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S RFEAVER

(—) HPLC &5 gt Ett
Agilent 1260 Infinity Quaternary LC > f& Quaternary pump »
Autosampler ~ Thermostatted column compartment ~ Diode-Array Detector ;
@& FE COSMOSIL 5C13-AR-II Column (250 x 4.6 mm, 5 pm) ©

(=) UPLC &=z gt EtE
Waters AcQuity Ultra Perfermance LC » # z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; 4 +7 ¢ +. Thermo syncromis C18 Column (100x 2.1

mm, 1.7 um) °

I RHREEE FER LR

(—) alAl
ZH5(99.9%) ~ BlE — S (KHPO4) B g H > Merck » e B B 3
(Sodium dodecyl sulfate, SDS) s A i H #£fEEH(Sodium lauryl sulfate, SLS)
I H Y Alfa Aesar -

(=) fEAEAn
FEEmE L NEEigBerberine chloride)f# H & B AR (AR AE] -
AHRE 98% LA | -

T~ 3
(—) EEEREEURAEHS
ARSI AR 4 173 > ErHEREREA 0.2 g > 2 {7'E 100 mL [RJEH - 73

BIZEREENIA R BF EL PRS- PR B (100 © 1) 30 mL > JIENEDST 30 5388 > /2
A& LL No. 1 JEskAETE - HURK > &%) F 1378 (Syringe filter, PTFE 0.22
um) > BIf5 » 5550 2 {5 EHY SO mL #e 0V - 73 BIZAERE LA B 5% L B S - P B
%100 : 1)# 30 mL > DUREE AR IR (TR 300 W » JH 40 kHz) 30 57
# > FELL No. 1 JEdRAE)E > HUEK > #%5 P48 (Syringe filter, PTFE 0.22
um) > BIFG o 5 10 uL = ASSEERAEETE(HPLC) » DIATHIGE i E
B AR G by Bl ROR M TET R Py e (R v B A,

(=) BFEREHUR B
AEMERE HUAS S by AR CEER 20 SREGRSE) 2 17 > FF0LEMEREAL 0.2 g » B
100 mL [BIEGHRH - ZE6E A EE-FHETRZ(100 © 1) 30 mL > 24112 LA No.
1 JESRAETE - RN 2 30 mL &MY - IIFEZEZIE - E2HEEE



(Syringe filter, PTFE 0.22 um) - H[Jf5 - &$t 10 pL J3 A HPLC » 5/&E 7>
B FAUEALS KA ~ #E  BEEFEREM A EGE 2 o B A E
ZEHUREY -

%%

(=) BIREEEAR
AEMEREE AR h & b/ B 5.0 mg > T S mL FHEREIGEAE 1 mL & 1000
ng HIBRAE R EAIAIR - JELAFFEE MR 22 100 pg/mL B IRATAR a iy
e

(P9) sk
AEMER AL R GEES 20 5%ET49)4Y 0.2 g » B 100 mL B » 4
HENIA FHBE-FREIEL(100 & 1) 30 mL - fIE8AEDR 30 7rd# - 24l1& LA No. 1
TRAEE - HURR » BEE Y EETRE | 2> &0FEK > %2 100 mL
FEEME > MNFEEZZIE - # 5 F#E (Syringe filter, PTFE 0.22 um) - B[]
G-

(1) AE%
73 I AERAEIR A IR VAR ~ ARt 10 ul > S A HPLC > M
JE > AFEERGET AR T S e o S -

() it
SHETHER, H 3 L/ SRS T PO (1000 g/mL) > DAFFIES B
&5/ NEEim R R 250 ~ 125 ~ 100 ~ 50 ~ 25 ~ 5.0 pg/mL AL SRR o
USRS EL 10 L 43 Bl A HPLC MEFTIE ST » Pt 2 i
Ty R 2 AR (x A TG - MRS MR It y
= ax + b BB HE R -

() HEEE
L&t Ny 100 pg/mL 7 SHHIRUASEAR s TROE SR HE B 5 81 > DLER
by B R M TR R P > SR IR AR 2

(V) EEMERE
L BRI QA B @ik - e E e 8RB AP THE 5
et AR > HERIE - DLE( L Ny & 8 (%) R AR - SRR
2. fREtt - HUE it B E oK - ke e i AR B e 7 AR e s
B > STHIAE 0~ 2~ 4~ 8 ~ 24 /NRFERCINNE - DA eEip S B R
fEtR > KSR -

il

\



(1) {HHIRRR B AR e
1. fEHIHRPR (Limit of Detection, LOD) * i ERIRE 2 AL iy AR B i
LA ERERAEHEL B = 3:1 Bp ZJRIE - (E BRI IR (G EHE -
2. 7E E1%R(Limit of Quantitation, LOQ) * iR LA Z A i 2 A BT b
B LGERIRAEREE B = 10:1 B 2R » {E Ry e B RAGETHE -

() ApnElfeRE e
WEXE b/ Nzl = BHVRENK S () S AEMEHIEy 0.1 g > 47
AIAA T mL (Y& b/ Nl R (7.0 mg/mL) » M0 HEAm o iR B 5 AR E
HNE -

(-+—) HPLC 73 l(t:
1. J@iE : COSMOSIL5Ci3-AR-II Column (250 x 4.6 mm, 5 um)

2. KHEREE - UV 345 nm
3. 7z © 1.0 mL/min
4. ERERRE 1 35°C
5. FAE - 10puL
6. FZENH -
R (min) eI
0 100
30 100

BEERICE A - BARS - 7K(1 < 1)RE7E/R 1000 mL > A 3.4 ¢
Wil @ SPEL 1.7 g Btk HAEEREN - SR 30 SR - R IE(E
Fq -

(+2) EEmE=ESE N
B 10 iy & s i (R m i R B 7 AR e a R > B 10
nL 7% 3 $1E A HPLC » Frfe- PR R iRhf &% I AGT Rk am & b
BV Tt & -
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AL~ UPLC A3 MTHéei:

=
@& © Thermo syncromis C18 Column (100 x 2.1 mm, 1.7 um)

=)
1.
2. IR £ ¢ UV 345 nm
3. i#k : 0.4 mL/min
4. BfRE ¢ 35°C
5.
6.

AR 1uL
FEIfE
HE [ (min) HBENHA R
0 100
6 100

BERERICE A - BARS - 7K(1 < 1)RE7/R 1000 mL > A 3.4 ¢
Wil — S PTEL 1.7 g Wil A RERESR - B IR 30 o iElR o HhR AR

M -
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(—) /Nl HPLC [@ 7

PO 10.37 57 SIS/ SR R ) -
E N
= N

B — ~ St EE mEE‘I:l[:l/g/TQZ HPLC & 7Fﬁ.

(=) miessifgsn 2 HPLC @it
AT ER ] 10.36 538 B sthindn o S by Nl 1 (18 —) - 73
KR Fy 217 sERAT(DFR 0.94 » S{E LS AHMEZERA -

o) WA
mw /

& - ﬁ?’%ﬁﬁmcﬁ%z HPLC J&#T[E]

(=) BeFEREHUGRAESHE

B -FREIIE(100 © 1) R AIBEVELR 30 st T~ - G e seb EE TS
Sty [\ R I TR R X BN B -MREEIE (100 = 1) ROIIENELAT 30 57
8 Ry B (R R HURR: -

T~ AEFRAFEAELER

SRR RILASERIRER| o ey
(mAU)
PR > fOEEDR 30 7388 8947
FHZ-FREIEEZ(100 = 1) » JOENVEDR 30 7r 8 11054 \
FHEE - HE R IR 30 778 4885
FHEZ-FREIREZ(100 © 1) » HEE IR 30 7o 3891
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(M9) e EREHUR B
SERBURAERL 2 WEA FER S/ NRIRAER e = GEHER AR
98%)

R R AR BETS

FRE-FREARL(100 © 1) » fIEVEDR 30 778 S by B, & IR (mAU)
F1X 10855
F2RX 620
F3X 104
4 42
FESX N.D.

(f) &L Sl 2 4%
S R S b NS0 B 25 B TR T R e T A S B EL (y) T 1S IRV A
B4 TR R y=36.17x +21.133 » R2=0.9997 » BETEELE 5.0-250
ng/mL 7 RAFHISRMERH (8 =) -

oo I
5000 y =36.17x + 21.133

R2=10.9997

7000 -
6000 -
5000 -
4000 -
3000 -
2000 -
1000 -

0 - : : : : .
0 50 100 150 200 250

JE & (Mg/mL)

o

&=~ Ffb/ et B AR

x= - Sy B R TER

B e[ (ng/mL) Gl ER iR R?
Al \EEwm 5.0-250 y=36.17x +21.133 0.9997

(73) HHE SR
HERGEIREUT > M HPLC EEMRIFHVREE BiF - &b/ 8l
FE 27 AHEHEAE R By 0.13% » FE 2SR A PETRIA



() EE félié’iifg* Fﬁeifﬁ%ﬁ

’@Z*E%ﬁfﬁﬁﬁz% 0.97% > FE A& T%‘ﬁﬁ Fﬁe%?ljil & t/J\'Ef%iﬁT 24 /J\Hvij\]
e RREMEHEIEEER 0.36% » SEERE/] - EFTERaba I EE
24 /NEFNSERL, > RIEEARCR L -

O (AIERPRELE B Rtk
St iR R & 0.1 pg/mL (E{PY) - EEMIR S 0.5 ng/mL ([&
) e

#lbv\aal

;WW

=

e B 6 4R

§

VU ~ & b N (AR g A7 ]

oo )

Al N

B -

hob ik

fo 88

BT~ G N = S

FIU ~ ZIEfEE AT

AR E Yl N
DS R.S.D. (%)
WEE  (n=5) 100 pg/mL 0.13
HEMW  (0=5) i A (No.4) 0.97
RBEM (0=5) fm s i (No.4) 0.36
MR (n=1) 0.1 pg/mL
FEEMR (n=1) 0.5 pg/mL




(JL)

ANINEER

Shv

S BB IR INIEIUL R fy 92.4% » MHEMEAE(R 22 R 4.93% -

T Sy NeEm A e e
o ZEMEE aAE | AR | HGE (%) A% | R.S.D.
(9 (mg) (mg) (mg) (%) (%)
1 0.1 6.93 7.0 13.90 99.57
2 0.1 6.93 7.0 13.51 93.96
3 0.1 6.93 7.0 13.41 92.62 92.38 4.93
4 0.1 6.93 7.0 13.19 89.43
5 0.1 6.93 7.0 13.00 86.58
() ZEmE=EEEAE
10 L eEgetf 2 & EME LS R R MFRANFTR - Sy NaEpe
EAF 3.462-6.592% - by NEEHY H 7y & B LR £ 8 0.905 » 0.905 2
/NS S b iV EE R B = LR - /J\%%@ﬁ%ﬁ%)ﬁ% 3.133-5.966% -
SRS S NEEIR R 15 DA 4.2% o HEERI SR A L NEE R ks
AMEFA 5000 (FFE{E Fy 13538) -
N~ 2ENE R SRS =
ZEft4moE(No.) A NEERE (%) /N 2 (%)
1 (NC) 3.462 3.133
2 (ND-1) 6.282 5.585
3 (ND-2) 5.451 4.933
4 (NF) 6.295 5.697
5 (CA-1) 5.935 5.271
6 (CA-2) 6.592 5.966
7 (SA-1) 5.867 5.310
8 (SA-2) 6.115 5.534
9 (SC-1) 5.883 5.324
10 (SC-2) 5.383 4.872
EH{E+S.D. 5.664+0.831 5.163+0.786




(+—) =i#%EN > HPLC {540 [E5EAYEETT
REMEREHUA R R (B 20 5RET4E)4Y 0.2 g » B SO mL FELVEH »
REMENI A 40 mL - 8 HRZFEF (D)2 300 W » 4% 40 kHz) 30
Sy > DL No.l JEARHETE > EIfLE SO0 mL EEHRT - MIHFEEZE > #
Z]F 3% 8 (Syringe filter, PTFE 0.22um) » R[5 - JAFHY 10 #t &= E e
G 10 uL #ERE - #E7T HPLC $54UEFEHVHIE -

1. J@H7% 1 COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pm)
2. MHIEE - UV 345 nm 3. G 1.0
mL/min
4. BHORE - 35°C
5. 7F A& 10l

6. I
3 (min) LI (%) 0.1% = L& (vIv, %)
0 20 80
60 25 75
<
W
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&/ ~ 10 AL #gEhf 2 HPLC fE&E

(=) fEe s b/ g UPLC gt
ATFEIIS T 3.69 53 IV T Ly | R 5 e (B )

0.30-
] e L
: i IwaNE
0.201
o) ] /
< ]
0.10i
O'OO | T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.0C

Minutes
B~ S b\ AR AR 2. UPLC JEfrlE]

(+=) W&z UPLC @i
AT IR ] 3.68 e BEU Beddithen o P S8 by [NElg R e ([ /)
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Minutes
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(+r) @b NeEgr 1=~ = EIEEs
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(/) &flv\esigy ESI-MS [&E]:

WTcas633.658 181102115547 4127 RT. 125 AV. 1 NL 36067
T: FTM +pES1 Fullms 5000007500000

T

Relative Abundance

=

122l

-
L:AJ i SR T L;

.
P P

o

3371266

336,168

|
‘HY‘]HII]\-I:UII”TIH,IH\IIHr\ \H]HII,\III]HII]:\TT[TTHII‘H“Hl|HI|]M|

30 3

305

30

35

BB M0 M5 W0 W W ¥ M
miz

[l +— ~ &ty \egigy ESI-MS [ElzE

(+J1) FEfbv/)\E=imey FTIR [ERE

38

30

%

0

3%

.
TTTTTT I TTITTT)

40

%Transmittance

99.8
99.65
99.4
99.24
99.03
98.84
98.64
98.4
98.23
98.0
97.84
97.64
97.44
97.2

97.04

96.8
96.6

96.2
96.0
95.8
95.69
95.47
95.23

3636.91 3624.20 -

3187.67

2916.46

1479.93 146004

2848.61

1441.88

71332.25

1364.88

1388.91

1275.74

1231.47

1102.23

1036.54

950.90

926,04 .
840.31
770.73

869.85

3500

3000

2500 2000 1500
Wavenumbers (cm-1)

1000

B+ ~ &(b/\EET FTIR (&5



(=) &g UV B
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(=+—) @l ey e - ik(bE2Af%

Sty \esin

*E - AbvEERE - BR(EE%(CD;0D)*

position SH (500 MHz) dc (125 MHz)
1 7.64 (s) 106.5
2 - 149.9
3 - 152.2
4 6.95 (s) 109.4
4a - 131.9
5 3.25(t, 6.5) 28.2
6 4.92 (t, 6.5) 57.2
8 9.76 (s) 146.4
8a - 123.3
9 - 145.8
10 - 152.0
11 8.10 (d, 9.0) 128.1
12 7.99 (d, 9.0) 124.5
12a - 135.2
13 8.68 (s) 121.5
13a - 139.7
13b - 121.9
2,3-OCH20 6.10 (s) 103.7
9-OCH3 4.19 (s) 62.6
10-OCHj3 4.10 (s) 57.7

4(Multiplicity, J in Hz) in ppm.
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CRFZETER

(- )HPLC ®E 2 k47§ 1+
Agilent 1260 Infinity Quaternary LC » # 7 Quaternary pump ~ Autosampler -
Thermostatted column compartment - Diode-Array Detector ; & 4% ”;? =
COSMOSIL 5Ci3-AR-II Column (250 x 4.6 mm, 5 um) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Perfermance LC » # z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 47 ¢ += Thermo syncromis C18 Column (100 x 2.1

mm, 1.7 um) °

ECREEEEEA R

(=) @A

2 35(99.9%) ~ Bips = & 47 (KH2PO4) % B p 3t Merck > + = %% ZL Frn fk 4
(Sodium dodecyl sulfate, SDS) " £ & ? 3 fin 4* (Sodium lauryl sulfate, SLS)pE
p > Alfa Aesar °

(=) x5
55 1| BEdk(Berberine chloride)pf-p *+ 3 L 2 H L HE L5 A2 &0 4
B 98%11 F oo

). \‘%ié
(— ) ﬁ"]i*g"//"&ﬁ"p ]p
j@'g’ﬁ ﬁ&‘i'rg"/pﬁﬂ—]]?’j@é*ﬁl

=) B ERPRAGER
%@%%ﬁx]i» B’\’\ﬁ;tﬂ?’—t_gé%*j

(Z) HERERELZR
B g i) Fk 5.0mgo 4 SmL 7 R &% 1mL 7z 1000
ug m*gr‘—'gr'r"vﬁ Bk TR ﬁ%‘ﬁ“ﬁ,l. 100 ug/rnL @i‘g\' e AR Fi B iR o

(2) &3 iR
ﬁﬁﬁﬁigm%ﬁ§$xwwwmﬁozgﬂ1mmL@@ﬁﬂ,g
FEde 7 FR-fFRAL(100 © 1)30mL > 4 griwih 30 A 40 4 4P is 2 No. 1 ik
Kifg > P » RASNA TR 1> S8R #2100 mL Z_



£5g¢ o 4 ? BRI %R 0 #% 3 £ 8 /s(Syringe filter, PTFE 0.22 um) » ¥ -

(1) plEz
L ) pr e B PR AR M LA %~ e BA % 10 ul o J2 ~ HPLC > B 7o
AR R E AR F ] Ek R TTE

() #Esn
BrEe B i) BRI S R R (1000 pg/mL) > T ERAFR S G
& 1C] EEEA W5 250 ~ 125~ 100 ~ 50 ~ 25 ~ 5.0 pg/mL SR 503 % o 14 b
i £ B~ 10 pL A u)ii » HPLC &7 28 A 47 » 1% 28 5.2 % & #(y
Py foth 52 kR (x fh)iE TR £ RFRERL S AR y=ax+b
1ip M B R?

(=) #H3rFE%
Mgl EGE R S 100 pg/mL 2 HRARE R R ek S 4 0
o R 6 A S dp R S IURHIREL

(™) B EE T ERE%

L 2R I BR-# 3325 H 2 23 @G REBRAR 2T
B S F R SRR R 0 E RN (%) 5 h
A EHEE A

LRI B - AF AT B A RF RGP REREE 2 U
FA PR AU 024824 | pREHRI 0 1L F 1] R
iy B A RO pEREL

(4 ) WAHERE T 1'%
1. pl#& *Y(Limit of Detection, LOD) : #-2 svik & 2 3 573 % 7 4744 -
B

FOURMESRIL 5 23 B R R 0 (v s #RHETE I -
2. %2 & 'YLimit of Quantitation, LOQ): #-2 Fwik & 2 I 573 e 7 #7441 >
EOIARA 5 2100 PR R 0 (v AR ETEE -

() Fiew e s
Beodvg i R R OTRE B A S B K PGS0 g
& w4~ 1mL g o] BFRGI2 R (5.0mg/mL) & 454 Sia e WA 2 2 k(T
R e

(L - ) HPLC A 45 i% %



1. & 47 *F? : COSMOSIL5C1g-AR-II Column (250 x 4.6 mm, 5 um)
2. ¥ RIAE UV 345 nm
3. ;i ¢ 1.0 mL/min
4. pHE R 135°C
5.4 1 10puL
6. # & 4p :
P ¥ (min) MBAps R
0 100
30 100

S B AR R R S i B o tok(1: 1) &A% 1000mL 0 e ~ 3.4 g B
S E e LT g B o AL IRIT 30 AT F iR T o

(T=) 2@ a4y 2 2R
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R kR R.S.D. (%)
#mA  (n=5) 100 pg/mL 0.13
4812 (n=5) % &% it (N0.6) 0.95
‘e (n=h) t &% i% (N0.6) 0.46
iR (n=1) 0.1 ug/mL -
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© (mg) (mg) (mg) (%)
1 01 | 41674 | 50 | 91301 | 99.10
2 01 | 41674 | 50 | 87748 | 9058
3 01 | 41674 | 50 | 85882 | 86.10 9256 | 6.53
4 01 | 41674 | 50 | 91176 | 9881
5 01 | 41674 | 50 | 86772 | 8824
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