE,

RZAF0.998 BB E DL/ TF22.5%, FiEHAYIMNEERR(LOQ)EREKZEO0.5 ng/mL, 6,7-—REFITIREMLOQ
75 ng/mLe MUXESD FMAFEACQUITY™ UPLC™ CSHMEERE@IEH FSLM T RIFNE. BEEMNHAR KA

, BIFEHER (NTF30%) FHKEESTRLIEHENERMN, FEATRERLITATEESHEMHIEH

HmPHNXFEEI R, BIERHREE, BRIBINAERLHEERBEZMELL mg/kghIERE,

2]
= fEAACQUITY UPLC I-ClassEXAXevo TQ-XS=E MR BB (NS BEX R FIEN, FEA—MRE. RER
R D5 ELUERE 2R MFRTII6MIXIEEE R

= 7EACQUITY UPLC CSHREE BT L EMLIKHEE SR RSP ENEMZWEN DB, XIFEBEHE
AMRMIBER BN R ARITERENSREEN S ERES

» EREEHEARP, K. PHSREKFEFET (10, 100, and 1000 ng/mL) FERRINER EIBA BB E FIE T
o Hit, BARREMAFTATFEEFRBFRPNXHEER, AT EREEDINAMZENTS R
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» FRFFAMAEREBELSFKIIEZ ZRMILOQATRI0.5 ng/mL, BRT6,7-—“HEFITHREMNLOQAS ng/mL, %
LOQIE FRRE8:: 41 (EC) 81223/2009 S M3 FRIEL mg/kg

s
A

k&S & (furanocoumarinsdfurocoumarins) B—XEEMEYMHZELKR (Bl0, SEMIITER) $
ROMHSHEURATY, ENEFEATER—NAE, RAEGKRHRIELERATEER, flnkas
. B &R, ZRERMELKS, BETIAMR, ATREEEERNASESEMAYKEREEEZSHE
2, BEERLNES, Fit, BUREESHEENRIFEPENXLNSY.

kIR & 2 R ERR BRI B X F U @AY AR (EC) 881223/2009 5 R EIIE S, MifFIIB95 B 35822 1E B #7R IN0K I
FEER, BT REXRAEHIRIYNES . HASNZE~RPRBEEIRIENRERNL mg/kg!. KHER
RENMN—LEENSFAEEEREREEEAHPLO)BASXAE (FlaIUV) ° WNKEIE(MS)Kl, &AM
BEEAPHNRBEEZRREAFEAHPLC-UVRILC-MS#HITEES T, BERIETHRAPIRRERILZS
NEFMR, FEEFUENIRBEESHOREA, FIABEERTFLC-MS/MS,

20074, EFRBAEHME(FRARE T MY (FEHRNE. BiTERER. a3, FEEHE. RERFA
EMENAEAR) (FAKBEEERRENITSUEY. HEYINEREETENEHBEE RS AR RN
RE, HEMBREAPHNREEEATFL000 ppm®. ANALEF, EAUPLCEAXevo TQ-XSFH X T —FHhiR
®ERBH G EREERF BT I6MKIEEE R,

M5 A
R AT Rl &

16Tk & Z ZAVEIR(Supelco, 93102)/ 3 T ZEH, BMIKREN250 mg/kg, BTHIEATMERITERE
HiZk, BIELSLHBEZE0.5. 1. 5. 10, 50, 100. 500711000 ng/mLEIE/\ R ERL, KIBRATEFIR
HHsk, TREXE A TRERLERE,
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HRImIFmAvAT b
ELCMSH %A, EAZMME RIS (FEH) #TL00HHRE
E PN A 5T an Y BT A0 1

ERZIER 16k IFEEZ REMR(Supelco, 93102)#%FEZE10. 100811000 ng/mL, HERABEEHTAER(
Supelco, PE05354) 53 BUTE AT A1 E B o 6 2 MNAR A Mo

@R

REBIERS: ACQUITY UPLC I-Class

BigH: ACQUITY UPLC CSH#ZEEH, 2.1 x 100 mm, 1.7
um (P/N: 186005352)

R 40 °C

HFamaE: 10°C

i =N 1uL

TRIR 0.4 mL/min

EhAEA: 0.1%FRERIK AR

mEhiEB: 0.1%FEN B R
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BER

UL 80 20 L
1 80 20 6
10 20 80 6
1 5 95 6
13 5 95 6
13.1 80 20 6
15 80 20 6
PRIg {514
Fig &Y% Xevo TQ-XS
BEER. ESI+
BARSRE: 400 °C
BB SR (L/h) 1000
HFLSME(L/N): 150
BFREE: 130 °C
EHMERE: 1kV
WIEEE
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BB MassLynx™ v4.2

5
Ik
5
_F

Masslynx v4.2

EEWHY TargetLynx™
REMRMEE

ERNES EMMRMEBEEE W ELRIE, SHRBEETREAWEEE, EAETQuanOptimizeIhBERH RS
HEYIMRMEE R ENEBNESE (Fla, #ILEEMMIEES) #1TRt. R1IPRSHEENEREE,
HLIES, HNMBRIEAYAENESBEF(m/z317) b BEF(m/z 335) MR BEBLF, ELERm/z3171ER
QIFHNBEF.

SEFLEBE . RiiERES SEFLEBE 5 HiEsEE
MRMiE;E S4B MRME
) L V) tawEs v) L )
22 187.1>131.0* 28 34 301.3>233.2* 10
HEiEE AR R
22 187.1>143.0 16 34 301.3>218.2 28
10 217.1>174.0% 22 22 305.1>203.1% 22
fEMER SFIARKEY
10 217.1>161.1 22 22 305.1>147.1 34
i 10 217.1>202.1% 22 A 30 317.2>233.3* 20
. 10 217.1>174.0 28 : 30 317.2>175.1 30
27 247.1>217.1% 28 30 317.3>233.2% 20
BEAFRES I=ETEL]
22 247.1>232.1 16 30 317.3>218.3 30
30 | 271.2>203.1% 16 16 339.1>203.1% 10
EREIEAER 8- EMHEREMNEEE
30 271.2>147.1 34 16 339.1>137.2 10
. 30 | 271.2>203.0* 20 16 339,35203.1% 10
SEREISAR BITER
30 271.2>147.2 30 30 339.3>81 20
22 287.1>203.1* 10 30 355.2>153.0* 10
HER FaEHE
22 287.1>147.1 34 30 355.25203.3 20
40 287.1>203.1* 16 30 373>245* 30
=R AT E 6,7-“EEEITIERR
40 287.1>147.1 34 30 373>288.1 20

KL1ITMXEEERNIMRMIEE. F2RWEXNDHERAES. B, FBNERE,

FR—MREBERBM=FEMRIFLC-MS/MSHZRNEENTE BTN IHKHEET R



ZR5111E

ACQUITY UPLC CSHRFEEIEFM D EEE

TAMKFEEEZR, SEMNNRZZME, FI55HEITHIBIAREEEACQUITY UPLC CSHRFEGIEE LI
RENE. B/LNSMENMRMEEER, FIMMEiARMNIREIARUNRIRERMALAR. Hit, XL
NREFSBNTEREENREXEE, FA100 ng/mLIKIEES X BITHIAESD FWAETHFRERE, R2ER
TOXNEDERENCEEMREZEENEIEE, 1 mg/mLIKFEET R BGHNEAGEENE LT,

JEAE -1 ppm

100+

O B j&]
2.00 3.00 4.00 5.00 6.00 7.00 8.00

Ell.l6fkEE R BITHN AR (1 mg/mL)BUPLC-MS/MSEBIEE
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272100 ng/mL B IXIEE T RS BATEN L F LR E EMAMELE
NERE. ARE. RENRHE

BT = F R R E RIS RIRIP ARV RUE %, FIEKIEEE RN RSEERZ0.5-1000
ng/mL (ENEER) , BRT6,7-ZHREFITIRRNEMEEHN5-1000 ng/mL. FIE S TYHILIEEIREERIK
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F0.998, ABBILENTF22.6%. —EKHEZRZREMSLMNABYIE 2 LERFIFINE2FR. X&BXevo TQ-
XSEXFIACQUITY I-ClassX FIXIEEZ ZMEE DL T M FANBFLMEFERE,

KIAFREMHIL TLOQ, BNEEAREIFRIEATIONRMUEMRE. FRT6,7-“HREFITER, FIEKBEIZ RN
LOQ#RHAE /90.5 ng/mL, 6,7-“HEEBITHEEREMLOQZELNES, 75ng/mL. ELOQKTFMEIEEINE3FIT.

NERENRBIES MEKFZREEHFTH. HERIEKTHIEEIR%RSD/NF15%, REFLOQKFHY
NBRBEER, %RSDERICEIMRIFAT.

RT (min) RETE ’ R? ‘ BE (%) | LOQKTESN L°°”:iﬂ;")%RSD
HEEE 410 0.5-1000 ng/mL 0.999 9.1 14 10.44
TWER 4.27 0.5-1000 ng/mL 0.998 1.6 25 4.69
SHAEE 4.83 0.5-1000 ng/mL 0.998 22.6 28 6r3D;
BEIFAEE 4.74 0.5-1000 ng/mL 0.999 6.8 76 6.58
ISEIEES 5.85 0.5-1000 ng/mL 0.999 8.0 41 10.78
E3VETRES 6.45 0.5-1000 ng/mL 0.999 6.1 53 5.49
JHER 4.83 0.5-1000 ng/mL 0.998 10.6 54 9.28
=R AT ES 5.39 0.5-1000 ng/mL 0.999 7.6 21 14.64
ISR 6.13 0.5-1000 ng/mL 0.999 5.5 190 11.42
SAUFIEEKEY 3.68 0.5-1000 ng/mL 0.999 9.9 35 6.72
ISETEES 3.64 0.5-1000 ng/mL 0.998 2.6 16 5.80
IEELELY 5.23 0.5-1000 ng/mL 0.999 16.2 30 14,92
EHESEWNSESR 7.27 0.5-1000 ng/mL 0.999 %7 75 5.64
EITRE 7.83 0.5-1000 ng/mL 0.999 8.1 259 3.08
HEaEEHE 6.71 0.5-1000 ng/mL 0.999 14.8 15 9.34
6,7-—REBITHEZR 6.15 5-1000 ng/mL 0.999 1.2 9 8.06

RIXTRIEE S RONSELNE. FENIMERNFAEE.
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LEMRI: REFrNEE WEMERI. REFAEE

HEZRE: r=0.999465, r2 = 0.998930 1BEFAH: r=0.999465, r2 = 0.998930
RRIE#ILE: 23642.4 * X + 1386.64 FRIE#ILE: 236424 * x + 138664
PARZZERL: SMEE, RIEERITE PARZERL: SMTE, REERE
RELESEE): M, R HiIIR, XE: 1x, W £ dhERERY: 241%, R HEBR, ANE: 1x, M X
20000000 4 1003 X
= X
15000000 - *® X
E E W o0 X
£ 10000000 - & x s x
= - X
5000000 - 100}
O ey kg e Hokg
0 200 400 600 800 1000 0 200 400 600 800 1000
L EYEM: BRATRAR YA MEAR
HEFRE: r=0999632, 12 = 0999265 HEFE: r=0999632, 12 = 0999265
RIEERZE: 19710.7 * x + 340.882 BRIE#ILE: 19719.7 * X + 340.882
PARZZERL: SMEE, RIEERITE PARZERL: SMEE, RIEERITE
BHERERY: 1, R HibR, NE: 1x, MR £ BRERRL: A, R HibR, INE: 1x, W% £
20000000 «
15000000
o m %
£ 10000000 b x
& % X
X
5000000 x X
X
O e e e ey HOkg ;-v..,..-.|-...|.-.-|..y-|y-..|.-..,..;.,,...,....,UQIKQ
-0 200 400 600 800 1000 0 200 400 600 800 1000
A " REMEIN. FTRR
g BamE HEFM: r=0.999613, r2=0.999226
HRAM: r=09099613, r?=0.999226 JHIERMEA: 14660.6 *x + 840,880
UM, TooooT X -Bi0ne WRZE: SMTE, RSERE
M A HaEp HEA G, R iR, IE: U, W K
ERERREL: E, e HiBR, ANE: 1x, BE X % £ TRREE SRR SRR » :
15000000
50 x
10000000 x %
X
5 W00 %
= e
5000000 bod %
509 x
X e e e e kg I B I e e
-0 200 400 600 800 1000 0 200 400 600 800 1000
HEMEIR: WHERE y "
HERH: r=0999501, r2 = 0999002 fgiﬁgﬁ; :"3?9%5%1 = G50
BUEhik: 129300 3%+ 337114 FEIERIZE: 293903 * x + 3371.14
MERZZERL: SMTEA, RIEERITE WRRE . SMEE, BEEIHE
HILEERN: Sff, B HIBR, ANE: 1, W E AT At e A E: 1k, W F
100«
o3 X
3 X
20000000 -
g W 00% = x
E & ; ¥
10000000 E X
-10,0-:
VX e e e Mekg b e ey Hglkg
-0 200 400 600 800 1000 -0 200 400 600 800 1000

El2.Xevo TQ-XSELAACQUITY I-ClassREMIXIEE T & ZIE 3R R E 2R,
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MANE_batch 2_004 F1: 4MBES+HIMRM  MANE_batch 2_004 F2: 4MBES+MMRM  MANE_batch 2_004 F3: 4iBEES+HIMRM
F92G687# 1871131 EWBE 217.1>174 P 217.1>202.1
100 6.218e+004 100 6.642e+004 100 1.372e+005
484
% % %
341349 4.01 439 448
NN 370 TN A2
O min Ot T min O min
325 350 375 400 425 450 350 375 400 425 450 475 400 425 450 475 500 525
MANE_batch 2_004 F4: BMBES+EIMRM  MANE_batch 2_004 F5: 4MBES+HIMRM  MANE_batch 2_004 F6: 4EIHES+HIMRM
SEENE 247152171 BETHE 271.2>203.1 5.85 271.246>203
100 2.499e+005 100+ 2351e+005 1007 EHRETAE 1.552¢+005
% %
397 5.07 5.9
O o o e S AL 1] O e e iR e B o e T e e T
400 425 450 475 500 525 500 525 550 575 600 625 575 600 625 650 675 7.00
MANE: Bateha ood F7: a@mES+MRM  MANE batch 2_004 F8: 4BEES+HIMRM  MANE_batch 2_004 FO: 4BHEES+HIMRM
= = . e 484 287.1>203.1 WEE  301.26>233.17
100 Bk 1 6956+005 100+ 1.516e+005 1007 3.581e+005
FATEAE
]
O e min A L O s B s ML
475 500 525 550 575 550 575 600 625 650 6.75
MANE_batch 2_004 F13: 45@iBES+HIMRM MANE_batch 2_004 F11: 4iBEES+FIMRM  MANE_batch 2_004 F12: 4iBEES+KIMRM
FBTRAEREY 339.1>137.2 ISETEES 317.2>233.3 ISEQEL:] 317.265>233.22
100 T 1.169e+005 1007 3.674e+004 100~ 3 1.016e+005
% % %-|
291 3.32_3.40 382 402 418 293297 338347 M 379 385 4.19 472489 507 553
; S y 4 ‘s 459X N L2 \5.83_5.70
0 T T min L o o e e R e B 0 T . T T min
375 400 425 275 300 325 350 375 4.00 450 475 500 525 550 575
MANE_batch 2_004 F13: 4@BES+HMRM  MANE_batch 2_004 F14: 4HBEES+HMRM  MANE_batch 2_004 F15: 4BHES+HIMRM
S EHEFRIEIE 339.1>137.2 o 339.3>203.1 TaEHE 355.213>152.9600
100 y 1.169e+005 100 BLRE 1.923e+005 100 J 1.611e+004
% % %
727
6.56
59550° 644
0 min L B i e L S P e 77— 7 —mh
650 675 700 725 750 7.75 700 725 750 775 800 825 600 625 650 675 700 7.25
MANE_batch 2_006 F16: 4iEES+EIMRM
- 373>245
100 BT EREEE 4.4906+004

%
6.00

562 576

-1 omin
5.50 575 6.00 6.25 6.50

E3.ELOQREMIKIMEZ R LRARIIBIEEMS/No
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PGS G IR E B RV E RN

THERER MY XBEERNERYLY, URIIEENZERBTRERLEREHATEERLFRPRIKME
F&. RETABREFERELFINRRKEEZ R AT HIEERUTEERMN. 25/M45E10 ng/mL.
100 ng/mL#11000 ng/mLEYXIHE ERARELE AFmPRMEZRNR. PNSREKF. B4R T AR
MR RERPMITL0 ng/mLESANBREERMG6,7- R EBITRRENTA, RICETHRESIFRERTKRIEE
FENELRMN.

B2, ARZKRBEEZRFIMRIBHHOELEE, BERREKTHERYNERE, RAKXRSDITYBNE
FE5a/\F130%, =P ARREKFHKBEEZRTR, BERBNATRE. HBERBMROELZN A R
EEDMASEmFRTHNRBEE R,

kil ‘ (1;&nl§l,;;:|L) ‘ <1ﬁ§fu ‘ (10;f5mL)
HEREE 109.4 95.2 98.0
EMEER 161.1 119.3 106.4
EiHAEE 113.6 104.8 105.9
RERFABS 135.9 127.6 111.6
DY ES 127.6 122.4 109.0
SRETAR 97.6 95.7 93.0
IER 101.9 95.9 94.6
SLETAE 121.3 114.5 105.7
AR & 150.8 142.0 125.1
SHIFARKEY 112.4 106.5 100.8
EETEES 121 113.6 109.1
SELELN] 137.8 127.3 109.3
EHESENEER 124.7 110.9 104.9
EITEER 130.9 104.0 98.6
HastHE 98.1 101.7 99.7
6,7-_REBITIEER 134.9 113.1 109.5

RAFEEFEBER(n = 3)PMIME. PNSREKFRHBEE X THERMNAR. BRYEZKTF
130% U EBRHE T
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WaER 6,7-“REFITER

ENY FES 2 3 N

(a) 10 ng/MLZ BEER (b) 10 ng/mLIZFF&HER (a) 10 ng/MLZ BEER (b) 10 ng/mLIEFHEHER
MANE_batch 2_045 F1: 4BBES+MMRM MANE batth2 053 F1: 45@5537‘“”\"@ MANE_batch 2_045 F16: SEHES+HIMRM MANE_batch 2_053 F16: SEEES+IMRM
WEER 1871 >131 HBER i8k12 221 6T-CREEHRE 0737245 67-CRUBIEE 373>245
100 1441ev006 10 151264008 100 2 85654004 100 i 1111e+005

542 554 6.03 545

77 578 TN 630 659 7553 578 585 631 651 669

L — w w o o obodm oo e
MANE_batch 2_045 F1: 4BEES+HMRM  MANE_batch 2 053 Fi1: "7%3ﬁ15557’:"”‘”?:”3 MANE_batch 2_045 F16: SMBES+HHIMRM MANE_batch 2_053 F16: SIBEES+IMRM
HEEE 187.1> 143 i HEER s T BRELEE. 373>288.13 7o8 373>288.13
. 2 e e 100% 6T TREEHRE B2 1005 67-ZRREFEE Togaints

- % s " 1528 o, 584 6.66

_ . s 589505 % oz 2% SELA R N
L e ‘ o= ; in ol ‘ — ‘ min

325 350 375 400 425 450 920 B0 9D <0 435 400 550 575 600 625 650 675 550 575 600 625 650 675

E4.(a) ZBEH (b) B XAEHE R INIR10 ng/mLES 3 BREEME, - —REFITERNIMRVEEE,

EHFmPREEE RN EE DM

BEMEAERPNREEERREEREAR, M0.0921196 mg/mLFAFE (IWESHMKS) o Xevo TQ-XSEI HIZ%
MEHBEE (FXE=THER) ENNMAREBEREEFRTPEFENTRUELN DY), MMmEKEF @I
I, 48859 E A B,

KAREIL T BERLERENBTRE, ERIBRAEMEHTERIEEL001E, 23X AFIFE R TR b
% (WR5) WHHEIZRNEMREHRTER. BAHMERLALRERLEEHEMRENESE D L/NF
30%. SERSERMNMARBAEG, RABRRBMNM), URBHIFERRETATEERBFSTHNRBMER
=
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BRE

KatE (1000 ng/mL)
HERER 0.13 0.09 30.8
BHHAES 8.2 7.6 7.3
SEFNEE 1.7 13 23.5
YIRS 3.9 3.3 15.4
=Y ES 5.2 5.5 5.8
HER 14.6 15.1 7.1
SLETAER 99.1 92.2 7.0
A= 16.3 12.3 24,5
SILRTERRKEY 7.3 7.0 4.
EETEES 7.2 6.0 16.7
=ETELR 82.5 72.4 12.2
BEHEFEMNGER 106.3 98.8 74|
BITER 197.5 196.0 0.8
KaEHER R R H R
6,7-“REFITIER 15.2 13.3 12.5

REFEMISHERPHRBEZRRE,

FR—MREBERBM=FEMRIFLC-MS/MSHZRNEENTE BTN IHKHEET R
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100+

300 o 400 o 5.00 - 600 | | 700 o 8.00

ES. 100fE BRI AEMA TP RN XEEEREIEE,

BTFEFEEXSYE, AHEEEBRRTNRBEIREXEE, TACQUITY I-ClassBtfAXevo TQ-XSH AL EAIH
FFR T HRETEEN E £ 16Tk IEE S XM a9 BRIIMRMA %, EAACQUITY UPLC CSHREFEA @IZESEI T
HNXHEEZLRENREENRFNE, EENFHEANEBEEREE, AHAAKBEZREL T RRHNEE
HE. BEMLENSEE, ZMUBERIERT FRERHBEZRMLOQARI0.5 ng/mLIVEES], BRT6,7T-“REE
TR NS ng/mLo

REAEENFEREMR T REEXE AN KEE T ZNERME, EEMIMTRENKIEEZ R IMEIEHD
BRigse ((hF130%) o XRAERBNABEE, HEFERSHMNERCRERAEMLTEIERHITEES NS
FESR, AEMEHPNREEZERE70.09-196 mg/mLZi8), 17 7IH1E B ITER E h 22 i & B9 2 ARk E
EZH/NF30%.

BT EIME, BRI LUERRIEEERNE R ERAREEE AR, B HEEEEM(EC)51223/20095
HFRHAIMEREL mg/kgo

ERA—iRE B RN =FEMWIRFLC-MS/MSH LR EE D TIEHAN1I6MHIKHEZ R 14
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