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##1% HPLC 5 8L ElE S/ a i EARIER X &

Feam',  #ME, ERE', A%, K g, E X
(1. N EHG RS, 7K M 5100065 2. B A¥, & M 510632)

HE. BM  THITHIPGE HPLC I8 EIES /Nt E ISR R, FiE HPLC WEES A HIAFERe aC B i, LU
INEUNBHESE SR R 2R bR, W KO IR IS /N 3k (OPLS) #FATHF%E, >R A HPLC-Q-TOF-MS %
KREHOETERSY . R S PdE, A& FIBGE/NRU NG A RIER (P<0.05) . EBGERA 7 R
S GLFBEYIMSE (RBES0.75), RFEEM: (VIP) ¥>1.0 WA 6 fl, Hh X, (&) . X, (B
). Xy CHBRE) SAEEMI; AP SRS AA 13F, Kb X, (MEHEE), X, (@Fik

WEE) . X, (RAEIRIER) | X, OBFRERT) . W19, 1§ 26 S5/Nmifesh B BEIEASCHE, &k k. RIASE T B 254
BNR/NBHESD, HHTE BB MR B I, R R PR, FERK,
R HIMGT; HPLC SRLUEITE ; /ISR ; O R  IKEOKRIR T, IE2C /b — 3k (OPLS)

FESES. R284.1 XHEktRER. B
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TN B RHAEYI R Citrus aurantium L. S HIRKFEAS
PR T M o B 52, B B A7 I Ik SR T
U, Hop A2 2015 4ERR (PP EZG Y didk T
B5E. BREDIRTE, JRRERh T | BB B AR D i E Y
FEARILST o

AR Ry ) AR A e L X T A i R, SR
TR, KB, GRS RIDRMARTZ, BRI
GERVERIRELZ P, RS, FERZBE, TRz N
o BB AT HIARSE MPF R, A0 B i 5 AL
BT, A S AR SRR AT T B, (A
R B A By, A AE o A2 AL S 25 RUAIT T 43 8
H e, PRSI R, BT a ke, ZEHE, M
FeHE BT R | I A 2 R Ay S R AR
R PRI S5O TH W 2, Sl ot ) Bt R 4 25300 B 43
AIRE S AR, HZROT M K W) o SR Rl A R — 2
I,

TRAE TR AT M7 J2 H A OGRS N R
W5, BAFTES 2 PR RBCE W R B s, JF AN BE S
ARIIERPE, BOCEBR M B AR 22238 B ¥ [ TR 2 F
Fe2 Bl Lh 1O kA RN L IE a8 4R I g /D IR I
(OPLS) " J&—Fh etk (i i dee /N ey, E4MHT 22 X B AR
N BB A 28025 B TR0 AL o 55 PR S i RS AR L, B TR
BIR R PR B Se M, W 2 N TR E, T ARG i
PRANR O SCER ST T IR R TR, ARSER F s A |

R BEHA. 2020-05-25

XEHS. 1001-1528(2021)03-0750-05

TR FEHE SR TS Al -, S RS R IR 2 SC B M 5
OPLS #HATI5-ROCHK, BB AR 7S /N s AR FH 19 24
YT, ARSI S

1w

1.1 ME  LC-20A B A A RS . Inertsil ODS-3 &
SRR 3% (250 mmx4.6 mm, 5 um) ( H A EA
F]) ; Triple TOF 5600 i fm R AH £, 335 4 - "€ AT B (1] J52 33 4L
([ AB SCIEX 24 H])

.2 KA BT (110721-201617, 20 mg, i ¥
96.1% ) . Mz FF (110722-201714, 20 mg, ZEJF 93.4%) .
R (111857-201703, 20 mg, ZHFF 99.2% ) Xf M &
Yol A E T 2 R E ST B s Rl (BWB50920, 20
mg, 4T =98%)., #EE (BWB50172, 20 mg, 4% =
98% ) . JIIBRIZ 2 (BWB0620, 20 mg, 4fiJ =98%) XIM
a3 Al WA A R A BR A T, MR ST b
FIoEOR (180902) W [ AL #F B 54 245 Ml 45 A BR B 4 2
A, WEE, CE eSS (EEBEAR); HAbiLH Yy
IR

1.3 24 BURET M B 2 R 2 v 2 5 0w HOF = sk FHRE
B2 Y 5 RS Citrus aurantium L. B HFRIEZS R0 TR
BEARSE, BARE R R L, S5 il 4 7 ik s A
(4’5 S1~S10) BREZel LBz, i, BELNE, B
W, kKEE3~4d, PR, 24~6h, R—K, EHIBEER
@RTGH, YA, T, B, 45 S11~5200

E&WH. BFXFARPEESEIHE (81873003) ; J"AHARHEIRIWE (2017A020213012)
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x1 HERER

G ; -
b wee v K
S1 S11 Wirs R
S2 S12 bA T A W1 A WG R Ry e /T
S3 S13 Wi Bl KR 2 T
s4 S14 Wi M K T
S5 S15 Lo TN EFEL A R E
S6 S16 P HAENETHE
S7 S17 L HENSEEM
S8 S18 W HETXI A
S9 S19 Wi MR X EK R T
S10 $20 Wi AT

1.4 4 264 A SPF HEMRM/NR, ML, KiiE
(20£2) g, M MBI RFZESL RSP et 565
Y14 ¥4 IE 5 44005800006682, Zh 4 52 56 4 Al 3IE 5 SYXK
() 2013-0085,

2 HERE4&R

2.1 HPLC #54H#&

2,11 XTSRS AR B OB R &
B, MR, BER, IBRE ZE X A AE A, i A
B 1 mL 235 BRI 80 peg VAW, HITR,

2.1.2 HEREmE SIS BUARTHEBY 1 g, KBERKE,
BTRERIEHS, BEMA 90 mL FEE, FREE, i
I 1.5 h, e, WEANEER MR, B, i,
RS, BAE,

2.1.3 @AEEM Z% 3R [10] B, Inertsil ODS-3 4
A (250 mmx4.6 mm, 5 um); WMahHZNE (A) -K
(& 0. 1%BEMR) (B), BEEVEME (0~10 min, 5% ~6% A;
10~20 min, 6% ~15% A; 20~75 min, 15% ~27% A; 75~
120 min, 27% ~ 65% A); RFH & 1.0 mL/min; F G
25 °C; I 283 nm, MREEIILE 1,

3

R /mV
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LoAECH 2. BEEH 3. Bl H 4 MR 5 BKE
6. JIPREL R

1 &M% HPLC &itE

2.1.4 JRIESAM mBIE ESI B IR, e
RG] 50~ 1 200 Da; Wi%5 HLE 5 500 eV BT IR IR B
550 °C; EFEHIE 100 V; 2R E+45 V.,

2.1.5 BPEAER #H “2.1.27 TR ORGSR RIA R,
fE 2,137 WEIEAM TR, K 10 #AE S kRl
FA i agEie SORE A RUE TN RS (2008A BR)
Phs6 IEIR, R H0E A5 B 48 SR 1S Koxt IR fe 2 F

W, WK 2~3, RS>0, 95, REIH
[V
12001 |

|
i -l
J !

00 1 i 4 L] LY A 1 4 i ¥
(9.00 21.67 4334 65.00 86.67 108.34 130.01
t/min

B2 SRFHELEE, T REE

j

TT10834 13001

4334 6500  86.67
#/min

B3 HIRTEYEE, REE

2.1.6 JrkEELs BLASEW (S10), 7F “2.1.3”
TR GRS RN 6 Wk, A5 45 355 0 A X e T AR
RSD #J<3% , RUUIKEGHE R4, #% “2.1.27 W F
EH AR IR 6 4y, E “2.1.37 Wik N bR,
A5 A W AR X I 1 B RSD #4J<3% , FRHi% ik 1k
RiF, #% “2.1.27 WFAFER&MLRER, Fo, 2,
4.6, 12, 24 h7E “2.1.37 HiapE &0 IERENE 6 1K,
A5 A WA X 16 T AL RSD 34<3% , FUAEAE 24 h N
BRI,

2.1.7 HPLC-Q-TOF-MS ¥t %4 WK 4,

100r
90k
i
% 40 ‘
= ~ . |
18_ Li""'T’J"““n“'}JTﬁ'Mb a5 ”L‘“J“.J““ AdaibTRis .L
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t/min
100- AR
90F
Bor
= 8
% 40-‘ -
300
200 l , N
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{/min
B.#ll#R5%

4 BERmEBEFRE (EST)

2.2 a5k
2.2.1 zZhyuihiles B, WIASESS 500 g, N 10 £ KIRN
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BIHKROR, WUEHNE, KERokar 225 ¢/mL, AITE,
2.2.2 HEKAE PEGENERSES dE, PSR
24, HA 12, SR A4, A (10 my/kg H
BIRZLV A | 10 MAERGEA (4 g/kg) o 10 A HIARFEA
(4 g/kg) o HHZH4HIE 0.2 mL/10 g FIRHEE , SOHMEE LS
TAHN ARFRZEIR K, MR 1R, H8k4d,
2.2.3 /NS NEARIRG RIS & AZEK 14 h,
KWL 1 h JRHEE ST E R E A, 95 0.6 ml,
5 minJGRFULSE, srEEE, WETTEE BB ek X
L FE AR IR, RN AR R
R= (MR RIEEE/MITEN G STHEE) x
100% "'V, iid SPSS 22,0 B PFUEAT AL R, BIELL (x+s)
Fon, ANILBCRHBERZE T 200, SR 0FE2, HiL
A, SaEd i, A s T e RN BN R AR
WA RFREMRAEER (P<0.05), (B4E HE2EST
GiiteEE L (P>0.05),

F2 4. FIEEI/NRNNGHEHRBEMEME (xxs)

R e
(gkg) A MR /%
24l — §  46.89x6.27  46.89+6.27
P4 0.01 8 59.03+3.04%  59.03+3.04"
A 5E 4 80 62.99+12.16™  62.05+3. 66 **
e 4 80  64.26+8.18""  61.02+4.58"

H 52 HY R, * P<0.05, ™ P<0.01,

2.3 REXBEHSH
2.3.1 FARITRNAI  RA DPS7. 05 #f, TR
SRAVMEAS vk, DL/ HE30E 32 00 24 55038 s R B 7 3]
R X, (0) s A, WIBSERRE I W AR N TP 81
e X ()t
2.3.2 #XEFH). RIKARBOTE 28R AR 0BT 5
Frigk {X, (k) |, FFFNEN (X, (k) |, k=t BIPIH
KIEERECL, (k) ATHPLFARIE, Hb, A, (1) #R
2ACEUT AR 2%, B A, (0) = 1 x, (£) —x (1) |
(Isism); A, A BIFRRITH LR P 91 4 15 ] 44 4
X ZEP R/ IME . RO p P HEAREL, 0.5,
A +pA L

bl = 5,0 + o
2.3.3 SCECETE PO LEIT S 2% 7816
RARBAFHME, DR E SRR, HF, (W TF
B S5HE BB CIREE, n T3 B RE RDECH S5

m:%;%m
2.4 HAZANEEEEIIN ilIT Peakview, Markerview %X
X UPLC-Q-TOF-MS %48 #F 47 Pl 4b ¥, K& T SCHR A 5% Al
chemspider, HMD AFESRESATH 3047, S5RNE 3~4,
2.5 4B =Fek (OPLS-DA) #3147
2.5.1 FEbruEfbab B R SIMCA-P14. 1 844, 435k
F 2, 4 O EEIE TR AL B

®3 MEEFEREERTRIBEETRMBEXE (KKFRE>0.75)

P35z WS PRIEY tp/min m/z o s - CREE BT
1 (M RZAY) 0.8580 53.691 611 [M+H]* 242 286,301,343 ,489
2 9 (GBI K 4 ) 0.840 2 57. 139 611 [M+H]* 242,286,301 ,343,489
3 2 0.8339 30.223 — [M+H]* —
4 TORBE ) 0.796 3 52.010 580 [M+H]* 242,286,301 ,343,489
5 5(HIEHEAT) 0.777 9 43.020 596 [M+H]* 135,151,235,287,339,459,595
6 6 (M Z5&1T) 0.765 9 48. 651 581 [M+H]* 242,286,301
7 3 0.752 6 33.337 — [M+H]* —

x4 DMHEDMEASHATEBIEEERMBEXE (KEKFEH>0.75)

KB U5 PRI ty/min m/z R DA 2 R
1 22 (18 ) 0.876 8 53.614 611 [M+H]* 242,286,301 ,343,489
2 (M EEE) 0. 868 2 4.678 418 [M+H]* 125,128,129,127,237,417
3 31 0.862 9 113. 089 — [M+H]* —
4 16( FAHHZE) 0.8526 40. 874 431 [M+H]* 249,283 ,282,311,323,341,431
5 23 (KB ) 0.820 9 57. 050 611 [M+H]* 286,301,343
6 18 0.819 8 45.365 — [M+H]* —
7 21 (Ml HF) 0.815 1 51.981 581 [M+H]* 151,271,459,339,313,339,459,579
8 17 G2 HH) 0.8132 42.983 596 [M+H]* 153,163,195,289,355,219
9 19 0.795 6 48. 628 — [M+H]* —
10 20( BRI ) 0.792 0 50. 157 537 [M+H]* 269,268,577
11 25 0.782 0 65. 574 — [M+H]* —
12 26 (1EHEES ) 0.770 2 74.293 202 [M+H]* 101,117,145,173,201
13 15 (TEAE N R ) 0.764 5 40. 139 163 [M+H]* 105,117,121,133
14 24 (18 [ &K T-0-HFETF) 0.750 7 59. 181 465 [M+H]* 164,242 ,286,301
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2.5.2 HEMHFERESE R Y OPLS-DA 430 DIAR AL Ak 38
FRFIEVEIE TR B AR & X, 2541/ BUN i 30 R AR
i Y, SRA SIMCA-P14. 1 B f#E4T OPLS [FIH 47, WA

CoeffCS[1](/Ma k%)

5“‘60 Ehﬂttﬂ‘%u, Xs (%{.%g:ﬁ:)\ Xs (%?*IEHBZ:Q:)\ X3
B VIP (R > 1, Hob X X BORIEME, RUIME S5/ M5
R E AR B o BETE ARG

Var ID (Primary)

I

VIP[14+3+0]

ERFEBEX R ELEERE

Var ID (Primary)

Bo6 AHRTRAMERIENT /NG ERITE

2.5.3 HIMITEREROC AR (OPLS-DA) Z3#r  DIArifEfb At
b LRI TR A N E R i =S 2 WA N WA 7F | B SN S
i Y,, RHA SIMCA-P14. 1 #4147 OPLS W43 #1, WA
7~8, HMULFTAL, Xy (MIEER) . X5 (RIEIENER) . X,

CoeffCS[1]1(/MaHERESR)

(RHFZE) | X, CREFAF) . Xy, X5/ Mg R
IEAESG, Hob X, X 09 VIP EH¥>1, REPE AR

3 11 15 16 17 18

20 21 22 23 24 25 26 31

Var ID (Primary)

7 HIAREIEAR KRR AL ER R

VIP[1+0+0]

23 20 3

18 21 22 16 15 24 17 31 19 25 26 11

Var ID (Primary)

8 HIHRT

3 itig
AR, TR AT W 2 T AR,
MHMEIFIER R E S, AR | BERH .
BT SR E I S A, 5 AR IRE B s
FERA AR UL TR ST ISR R T A
FEFIBGE R OPLS Bl | Al 3| Hith f R 5 25403k

ZHZHA SR IE RS /N i HE B 4F R B STk

BN R BEIEAR S, W 128, JUHORME R . Bl A
HSRBUR A, FS AT RES (1) MHECH, BTk
B RGeS BB By, WA E A TR
BORIBURE LM, JRIRHEAR, 7EIH LI R 5 ol
AW BN PR, 2R 1 28 B9 A W I PR AR T 30
ML (2) HIRTCTE R RS R Al B R B TR fE
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PIREROEFI T A, St WA, R I 25 Bk 4 A it B
R OFERCRG T, A TS AT, W
JUHRERPERR, AR T 2/ i Wk A MR, REELHR
IREN T MWL, IF R 2R

Bz gh 2 B R G0, NI EER I,
MR B I, e b A A M - LY TR U AR R I,
Az AR BARTE 25O OGP Loy 25 S W, (EL 5 X
TEH /NN HE S AR RDE TG 3 22 5, R ENTRTaE
AR NIz SR RIPLE . X181k 8 1 2 RE R At ) A
FMF, WS AT RE e LI R, i A v
RO T AR RIS, e i, T RE R
PR U TG 97 1 1A 55 JR 3 A BN, Ik, A ST A
V7 g DR 3 W R B AT IR R AT, N2 A A B kAT
HIRARES, I BRI E A R B 2 A J5 ),
WG S RIES AT — DR

SR ARFENE e B b X ) 254z i, (H) 4R
AR ) L 0 AR S S S e M ) Dk b o
AMTF Bl P, AR B, HIASE E e sh 2y
BUS oy Ze TARBGE, T EHAZEARRE, s Ui B 1 B
BEHFRE 2015 AFR (i EIZG ) B A bR 1o i A 2 T
WHATIE A GIE, A JE, AT DR TE R 024 20 5
ORI SRR BRI AT, DM )
Tl i o PO BT 5 B A

Sk

FERZGIZE 5 2
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