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22 2¢ SFE 2 BX SFC-MS Bk F #& M| K 75 H
1Y 9 FhEERFI B ER K S T 5
SFC-010

BE. AL FARE Nexera UC B4 SFE BN SFC-MS BXFARE L T KR PIZHERSE 9 FB UL RN 7%

HRIAERE, FEXREENMEES. FREEEN HNEREPH#T, ERESERELNI &, F£H
Shim-pack UC-X Diol &3&#F, 0.1 mM Ef | mM REZREHZUER], 9 fBE RS0 E. 0.02~4 ng SERIRE
FRILECSMRE RS AR B2 ( PO ZRPR AU JR7E 0.01~4 ng), LMSEEIR, BXRER KT 099, HiREERER
91.2~110.5% Z 8, 7 0.4 pg #1 1 pug JIFRE TERENEWRIMEES 4, B% SFE ZREAN EELERVENIRE
RZETE 5.5~13.2% z[8], EIUNETE 63.0~131.5%, TJLUBEEEMMTNER. KEATHESHAF. FRLFER

M

F B NexeraUC B4 SFE SFC-MS EFFEL

KerAAEREEEY, SWNDXNEZER S
MrER, BARRmEL. RE. 2k
FELEThRE, IRSRA, SMEER. RREMNSEHEL
BYRRFTNEZIRNY, BREREEE, A
YL, BREXEYRNTRE, EREZIVSHIZER
FREEENE

ISR A ZEB (Supercritical Fluid Extraction,
SFE) /& DU I ST A F10 BRI A ZE B E S
BEEREAR o #BIRST CO,y(scCO,) UHZE . MR, TF.
S5, WFEHEREMA SFE RE ANERF, %

W SRS
L1 {%=%

R REHmNEEPTHTT, 2BRESS, FES
PEATHIZERL,

SFC-MS REGZ 5 EEHME L NBIRREEIER
EEA M. BIRSTEAGERRME. SYUENS3E
BIEERSR, 5% SFCOMERRE. B3, 50 EF
¥, ALREAEZ SFE %8, SFC-MS BKARSHE
MAFFHNREHZ BN R, ZEFNIEEE, B
WEES, IRHERE) . ARGERGHERN R
HIRARE = mOUSE A AR RS

Nexera UC B %k SFE ZHU SFC-MS BXFH R 4, BARCE A . SFE30A(BIRFREZEREIT), SIL-30AC( B
ENifERR ), LC-30ADSF(CO, #i/#& %R ), LC-20ADXR( %K %R, & LPGU XEH#BELLHIR ), LC-20AD( #MEZER ),
DGU-20A5x2( FELLBISH ), CTO-20AC(+EB48 ), SFC-30Ax2( Y EIEHEIT), CBM-20A( Z415HI88 ), LCMS-
8040( = EPUARATEIE(Y ) AZ ESI B2 BSJE, LabSolutions Ver5.86( B T 1Euf )o

L2 #RER

HEaMERIE 1.
FAERRESITENT: AHBARK. 2R, MER. 7R, FILFR. FRFR. KBER. $F=—

FRAMRE 5 mg, AFEBEFEHMESRE 10 mL, BEHIME—TRERR, LR 9 FE—FRERREE 400 uL, H
FEERZE 5 mL BEHI 40 mg/L BEEFRAES KRR, BRAREFRHEA 0.1, 02, 1. 2. 10, 20 ug/mL RS TIEAR.
SMRETI R R AL, ZEBUERIE AN T BYUEBRILGREMNAGE 10 #, ARE®, FAMFRS,

DRFRER 6 sm FHESAF, &6 0.5 g, 2AMMA 0.1, 0.2, 1. 2,

10, 20, 40 pg/mL JBFRARK 100 uL FEFRETR

H, REEENEERAPIIN 0.5 ¢ BKF, —RMEBIWMBHITEENFEFERHTT offline SFE FEL,
R RS, IERELEREERMIK SFE ZEBREHIETIEMNT: FREX0.5 ¢ FUEHTMS 0.5 g BIKFIRDRE

ZE SmL FREREE,
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®1 HEMER

No. BT E e CAS# NFR
1 Pl Ferulic Acid 1135-24-6 CioH1004
2 BEER Coumalic acid 500-05-0 CsHaO4
3 e E Naringenin 480-41-1 C15H1205
4 3R Apigenin 520-36-5 Ci5H100s5
5 JB) L5 3,4-Dihydroxybenzoic acid 99-50-3 C7HeO4
6 SRER Isorhamnetin 480-19-3 Ci6H1207
7 KEEZE Luteolin 491-70-3 Ci5H1006
8 SR Z R Phthalic acid 88-99-3 CsHeO4
9 R = Quercetin 117-39-5 C15H,007

1.3 &S+
SFE ZEER& A

SFC-010

ZEENF. A-scCO,; B-MeOH
%_B,X/ﬁl_ 3 mL/min
ERSZERFIELBI. A/B=70/30(v/v)
zﬂ?&@aﬂmttﬁj: A/B=70/30(v/v)
#BURE. 50C

SFC @ik &1

BILEFE . Shim-pack UC-X Diol(4.6 mm L.D.

X150 mm L., 3 um)

TRENHE: A-scCO,; B-0.1 mM EfZ ImM
RSk MeOH

iR 40°C

[ &

BB ESI-

FASFE . 3.0 L/min

EOBRE: 4kV

DL RE: 230°C

BSR4 min*
HMZSEEEL: 9 min

ZEHEE. A-40 MPa;B-10 MPa
A B 1 PP iERE

EE: A-10MPa;B-40 MPa

MER . FEZ

PR BEEERL: 30%B(0-2 min)-40%B
(3 min)-50%B(6-8 min)*

*8-12 min 24 FREZ R B AT

INFAEHUERE . 400°C
TIESRE . 15.0 L/min

TYEREF(E]): 9~24 ms

MRM Z45: DI5% 2
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&2 MRMZBEL

Y Q1 Pre Q3 Pre
No. B RRET  FYUET , CE(V) ,
Bias(V) Bias(V)

. 193.10 134.10% 14 18 12

1 (DETi
193.10 178.00 14 15 17
. 163.00 119.10* 18 16 11

2 BEER
163.00 91.00 12 29 16
271.10 151.00% 30 17 15

3 TRE &
271.10 119.10 30 24 11
. 269.10 117.10% 20 34 11

4 FricE
269.10 151.00 20 24 14
R 153.10 109.10% 30 15 10

5 JFILEER
153.10 91.00 30 26 30
315.10 300.00* 23 21 13

6 FRER
315.10 151.00 23 28 14
. 285.10 133.10% 21 32 12

7 KEER
285.10 151.00 20 25 14
U 165.10 77.10% 12 16 10

8 RA R

165.10 121.00 12 13 11
301.10 179.00* 22 17 17

9 W=
301.10 151.00 22 21 15

*RAEEBBT

2.1 SFC-MS & &

I PRIEREE SE O FARAE MR TT SFC-MS B &ML, BARADERRAE HRERE, 0.5 min ZBITAHED Ll
SEEE, T CI8F ERANHIELEFE 1-3 min, BRRFRERLRER., EEEE LR ZRR. RILFRIKEESR
REBITSR, AEM. EBEEM EREANERRE, DBEF. FIL&/FIER Shim-pack UC-X Diol A4MrtE. B4
FIEREEFAN 0.1 mM EER 1| mM FESETERBERMNIERE. BN, BTERE scCO, FAHER, HaEFTRE
T 8~12 AL REL AR, BRERITE SEHEAS. MHEREN SFC-MS BEEIE 1,
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(x100,000)
275 ZFEER; 193.10>134.10() CE: 18.0
] 6: &5 f 163.00>119.10(-) CE: 16.0
7= 271.14>151.00(-) CE: 17.0
1 8:Fr3kz: 269.10>117.10(-) CE: 34.0
250 9838 153]10>109.10(-) CE: 15.0
11: 252 315.10>300.00(-) CE 21 0(0 20)
1 13: KEEEI= 285 10>133. 10()
5] 14: 483 — FAf 165.10577.1 ()CE 16 0
7] 16:#K7% 301.10>179.00(-) CE: 17.0(10/00)
200
175
150
125
1.00
0.75 J {
050
025
000
A‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘
00 10 20 30 40 50 60 70 80 20 min
El SFC-MSHrENEERI(FIEER . EERK. MEER. FEE. BILITE. FRETR.

RBFEER. RF "R ZIREH100 ng/mL)

2.2 BTN

AP EERGR. B IERH, JE5 BIRAN AR M= EEREN . A7 FESHNNETRR,
DRARGFERAFEFEHIU TR TI/ES &

5. 10. 20, 50. 100. 200. 500 F1 1000 ng/mL

BEIWE TR, B C% TR, HEARAT.

C%=(1-Ss/Sm)x100

Hep, Ss ARRICE TEfZANER; Sm AERIRHMAIRIR, ¥ -50%<C%<50% &, MEFNTHE,
L C%>50% FRIMARNETINEIER, L C%<-50% FRIABNEREHIEH, LEERNFK 3, KFERXT 9 #
BAREMIEBSRIEFNEIER. FIt /4L AR FRITECIMR RS TRk
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T3 KpERXIoOFBIRAN BN AL

No. R C%
1 PRI ZRER 97.2
2 EFER 91.7
3 TR = 53.2
4 B 86.3
5 FILEER 66.1
6 FRER 89.0
7 RKEEZE 68.5
8 AR R 54.8
9 W= 56.6

2.3 ZMSEE

2R 12 FrR AR EEN G & T EWE 7 D ERE, R 1.3 R o #TNE. UEEERESR B IR0
FREAELYR, MBREBERANLER, IMREFIELEHZ, SENPEMEEEAEREXRENR 4, LTRER
RARANTELXZTCENLEXZRY, AMEXFEHR KT 099, SIRESERER 91.2~110.5% zZ {8, A
LabSolutions X ASTM AT EREAVEERAERI, BHERILTEERITESZ|IBIREAS EER (LOQ, S/N=10)
£ 0.001~0.02 = j&],

4 BENTERERERRE

No. B () LM AXZRE Accuracy (%) LOQ(ug)
1 Fe]ZRER 0.01-4 Y =43016.5X -191.094 0.9943 94.4-104.9 0.003
2 EER 0.02-4 Y = 190429X + 4373.58 0.9976 94.9-106.9 0.02
3 TR R 0.01-4 Y = 181874X + 840.111 0.9966 92.1-107.2 0.01
4 g 0.02-4 Y =121919X + 4672.02 0.9946 93.6-109.9 0.02
5 LR 0.02-4 Y =172508X + 6390.82 0.9995 97.5-102.7 0.02
6 FRFEER 0.02-4 Y = 1164330X + 43451.2 0.9996 91.6-110.3 0.001
7 KBEEZR 0.02-4 Y =486205X + 51412.0 0.9962 94.4-108.4 0.001
8 LB R 0.02-4 Y = 168267X + 23429.8 0.9933 91.2-110.5 0.02
9 W& 0.02-4 Y = 18925.4X -107.708 0.9993 93.0-104.1 0.02

24 EEMMERER

FIHESANEME, SOEBRETIN 05 ¢ 558, 704 ng 1 ng IMRE FEEEMEKEMES 14,
ZERINK S Frm. RRERKP, B4 SFEERNZEN EELERNETTRERETE 5.5~132% Z 8], EUERE
63.0~131.5%, TJRUHEEEDHTHIER.
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RS BHSBLSFEERES HEELER (n=6)

0.4ng ANFREER lpg MIEREER
No. . \#%E:iﬁlﬂ AERAESE ov HNARFESE ov
WfE(ng) HZME . B %)  HSENE ") B (%)
(ng) (ng)

1 Fel 2R 0.40 0.99 9.88  115.0-131.5 1.16 9.08 64.1-86.5
2 BEER 0.05 0.46 7.63  92.7-118.8 0.93 10.7 76.3-99.8
3 ilsd S - 0.36 8.77 77.2-96.8 0.92 8.50  82.4-105.1
4 FrRR - 0.35 9.74 78.8-99 0.83 7.89 76.2-93.6
5 BEILZRR - 0.30 10.7 63.0-91.2 0.90 103 79.9-103.9
6 FREFER 0.06 0.38 5.50 70.8-84.8 0.89 10.4 72.4-94.1
7 KEEE - 0.32 6.73 74.0-88.5 0.82 9.8 75.4-94.7
8 PR - 0.36 9.84  77.8-100.2 0.89 106 75.2-101.6
9 W= - 0.27 132 66.6-76.5 0.93 11.7  79.7-110.4

2.5 SKEREE Y
ERAXTFRNTENZNEEMNZEEMHTRIENE. HRPEEREDNRENEERIFR 6, HEEHT
BIWAE 2,

(x1,000) x10,000)
15:165.10>77.10(-) 15: . 10(-) &
00] O 5:193.10>134.10() &
] - 6.0 o
807 | ] ] =
] SpT 1 =
704 J-zi SR 501 E|5
6.0 407
5.0 ]
1 3.0
4.0 ]
307 20
2.0 ]
1 1.0
1.0 ]
003 0.04
i T T o T T
40 50 6.0 10 20 30
(x1,000) (x1,000)
7:163.00>119.10() & 90-12:315.10>300.00() Ji
] | ]
7.0 i 80 s
6.0 7.0 8 k3
5'05 6.0‘5
1 504
4.04 b
] 4.0
3.0 ]
1 3.04
204 3
1 204
1.o~; 1.o~f
0.0 o.of A 1

20 3.0 4.0 4.0 5.0 6.0
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SFC-010
(x100,000) (x10,000)
1.75412:315.10>300.00(-) & 60717:301.170>151.00(-) ik
1-50‘3 50
1 'y w0 %
100 A ::%
] A 30] A
075 1
2.0
050 ]
0.25<f 1-0‘:
000 00
k T T T 1 1 T T T T T
40 50 60 6.0 7.0 80
B2 SSFrEmiNeikE
Fo LERPRANZBNELER (ue/e, n-2)
No. BIR AR ElE2 E RS
1 FeIZRRR - 9.4 -
2 EER - 0.20 -
3 i) - - -
4 R - - -
5 FILER 0.31 - ;
6 FRER - 0.11 1.02
7 KEEE - - -
8 IPE R 0.14 - -
9 S - - 25.6

&g

ASC#E B 7E Nexera UC B%; SFE Z£BX SFC-MS E%Fﬁ#ﬁd”ﬂjwqﬂ 9 FEFAMBRRE SRS . ZHERAEIE
SURMEERES (SFE) ik 7 Bidb IR (e, BERE.
LR R MIRARE - RIS E B T ERR AR,

[ BN ARARFRZFFHL

E. rEtrmEd.

FEIMRFLR . ERGERFH

LETHRILEXEMBKI180S

feZERH# —HIC801#k

& i E

021-34193996

http://www.shimadzu.com.cn



