(Gt B R FIREIX LSV ENNE SFEHEEIEZE)
¥R S 1t BR

1 THERR (BIEESKR. MESM, FET/EDRE, fETEREARERR
g T1ES)
1.1 £%5KIE

FAC S RHEY T B MIAC Lycium barbarum LT, LEALSE BT
JiTH, O IRE RIS SRS IS, B SRS R, R
NEANEAERE R Z P iy« BRI FE R B, MoRCH B Pl PR IMpE .
MG HUDF . MRy L FELZ M AEYEYE. BET, MRt i RE A
TSP S B W B R S AT AR HE IE B AT T 2 A ATl b2
2023 FF KA T T/NAIA 0188-2023 {Hfc it S M hc 7% o sl s B & I E ), e
T ARRC P A AT 25 PR R 0 B T E . AR AR SR A IR BR Lk, L
T JE AL R B2 AR A I AR A IR ST SEE TR Y.
[l IR IR AT SRR B G R, L EILR 800 E 45 Rk
B BRI 5340, bRuEARE B L R B AR S B S O S &=
T PR ZH R B AR AC e 5 1) 4 S R S5 T BR R AL B P 1) 2 B R M

BT, ET RSS2 HES T, WA T 2025 4 6 ARH T
CHAC I Y TR R AN B AR A S & S0 IE v OB 3822 ) I gl P 135
Rt HAE AL T E ERCR AL S, TR T BUAFRERI e TAE. Abrifk
H T B ERRY: (T EERAMIRTT L) 2, e 2 A i i
HE, TEERRY: CTEERREMACH 0. TR R BIE X 2 ik
W7kt TR I AEREARFEA R B EEARRAARAR . &
HRFEMACH A RA R AR, FEREA ¥R, & BET. 25
R R MR, T APEH. BENL FH. 8. M. Tk,
I .
1.2 FETEE#E
1.2.1 BRACARERIE TR

PERRUERR BAT 55, 00 H 5 5t N GU SR N BUSOT. T hndEgm bl /N, T e
TAWES S B TRERKY: (TRERRFEMCH R0 TRIEILE
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VBB R SUE L 7] A EIRAAC AR AR A 7] 7 &5 RS H] b A R
Awle gl NN A EE B R AR T 29, it E SR
A B BOR AR 1T M BARBI FEN 51 4L

1.2.2 ERHEXERIMFERSTER

T 1 5 A RC Pt T T 218 R B A 2 A & 1 B 0 T 2 AT, B R A TR 3R
B T AR ST A AC e Iy R SR B T KA A 1 P E A VR R A
TR, oF TR T P o T 21 A0 35 2 BT ARSI 7 ¥k DA S 28 L L R it T A 3 5
i ENMEITEAE BINEAT IR, RONE AR, diG BiR X SR
BRAB L, A 5 32 R 5 B e 6l o AhRvE/E e i R b S 0 R ik

(1D TEPL R MiE.

(2) T EFRIRAE T/NATA 0188—2023: HiIAC I S M A5 o 5 S i & &1
e .

(3) THEEMZAERTTFRE DBS64/684-2022: MifcH- 4.

(4) v N RSEANE FE K ArdE GB/T 20001.4-2015: Frdn 5N 55 4 36
o RIS TTVERRE

(5) Rt N RILANE E K briE GB/T 6379.4-2006: & 59215 45 F A HE
JECIERFRE SR )35 4 3053 W A v DN 8 U7 Vo AE R P PR B A 7 V5

(6) HHe N R ILFIE [ 5 britE GB/T 4883-2008: H¥ I 4E T A BEFIERE 1E
Ey s N A NP TR D S

(7) Hfe N RILAE E K FriE GB/T 10092-2009: B (1) 4t i1 4b FHAN ke
M R 2 LU
1.2.3 WHERKAER

B (M Yy BRSNS TR S S BT RO G i) Akt
FAES NI JE, TAR/NHBE T OrERIEfEN], 885 TR, e TH
ARBRER, WFFE S AT A BRI ARAT I A6 AR EAT IR 506 TR T EL k.
IR ROMIRR . VR . K. SRR PRSI R R A BT L. A kR
Wil e 2% 7 KESCIRAIFRETV:, IR Iagia g, e TR &, B
vt ] 8 7 A 38 S A S e B AT %%

f=3
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1.2.4 FREHE

FERTAC I A YRR SN B R SR S B A VAL IS, Gid LR B A R
FISEERIIE, H TR T Z A AT P CHOAT i rb gy B S B 5 40 54
FRAME SRR ) BRI SR AR, FO0E A AR SR
JEEEARE R W, FIRES KERSERIRIE, RATERHIEF .
2 tERSIRENMRBEEEERNS (MEARER. 8. AKX, MEEKXK, =
075E. RIMND BKIE
2.1 FRER SR R

K4 GB/T 1.1-2020 (HruEfb TAEFNEE 1 B850 FrilEA SO S5 F AT &
TR BEAT AR HE ) G ) LA o FE AR R M) g T o PP R0 R 2 A R T B B
S BRI, PEAARAT SR 1 SR AT AR HE . 5 [ A FR AR A K
H AR AR AE DL S BC B A IO HURE « RS S AR A e, 1A T BRI
Gi— 1SR

FEARE T I R P R A3 R A B IIBGR IERC 1% SO FRIBHER .
. S RSO ES I, AR ZIRRIN SRS EEIE.
2.2 FRENARER

(1) AARAEFRL H R L

T B M 2 A T R 2 RV R Ay ARG E (T B R 2 AR )
AT E AR MEHIRTE) h (Gr AN, A EHEY) T Z AR Lycium
barbarum LT, “H, F. AR B BL”, B “WHFE. 7710
wAE” TR CHTRPEBR. BARE. RIRZE ... —BAREREE.
DL EoR, MRS B BRI, #NRY L7 S S ha, v HFEeE <k
RZAS” SGRER . REDACHIACH R g a4, SERMRC S R E
% Hia5wE, RO ERNEFHNME, B R 17—, 28 B4 2 HNME,
TE LR AR N 22 24 U FHVE 0 B BB KA R L i DO A g, i 0 24 6 ) U
FAd F IR FR R BRI . T E AR IR SR TRk, R IKE),
HEB T BT B DA AT 7= b e o R SR S

FERETS 50N, AR /AN 7 BT it o (0 A 0 P s o —— R R i o B R 25
AR AL A VAT /3 HTR 7 vE Mt 78, ZEIR AT S AR R U 13 51 R,
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i) s M A Pt v Ty R 28 R IR 2 A 5 W ) 2 M E 7925, DAY 7 AT - 10 o
FEHIR M T %,

(2) MAC - e oy R 28 AR 5 IR 255 4 45 1 X ks 0 75 V2 7 o e

MR & By TR IS AN B A 25 2 R R 2 oy, BRI S B B
RN v i IURE PV, R e ek ) v KRR A 100 5 O G S SRR 8 3 S 97 ok 24t
SERE R BB o ARSI I R R AL AP E E Ay NP R, — BRI EA,
FEEREIR . Bt iR R RIREE, 51— HAR M IR S AR ImHERR . X 7 2R
P EERR S, Horh o R & B o AAC T R B R AL S - BT e 3L
Ty MR R -3-0O- 25 F - 7-O- 8 A BT AT 1L 23 193-3-O- 78 4 Bl SR 2R 4, b
THEERE, HEE 92%.

FAC - o Ty TR 2 A 5 IR A 5 0 1) 2 B s 7 v A AT AT 6 4 1
R —, WRMERZ—, BAT RKIFRR AT . HIAC e s i &l R
R LGk, (AR L JE A AN AL, M DA SIS WM AT o 4 0 o
MBI E

PRI, A SEZBG S ST I 5 A I e TR 2 R S 2R A S I RO R
HPLC ik,  JyMiAc it iy 1 SR A0 8 R A 55 470 10 o B 42 1l 2 (AR 90

(3) MAC - H oy iR 21 AR o IR 255 1 45 5 20 IR AT A o

2023 AT R CHIAC I AT 2 bR S A & = I E T/NATA 0188 )i,
FLSE T AT I R AC 2% P R B R B k. R EER AR btk HEE
e B A TR R A 3R AR L 5P AR R R S M N R R R A A TR 5
BEPESRAE R S A S, INNEEAANIE S R, R 510 nm &b
ME TSGR, fE— IRV, ZES YRGS S S & R E L,
K ARAE RN 2850 & o (HHCR A I4R 3 Lh Bk = & @ v BRI EAN &, RS A7
FER A AR B RA &), IR, BT/, EOHSE, RS ikt
SEEMIIATIR N, WA SEE T RE RO, TS EE S R . [
FFAERTA W B SRS W38 HAT A8 I 2 B B 3-F k-4 dit . 5-FR Bk 4R ARG
FE AT 5 50 B 1A RO ARSI 58 A R AN B LS S AT T A B R SR S )
H &

S VA _EAAC [ A AMARAEIAR , AR I0T H S SL B XM AT R 0 A R R
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WA ER . BRSRERR . 75T . M RK-3-0-EFME-7-0- A M. W& SR
ZRP-3-O- 71 & Wl R A 45 2 M7 (1 HPLC & & E 777, fRRIIA b itk
TOARC R BRI s S3 UE IR, M AT i o 2 ) R FE 4R it T R 3
.
2.3 INEMEERNR
2.3.1 EAEE

ARSCAFRAE T MR i e o R 2 R B A 5 ) B T v RGO €53 U 5 Ty
o

AR SO IE B TR AC I A OB SRR R L SRIER L BR SRR . MR 3R-3-0-
ZARE-T-O- R BNEE . & SRR T ORI AR -3-O- 5 4 B BR AR A =
i o
2.3.2 FREMEERARNE

AARHERTIE TR . YO B SO JREE, RFAARL, R 2
BroTiE SHEIRAIE . 45 RTH AR R AT T AN 2.
2.3.3 FAEMRKRE
2.3.3.1 {UERRAFI R AR

Agilent 1260 11 = RCHAH B (LS AME IR 5

MR 8)-1E4 2 XPE26 70 R~F: &4 0.00001g;

U ERBE GRS AR A B E AN

ALIENE: 0.45um CHHLAD;

4¢JE 1 (Chlorogenic acid, CAS 5 327-97-9); #4¢J5 R (Neochlorogenic
acid, CAS 5 906-33-2); Fa%tJRZ (Cryptochlorogenic acid, CAS 5 905-99-7);
Wit lz & -3-O-Z B HE-7-0-F & BEEF  (quercetin-3-O-rutinoside-7-O-glucoside, CAS
5 30311-61-6); X &HFE M (p-Coumaric acid, CAS 5 501-98-4); ] (Rutin,
CAS 5 153-18-4); 1L %% My -3-O- #i % B# B 25 B ( Kaempferol-3-glucorate
rhamnoside, CAS 5 1473419-87-2); #ii[E>98.0%, HiZe [EZNIEIF# T HrdEd)
JRE 5 R AR HE VT

. g4l (Fisher);

TR CEE: Srafral CREER AR ;s



K: glifeoK;

BERR: ilkall ORI ;s
2.3.3.2 80%ZEERIR

80 mL Jo/K 4 A 100 mL &, MUKEBRZZIE, wAEH
2.3.3.3 0. 3%FABLATK

3 mL BEER T 1000 mL &R, IAKERZEZIE, RS,
2.3.3.4 BFMERIBRIR

SRIERRRIUE B4 A TR EHEMNSRR .. HiatJEimR . R RIR . iy
F-3-O-EHWE-7-O- M B HEE  AAETER. 79 T AL 281 -3-O- % %14 S4B hr
A CREEE] 0.00001 g, SR 80% LB VARUA Af -1l BSUPT BV FE 09 1 mg/mL 1Y
ARG SR, WAETHAREmS, 4 °C M #Eff.
2.3.3.5 REMVEMERR

SRR UE R R B ARER . FRGRIR . Ml R -3-0- 25 HE-7-0- 4 &
B X &SRR TR LU R -3-O- % &R B AR S I, 80% 2
B VR B 2 IR B 3510 100 pg/mL (MRS PR kR 2 I8, A7 TR AR =R,
4°C M A7
2.3.3. 6 HIXMAIAR

ROt A i, i 40 B, TRATE

WA GmMA (40 Hif) 0.5 g, H#RRE AT 0.0001 g), B HAIEHETE
A, FEE 80% LB 10 mL, %%, FREHE, HA 30 min, B4,
FrEdE g, F 80%CEAWANC IR IMER, 5], H 0.45 pm FIIEELIE, B
SRR AL E .
2.3.3.7 ((BEHHHRE

(—) THEEIESE X

R C18 i, K 250 mm, WA 4.6 mm, Kif 5 pum, BiAHE

WMANAH: AR 0.3%WERR/K, B AR BREEGEIAREILE 1.

R 25°C

R : 320 nm

WiiE: 0.8 mL/min



HFEE: 20 uL
T faR 1 ATV
x1 BB

1A (min) TBIAH A(%) B B(%)
0 98.0 2.0
3 88.0 12.0
12 82.0 18.0
20 75.0 25.0
35 65.0 35.0
45 52.0 48.0
48 96.0 4.0
52 98.0 2.0
¥ iR s S ARSI, VR A B A 2 A TR AR A TR v I LI 1 AN 2 o
50 -
5
40
- 304 1 2 3
E 20 4 p
0] 4 U
0 A
0 lIO 2I0 3I0 4Il] SIl]
Time (min)
E 1 IRA G IA TR s
100 -
80 2 4
- 60-
R
g 40
6
20
Ll AM \ s \
0 ——— |‘ - A - T T T 1
0 10 20 30 40 50

Time (min)
K2 R i K
Ve LBTERIARR: 2505 1R; 3RS RIR: 40 Y R -3-0- S WE-7-O- /i & HEH
SHEGHE: 6.7 T 5 7.0 M)-3-O-% &) R 2= H 1
(Z) ARG AR
(1) REUAFIRYIESE



I H L T 3 MA FIREE R SBT3 BUA I RIS BUSCR , 45 R R Y]
(A& 2 AN 3D, SEHUE TN 80% LB T S R et
%2 AFIREUATIFIETE RERIRE RN 0.5 g ITIETTAD

RBUAT FrER AR RSFER WEER3-0-2F WEER S T
BE-7-O-F8 & FEH

40% .2 60.942 1515.649 157.963 668.026 34.852 159.779
60% 7, JiE 40.358 967.639 105.448 382.330 20.073 110.504
80% . i 82.441 2061.709 21.093 942.750 46.073 216.805
2200 -
2000 -
1800 -
1600 - —a— WG
e 1400 4 e Q%JF%‘
& - —a— [ R
= 1200 —v— M 2 -3-0-2%F
¥ 1000 BE-T-O-H &ty
] POR=ASRL
800 -
: BT
600 -
400 4
P— —
0 T T T T —r
40% 60% 80%
LW E

B 3 SRR EUA 7 e 4%
(2) $RBRFTAFNATE) AL HE
ARG 7 G2 [ /A (] P I R X g A - iy 2 24 AR 8 ) 88 B2 USSR ) 5 i) o 285
BRI (R 3FE 4, #F 30 min 45515807, HRBENFEERSE, A
56 6 AL FUN 8] ke 75 30 mine
£ 3 AFIEIUT AR R E SR CRE U B 0.5 g IR TETRD

AR FetER SER RSUER MR R-3-0-EF WEER O
B 7-O-7 2] W

15 min 45.056 1117.915  124.635 433.243 15.517 133.416
30 min 78.938 1923.509  204.662 892.536 34.945 224.045
60 min 73.559 1805.12 190.215 430.773 43.625 133.198




2000~

1500 1 —a— A SR
—e— ZR R IR
x —— [R5t JF g
i —v— i 7 % -3-0-%%
R B5-7-O- A GBI
XA 2R
«— T
500 H
P
—_— 3
0 = . : . S
HFE 15min # 7 30min Hi 75 60min
8 75 ) T

B 4 A [E]EE A e R A e
(3) EEURHEELHIEEE
ARIGFEAT T 1:104 1:20. 1:30 3Lt 3 FMERECEIR LL I 52, S5 E0 (R
4, B5), RHRELN 1:200 1:30 FFHEIRUR A —5, HZRB|Z PR, KK
R HE ORI EE o 1:20.
F 4 RERIENR LR BE S EURERSR 0.5 g BRI A

R EE WaRR R RSER WEER3-0-EE WEER T
HRE-7-O- 7] %) BEH

I: 10 64.236 1548.272  174.316 594.468 25.081 170.074
1: 20 61.193 1546.497  166.327 674.457 27.003 183.12
1: 30 61.575 1526.891 169.961 652.359 26.826 173.147




1600 -
1 L o .
600—_ / Y
=Y - —a— [ R
= 400- —v— i #-3-0-25 7%
g - WE-7-O- % 2 B
3005 Xt 45 8
2004 L ) . an
100 -
i L — m
0 i : i : ,
1:10 1:20 1:30
B

K5 AFRRBURRAR L L3

(=) FrfErZ R &M SeErFAE

Fis W — RPN R R TR S AR Al 2 0, 0 0l B T3 B AR A =
H1 80% LB M RE R 2L, 85, RIS — ZRAUKH LR B2 fR VR & s vHE 158 VA VR
HER R PVEAE AR 1 B SR AT 2, e i AR, DU IR S i vk
(C) NlasEbr, M (A NNADR, Ll bnii ih 2 BoR &t [T RS

R REJRIR. Brox iR e ERR. LLERE-3-O-H A B R
FY R R -3-0- 2 A B -T-O- ] & B M bn e th ZR 2R T R . M SC R B Ltk
VO WA 5 ANE 6 Fm o SRR, Wy RN T B A0 5 4000 HEE s [ e o ot 2 2k
PEIRNA 77 FRAH R R A R2(A>0.99, Bonth T RIFMAIER R .

RS SMIRINEE RS YLIETTE

L= S AL R L MEVE il (ng/mL) R RHU(R?)
2% R IR Y=1.9131X-0.0687 1.32~26.6 0.9995
(S IEN 7y Y=2.1067X-0.3005 1.1~21.8 0.9995
ek R R Y=1.982X-0.554 1.2~243 0.9995
POESN LTy Y=4.0392X-1.6249 1.4~25.6 0.9994
22 -3-O- M & M A Y=1.0694X-2.1332 24.3~94.1 0.9938
BT Y=0.6928X-0.1402 1.3~26.3 0.9994
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Wit Bz 3R -3-0O- 25 Fhi-7-0-76] &
PEF

¥Y=0.5958X+0.2343

1.1~22.2

0.9994

BRE
R 28
60 &%ﬁ%gﬂ
y=1.9131x-0.0687 50
50 - »
R?=0.9995 .- 45 y=2.1067x-0.3005 ..
e 0 R? = 0.9995 ..+
40
{ 2 ot
= 35 o
= ; .
& 30 g 30
Wt & 25
b . L -
. 20
15
10 L 4 10
5
o ® o
1] 5 10 15 20 25 30 10 15 20 25
h R (pg/ml)
HRIE (ug/ml) FREL (ue,
—
HiGER WNEITR
60 120
y = 1.982x - 0.554 y=4.0392x-16249 g
50 R? =0.9995 100 R?=0.9994 .o
20 20
=% . og
& 30 - = 60
4 & o
. =
20 e 40
10 -.."' 20
o L@ 0
0 5 10 15 20 25 30 10 b 20 2 30
R (pg/ml) HRUBE (ng/mi)
F e
WER-3-0-FERRERE BT
120 20
y=0.6928x - 0.1402
= - 18 K]
100 i léqigoaggialss,-z-"'. 16 W09
80 ¥ 14 o
o og 12 :
e < He
E 60 e 10
@ # 5
40 . .
" °
0 . 4
2
0 0
0 20 40 60 80 100 120 0 10 15 20 25 30
R (ng/ml) HRE (ug/ml)
¥ P . e
HE F-3-0- =B E-7-0-HEREH
16
14 v =0.5958x + 0.2343
R?=0.9994
12
10
=
&
6
=
4
’
2 re
.
0
0 5 10 15 20 25
FREE (ug/ml)

6 SRS R S E R AR

() R ERE

EVR A bR e P VAW, $20 08 EUBf 58 ROAX RS J7 VRIS 3ERE 6 IR, 11250 HE
VT AL AR XS b eI 22, WIS R T . SR (R 6): MRS
i 24k, & W& A RSD A 0.5%~2.4%, Vi iZAX 28 7 kG 2 FE i, m] LR A#)
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e i H Py R SIS RN B B 24k A5 S 5 B 5 AN T i
F 6 AN EE (n=6)
1 2 3 4 5 6 P15 RSD
(%)
SRR 397.82 407.67 418.18 413.85 419.40 41238 41154 2.1
Fa gk J5 iR 339.44 362.15 35239 34931 35580 357.58 35278 23
e 346.80 361.58 369.38 362.83 368.04 363.50 362.02 2.4
X IR 861.49 875.76 887.81 891.75 915.14 903.74 88928 2.2
L1 25 19)-3-0-7]
20 R AR
T 132.81 134.77 136.12 13690 139.67 13527 13592 1.8
it &-3-0 2=
F-7-0-% % 58.16 5929 60.14 6028 6133  60.38 59.92 1.9
ﬁ

(B) RENEEM

K MR B AC Ao R 6 63, 2 I8 S 2 B Sk it T VB ) 5% D YR A 28
Jiik, MEMACH TR By RAT BRI SIS & (pg/g). SEREY (HE D:
% L1 2% 3 -3-O- 7] %60 W B2 B 0 oR A 204, R 6 MRy S & RSD
0.3%~1.1%, BHITNEERVEREF, w DAE v HIAC - b iy BRSNS B S A 54 B
B E 1T

139.09 13825 137.69 13690 13791 138.13 138.00 0.5

R T INENEEN

1 2 3 4 5 6 ¥y RSD
(] (%)
SRR 372.68 377.97 375.12 375.79 376.46 37543 375.58 0.42
Fa gk 5 iR 2648 26.88 26.67 2677 26.84 26.75 2673 049
e 6.28 6.28 6.22 6.16 6.27 6.19 623  0.74
XA SR 7.79 7.64 7.63 7.62 7.86 7.66 770 1.19
T 11534 11582 11597 11588 116.50 116.11 11594 0.30
it &-3-0 2=
FHE-7-0-% % 951.87 956.86 960.80 956.84 960.30 957.22 957.31 0.30
RS

(73) FERERE

ZF SRR PSR HOMIRC M RE & 50 mg 9 4y, FEEFRE CRE#E] 0.0001 2, 5
NN 3 J5 R X B i 45 0.4 mL. 0.8 mL+ 1.2 mL % =4y, F 1 80% £ K% ¥
W ANE 10 mL, B2, 12 AL IS & 7% (2.3.3.6) 154% S5 R Rl U 3
SE M8 R
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Wt B2 3R -3-O- = A hE-7-O-F & B (1S % BUMORC R i 50 mg 9 1, FEBEFR
& CRERAE] 0.0001 @), B IINM R 25 -3-0-25 5 W -7-O- 81 287 Bl 1 56 HEL Al il 2% VR
1.05mL. 2.1 mL. 3.15mL &=, i1 80%LBEEK, M E 10 mL, %%, #%
AR R IR % TV (2.3.3.6) 19 2 35 -3-O- 25 75 - 7-O- 81 47 W 7 B Yse
5E A VAL

R 2 J R [ i % BUAM AT AR B 1000 mg 9 173, A5k E CR5H %] 0.0001 g)),
& 25 N BE 2% JE R 0 R B 457 0.95 mL. 1.90 mL. 2.85mL % =4}, 1 80%
PR, AME 10mL, 2, FIRALR IR HI & % (2.3.3.6) 19RA4R R
[ WS 40 5 A VL

B4 JE R Bl BUM AT AR B 1000 mg 9 1, FE R E KSR E] 0.0001 g),
& BN GH 28 SR R X IR S i %W 0.4 mL. 0.8 mL. 1.2 mL &% =143, F I 80%2
BEVE, #ME 10mL, %%, 2B SR 77 (2.3.3.6) 184t E IR A
WAz 00 5 A5 FH VA R o

PET ECER: BORIAC AR 5 100 mg 9 4y, KRR e CRERIE] 0.0001 g), HE
FEINNTE T SRR S A% 47 0.305 mL 0.610 mL. 0.915 mL & =4, FhN 80%Z.
BV, #ME 10 mL, 252, fHRAHR R & 7% (2.3.3.6) 1575 T RlIE
) 5 A1 VAR o

X 7 G AU BUOMDAC HRE i 1000 mg 9 4y, FEEFRE CRE#AE) 0.0001 gD,
¥ 25 0 N0 7 56T R A A V] 100 pl. 200 pL. 300 pL & =43, TN 80%Z
BV, M2 10 mL, %52, fHRANR IS4 777 (2.3.3.6) X & T
WAz 00 5 A5 FH VA R o

L 2R -3-O- 1 A0 S4B I R AR RS R 0.0001 g), K%
FIAC I 100 mg 9 £, I Ll 28 13 -3-O- % % B B 25 5 X0 Rl i 25  0.3
mL. 0.6 mL. 0.9 mL % =43, FIN80%LEEAEW, #ME 10 mL, %3, %Rt
B VAR £ 71 (2.3.3.6) 13 1L 43 13-3-O- 1 27 A B 2 [0 UAC = 01 o £of P VTR

H 3 e AT S0 5 PR A R, 1 B UM ISR vl e, DA 35 T TR
AN A A P AR AT N Lo 7 PR AT Ly & B L. SRR (WL 8):
MR TR SRR . M R -3-O- B E-7-O- AT . [ASER . W Em.
T NFE TR 1L SR W -3-O- 8 % W B AR B 1 RS B 4 N 101.1%
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100.0%- 102.1%- 103.9%- 99.1%- 101.4%. 100.4%, ¥J7E 95%~110%2 [k RSD
5N 1.8% 1.9%. 1.7%-. 1.4%. 1.3%. 1.4%. 1.7%, ¥J<5.0%, J5iEuEHf
A o R, AT S P gl ST ) AR A e o Py I SR 5 R A5 P ) v B8O 1
V558 A e R 3 A ARSI PR K
* 8 TIEMHERE (n=9)
VGRS W& FearbE IIAE BE P RSD

(mg) (ng) (ng) (ug) (%) (%) (%)
LR IR IR 50.8 1301.3 898.7 409.0 99.5
49.3 1254.8 816.4 409.0 102.4
50.2 1288.9 839.3 409.0 103.3
48.9 1736.8 866.5 817.9 103.1
50.5 1647.3 797.6 817.9 1020 101.1 1.8
51.3 1666.8 814.6 817.9 102.1
49.4 2044.8 834.9 1226.9 99.2
49.3 2050.0 856.7 1226.9 98.4
50.8 2021.0 786.5 1226.9 100.4
Hit Bz 2%-3-O- 49.5 3536.9 2405.5 1052.7 102.3
A HE-7-0- 50.5 3500.3 2347.3 1052.7 102.9
i 2 B 49.3 3505.7 2388.7 1052.7 101.9
48.9 4494.6 2407.4 2105.5 99.6
51.0 4489.9 2458.5 2105.5 984  100.0 1.9
50.8 4480.8 2383.6 2105.5 99.8
48.9 5347.6 2293.7 3158.2 98.1
49.7 5365.0 2306.4 3158.2 98.2
49.2 5405.4 2327.5 3158.2 98.5
Fo 2R [ R 993.7 290.1 189.6 948.1 102.0
1003.8 299.4 192.4 948.1 104.3
984.5 297.8 203.5 948.1 99.8
1005.6 375.8 190.4 1896.2 98.9
997.6 377.2 180.9 1896.2 101.8 1021 1.7
992.9 380.4 179.8 1896.2 103.0
1003.7 497.8 200.4 2844.3 102.7
989.3 471.1 174.0 2844.3 102.8
1003.7 498.3 197.3 2844.3 103.4
e o 998.3 118.0 73.9 398.2 103.8
1003.7 123.9 79.4 398.2 104.0
989.3 113.9 71.7 398.2 102.2
1007.3 159.3 78.3 796.4 1009 1039 1.4
997.8 168.2 81.0 796.4 104.7
993.4 167.3 78.4 796.4 105.9
989.3 208.3 80.5 1193.6 104.2

14



1003.8 202.0 74.9 1193.6 104.0

1008.3 204.6 75.8 1193.6 104.9
T 99.58 935.0 653.3 305.2 97.6
99.34 937.6 632.4 305.2 100.0
98.97 948.7 630.4 305.2 101.4
100.65 1253.9 654.3 610.4 99.1
99.73 1249.7 643.8 610.4 99.6  99.1 1.3
98.83 1213.9 628.3 610.4 98.0
99.48 1512.8 633.7 915.6 97.6
100.24 1543.8 643.6 915.6 99.0
99.34 1533.4 623.2 915.6 99.6
X # R 998.9 305 203 99.0 100.8
994.8 304 195 99.0 103.3
1003.8 308 204 99.0 101.53
1012.7 405 212 199.0 98.6
1002.9 407 208 199.0 100.1 1014 1.4
996.2 401 199 199.0 100.8
1009.2 512 201 298.0 102.5
993.5 505 192 298.0 103.1
1006.8 506 199 298.0 101.8
1L Z53-3-O- 4 99.39 302.0 0.00 298.2 101.3
%) 0 SR AR 98.74 300.4 0.00 298.2 100.7
100.36 302.9 0.00 298.2 101.6
99.84 588.4 0.00 596.4 98.7
98.33 591.5 0.00 596.4 99.2 1004 1.7
99.22 579.5 0.00 596.4 97.2
100.30 908.6 0.00 894.6 101.6
99.36 903.5 0.00 894.6 101.0
100.38 916.3 0.00 894.6 102.4

(£) FHEmREM
IR A A A8 P ORI K v, 4% R 8 I3 77 R TRIBS 0 hy 4 h,
8h. 12h. 16 h #EFE, TCFE MM IETHIFR ¢ 24 h & IE A RSD. 45 RE W]
(L 9): JBAIFAEE FIABAE 24 h, 7 M2 RSD 54 0.2%~1.0%; it
PRI TBUIRCE 24 b, B LA -3-O- 7 4 W B 45 5 LE %5 I (] BO R R H A,
4% 6 Rl 1) RSD 1N 0.3%~2.8%, ¥I<3%. RMHHRAIERALE 24 h WEE .
%9 JnEmREt

W FralEl AR RS WEER-3-0-% X M1 IhEEE-3-0-

(h) 4 174 w-7-0- M G Gikap s
&) B
bz 0 278.0 313.8 273.4 45.6 691.8 104.2 139.1
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& 4 274.8 314.5 267.3 45.5 684.6 104.2 138.3

7 8 273.8 3133  267.1 45.4 682.9  103.7 137.7
1 12 2746 3132 2675 45.4 687.2  104.0 136.9
fi 16 2744  313.1 266.8 453 687.8  103.9 137.9
H 24 2729 3113 2655 453 6852  103.6 138.13
woOCP¥ME 2747 3132 2679 45.4 686.6  103.9 138.0
7  RSD
0.6 0.3 1.0 0.3 0.5 0.2 0.4
(%)
it 0 84.8 1808.6  209.4 783.0 280 2015
i 4 80.3 1802.5  206.3 778.5 28.6  200.3 /
T 8 80.7 1806.8  207.0 782.4 273 2023 /
pead 12 83.6 17932 204.9 774.8 28.0 199.6 /
i 16 82.7 1810.1  207.5 782.9 264 2024 /
24 80.7 1806.8  207.0 782.4 273 2023 /
EE 82.1 1804.7  207.0 780.7 27.6 201.4 /
RSD /
2.3 0.3 0.7 0.4 2.8 0.6
(%)

e “PRINARRH

(\) FAERENRFNE £ R

O B T i VRV, SR RFRRE S, 4% BRI AN 7 R A I, 4 J31) DA
fEMELL 3:1. 10:1 B AR MR A e IR . 45K (WK 10): 7 Fipisy 2 £ IR
BAR TSR JEER 0.045 pg/mL, ¢ s L1 28 E-3-O-%6 %1 B8 R 208 0.161 pg/mL; 7
Toft a8 K6 00 PR B A A3 4 SRR 0.015 pg/mL,  fe it oA L A3 1733 -O- 4 e Bl B 2
0.053 pg/mL. A b 405 2 B 12 75 VA U M A i r g 1% 1S A0 5 T 28 4 5 ) LA 3
R RO

10 R DUBR A E B R 45 R

EEMR (ug/mL) KR Cug/mL)
2R R IR 0.116 0.038
R 2 IR IR 0.126 0.042
ek IR IR 0.045 0.015
7 TR 0.069 0.023
L1 258 Py -3-O- i 26 4% b 2 % EF 0.161 0.053
T 0.139 0.046
Wi fe 3R -3-O- 25 B b -7-O- 1 & Bl 1 0.128 0.043

(h) WA
AT 2 MR 2 A AL 3 MR 3 AR BEAT 1 M A
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IX281: Agilent 126011 1= R0 AH (3 A%
X Z811: Waters 2695 15 R0 AH A%

BiEFELI: COSMOSIL®C18 it (5 um, 4.6 mmx250 mm)

B EFEI: XBridge®C18 34+ (5 pm, 4.6 mmx250 mm)

FEIRIL: 38 °C
FIRI: 40 °C

FEIRIN: 42 °C

W#ET: 0.9 mL/min

VRIEIL: 1.0 mL/min

VLEEI: 1.1 mL/min

ERRI (LR 11, 12 81 13): 2 FAXEs. 2 P qlae. 3 FRys. 3 Fik:
B BRI OIS BT R, R . SRR, FRat R .
Wil 2 K -3-O-ZEF/HE-7-O-F A METH . XETER. 77 T IEHAA RSD ¥/ T 5%,

A AL P R4
11 A RN St e T A FH
L Z=1-3-
. VN ok L RRgtE MR R-3-0-=F WHE e
X i . aER ot T T oA
JRER [ PE-7-O-FEMEH TR £3 ek 4
SRR
COSMO
Agilen 78.0 1819.5 207.2 783.2 274 2022 /
¢ SIL®CI18
XBridge /
1260 84.8 1808.6 2094 783.0 29.0 201.5
®C18
COSMO /
Water 80.3 1802.5 206.3 778.5 28.6 200.3
SIL®CI18
S
XBridge /
€2695 79.3 1822.0 205.2 778.8 28.5 199.3
®C18
Py 80.6 1813.1 207.0 780.9 28.4 200.9
RSD
3.2 04 0.7 0.3 2.1 0.5
%
2212 AR X 0 T AR
R erli KRR ReE WER3-0-EF O NEFE AT L Z5 1 -3-O- 4
°C) [ 7 WE-7-O-F & T ER i h R 2 T
38 80.3 1812.8 206.6 780.1 28.5 199.8 /
40 82.7 1810.1 207.5 782.9 26.4 202.4 /
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42 79.0  1813.8 2029 779.6 28.0 201.0 /

T 80.7 1812.2  205.7 780.9 2777 201.1
RSD% 1.9 0.1 1.0 0.2 3.2 0.5

22 13 VAL K 0 T AR i

ik ek @wER R WER3-0-2F dEF AT IE®-3-0-4

(mL/min)  J&JR R BE-T-O-HiEMYE R GIHE R
0.9 83.6 17932 2049 774.8 29.0  199.6 /
1.0 82.7 1810.1 2075 782.9 264 2024 /
1.1 80.7 1806.8 207.0 782.4 273 2023 /
T 82.4 1803.4 206.5 780.0 27.6 2014
RSD% 1.5 0.4 0.6 0.5 39 07

T /R

[ s R [ sshim
2000 - [ ]atsm 2000 Cl=Em
- C &R - [ rasmim
] [ I#sE3-0-%0 ] [Cwsks-0-2%
BE-7-O- T E R PE-7-O- I &I A TF
1500 4 s 1500 [ xs s
=T O
= =9
& 1000 1= 1000
# &
500 4 500 4
| —— ! — ! 01— ! - |
Agilent 1260 IT Waters 2695 COSMOSIL®C18 XBridge®C18
NG ) AN [ 2, e
2000 - [ wéksing wskm
I3 2000 - [ Jatmm
o ] M s kst
LM &3-0-5% ] M M C g Es-0-%%
1500 - BE-T-O &Y B-T-O- I LigE &
O Eum 1500 - s it
C T CIwr
&
g 10904 1000 4
500 5004
JAO O AR - Jetll 0 A
38 40 42 0.9 1 11
i (°C) #ii# (mL/min)

B 7 REMCES . i, R R o ) R 2 A BT A o B 52 £ B 1
3 £RitE

ek IR . o BRIR . FRaR R . M R -3-0- = A HE-7-O- I AR . X
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HIR 7T AL AR y-3-O- M AR S E T I S B iR TR I E S e, #4K

(1) 15

N AX X CR
A Elos 0/ cooeeossssssssscssces

X (D
Ay——RE P S A I 43 R W T A
Cr——rtE SV SRR RS VR S, SRR N e 22 T+ (g/mL).
Ap—FRAE SR S A I 53 R T AR
Cy——IAFEIRR IR L, SRR e 2Tt (g/mL).
Coi—— AR E R (%),
W 25 SR B =0 A 8T
4 SEXMIUTER. FAMERE, TURE, HERENXER

FERRAE MBI I 2 b ks U 5OF SR J7 BE L BUR . VRIS 4, AR
AT B P I SRR AT AR HE o 5 DG 1 S Pl bR AR AT 42, T8 1 BUR PR
PR IE] — R SR 0 o ASHRAE PR IOR ST, A BT ar 0 A A P vy 2 S8 M 5 B 2 Ak
EYI B
5 EAEN D EAIRLE Rk

T
6 IR FRAESEHERIEIN

A AR SO HEFR AR AR R o JB I S A KR AE, A5 Rt R
R IESRAG S AT SR HOR S, B Se 3 Kl 75 V2 A 7 B4 5 Al o
7 Hitb R FiHRARIE I

T
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