JE A= F7 8 TR A
PEEL X o T L) —H 4 v BRI )
WIET e E
o5 SEER AL SRR RS o i 1< B 3 2 3BT o BRI 52
MR E NIl BT BELZEESESEAEVITE T AL MR

(R - R

SHEMERE EERRARFERE IR T LT 3 0 v VYR O E Bk o dEat
Wt i

GG, SETHET (RN EAETTERT AR R - BbERE v —7)
MR, MDY, RIGIER, RREE T, ARMHEE (E e eT)

Uit g=]

BESEER AL E RIS (OMEHD) 2021 e wT TH v Y 7ihiiR (GEP : Glycyrrhiza
Extracted Powder) | DK D TH 2 7'V Fv U F v (GA : Glycyrrhizic acid) D7E
HiEICE, AL v HfEOBEEE A2k s e~ 777 4 — (LC) BEREINT
w3, LaL, YZTETE GADERYHD DO THL N7 7V )FL) F Vi
(GGA : Galacturo glycyrrhizic acid) DDA+ TH 5 2 & 5 OBk SENE
T, 6 FE, Fxld GEP O LC S 2 A Ic Al L Cla 21772, 20
fige, RERE Tl GA & GGA BT 2 2 &, A 4 v HIfRE Tl ERESM: % i
XA TLTH-oThH, HEECIIMERSEFEZH- T L 2R L7z, R 7 F
i (D) HBFEE S L ERAFREOUR, 7% 5 O (2) ' V& (RMS: Relative
molar sensitivity) % FIH L 72 ER&EOBEHATREMEIC O W TR L 72, 2 ofER, (1) #
TR = VxRV EERRRRELEL 7Y FA) FvBEERZAWS 2 L Ic kY,
RIFf5ECGAZERTE 5 LR SN, (2) RMSIETI, 74X v LEH/
g7 v v (PP : Propyl p-Hydroxybenzoate) % F:¥#W)E & 32 2 & T, GEP D GA
X CERBRECTH -7, LK Y, WRERBEB L RMS E&EIZVWIND It
JREL Ty otk offike L CGEHRARRETH 2 Z LR d N, SRIF s
DEBBEICOOTHEE AN 7 —va v E2EBL, 2542240 %21T5 FET
H5.
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A. HBY

H VI REH vy R B R,
EEFRAME, Bf e CIEA AT T
5., INLDIEERDTHL ) FNLY F
v (GA : Glycyrrhizic acid) ®E &I,
= ER AL RS (LEBD kO H A EE 5
75 JaJ7) iesnT, Wikru~ b 27774
— (LO) 2S#%E T T w3 L2, i 1yl LA
B MBSIC BV TlE, 4 4 Vil 4 4
VT, BEREOR L FICA A
FERRINE N TE 2, Lo LAarb Y
kT, ERYEO -2 ThEHT I
g7 ) FAl)F i (GGA : Galacturo
glycyrrhizic acid) D4 BEVEREIC A 7 40 X
DENRDDL LD, R TIEE 17 2UE
LARERR A~ S iz 9, —J7, BT
HHEHL 2021 1B WThH T L% 4 XHIC
ENEH B, [y yiiEE (GEP:
Glycyrrhiza Extracted Powder) | D€ &k T
AF VIGERERRE S N CE Y, ko
YENEEND.

406 4, T4 1x GEP @ LC &F% 5
Fio [y oz 2] Dorsetic $Eil
L 7R A LR 2 fTo 72, 2D
R, 7 LI X b FHNFEE CRUE
INBVERESRE 272 L, GA & GGA b 5¢
T 5 & R L 7.

Augecid, (1) FBOFETTE, 77 F
V) TR O LC fF R SRR L7
R (RRTEEE) cowTHE L, GEP
EROWEG AN T —va v EEL 7.
(2) evic, FAFFCERRMIEL LT
EDHNTWE 7 ) Fu) F v X
Y JURAY 75 588 & 0 B TR b 12 o 72 5
FEE LT, BiTD GEP 9 WiETH 7LD
BEICHOWE A7 v ZEBFHR 7oL
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(PP : Propyl p-Hydroxybenzoate) #% JtiE
I L L7V KE (RMS : Relative
molar sensitivity) IZ X 2 E &% (RMS i)
DG A REYE I D W TRRET L 7=,

B. Fik
B-1. AR EEE OB
RERUEE

Akt 7 vy AR L AEBLE A
7= e, /7Y F v ) F VIR
g, WERES ) FAY F VB T
vEZ U LW,

AEL, TP PIAVEFELETALL
MYeAisE HPLC H, 7V 500 5 VigEY
AU v L3 R Al A T EE B ol >75%
(HPLO) D b D& W=, 77V FA Y F Vg
T/ T VEZYLFIHEF LR TER O M
>70%(HPLC)D b @ %\, {7 o<
HLOHEER ) FA) F VBT v E
SULIHEET 52 R L. U, Z
DREEX 7V FAN)FVEE ) T VvE=Y
L (O HEMESER) LRCET 5. =X -
(95), WEiE 7 v & = v L R OB L& 17
A v RIS B o SRR R i & F V> 7z
FL ) —niFT k7 —n(95) 1 KEICK
BkE 1 AEMATREL /2.

T SRMITFER T & ICRICEH T 5.

Erw STk
BfTIE & Ol

(%% 1) GEP # 15 mg Z K& Ic & D,
L&) —LEMATEHED? LIEMEIC 10 mL
& L7, (FH85% 2) GEP % 15 mg %l b
WY, &7 —n% 25mL Iz T 4R
DIRE RS, 500C T30 ke 5 L7, @
%, EOorHE L R R I 72, FREYIC



fT X/ =2 mLZRIML, FERICEE
L, &t s Gbefizx/ — L%z,
1EfEIC 10 mL & L7z, %YL 3) GEP Ay
15 mg ZKEHICE Y, Ho 2FfE (1-50)
/7 b=+ U ARE (20:11) ZMATHE
2L, IEMEIC 10mL & L 7z, & % L% 0.45
gm DAY T TV T 4R —=ThiEL, HE
W e L 7o, HalRHAWIL, 3T IS L
7o, (QREBEGFERR) 7Y FLY) F v
FEEEHE LA 16 mg A T X/ — VITIED L,
EfEIC 10mL & L, 0.2mg/mL & 725 X 5
LR — NV CHRERL TEERRE L.
(BUTEFEAR) B TEZ L, [7) 5
N FUEE )T vE=ZT L] B 80°C, I
JET T 4 RfElFZ R, #) 1.5 mg 255 ICE
D, A4 vIIRCEF2BEEE M AT
woL, IEREIC 5mL &L, BRI E L
7z.

SR E Bk D 224 M

AEHATR 1 GA & & 23930% T 5 GEP
KO7VFANY)F VS HY LT
L, Tbb, GAEEN 6%, 18%
B 30% MY 3 5 5k, GEP %4 30
mg, 90 mg XU 150 mg B Y LY, FHr X
J —VEMATHEY LIEfEIC 100 mL & L
2. ZOWEAFZ0LS pm DAV T T VT
A NE—THBL, slFRAR L L7z, Kic,
TVFNANYF VB H) VLD R —
VAR, GAERBE 7YV FLY F v
MEERETHCCERLZ. GA 8K
40%, 50% & X U 60% I 4 2 URHATR
%, GEP 150 mg icxf LT Y F0Y F v
B 71 ) v LR 2 GA 25T 15 mg,
30 mg LU 45 mg N L 721%, EERCOTTE
X DB L 7. HIREOREENARIL, 3 7f
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TCIHRBL 7z, BERRIE 7)) FAL ) Fv
FEIEHE AT 20 mg 28 T X J —VICIED L,
IEfEIC 100 mL & L7z, N FHBEE X GA
EER30% Y 3 5 lkhic o &, B,

WE, A7 LEENMNL, &2 07T 6 HIE
ST 2 e X b EE L 7=,

E8

[V FNYFVEEE) T VEZTL]
REEHES & L7 GA 0o&R1ER (1) icfRA
LCko 7z, BlTOHER 2021 Ti1x, 7Y
FANYFVEE) T VEZYLDORIE %
FZREIREIC X 0 R L T B 28, Bo R, B
wHT 5 TCRALZ.

GA(%)
- ‘:_Z X Ws % :23:32 x 100 (1)
Wrx (1— m)
Ar, As @ BURHATR KR ORI O GA ©
v — 7 [k
Ws, Wo:ZVFNIYFVIBEE)TVEZY
2 S OB o BRI =
Ly : iRtz iEd & (%)

7Y FY I VAR AR L L 7
GA o & (mg) iz (2) ItfRALTRo, %
BIED» L Z DEE (%) %KD 7.

GA ®& (mg) =Ws XA

A "

T FHUREL ()
S

We : BKPIHE L 7= 770 F 0 U 5 v s
i D R

Ar, As @ sAWEHAT K OEHERIE T O GA ©
v — 7 [HifE



Kat AT

BT R R 95% fEHE XA 1 6 iRIE DRE
fEiC 3 2 BURRANR © & RIE D H & o 1
¥ () KO4%rEk (Variance) 7205 HH L
. PHTHEEE (repeatability relative
standard deviation: RSD,) K& V= NG
& (Intermediate Precision relative
standard deviation: RSDyp) % HLHI 3~ % [
1% Microsoft #1:® Excel 365 #H\>, —JC
B BT 21T\, [ 27— TR
Lo [ —7Ta] »6, RX(3), (4
I XY PHMTIREER A (o) ROVENEEHE
iz (ow) ZEHMELE. $/ &7 —X
DT () 5K (5), (6)IC XY RSD,
KU RSDyp 23Kk 72, 7nd, HHTIEE TIX
Cochran #R7E TR DO E a2 L L
729 2T, —JURCET BT & FEhE L 7-.

|

‘,\“l‘.

o, = 7V — T A (3)
orp
_ |7 TR - — TR
_J BT I )
O-I‘
RSD,.(%) = — %100 (5)
Vol + 0,2
Rmmpc%)=-—13}——i-x100 (6)

B-2. RMS EE#E okt

AERVEE
Z7VFNY)FUBEERESRIILF LT Y

—H A v 2MEIP» S, h v U iiHE OF

JRELGEA ) (Z AR BRL Y, 7Y T
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NYFvigE ) 7 vEe= v L AVERES
i) X CHE VAT L.

AT AR RBERT L (HRHE,
99.9%(LC) ) , DSS-ds  ( 3-(trimethyl-
silyl)propane-1,1,2,2,3,3-d6-sulfonic  acid,
ML 92.4%), NI A FUREBEBRA T,
NIFFVREBFBRT TN, NTFF K
BEWETF N, NTFX P REHFHRA Y 7
oL, NTAXCREERA Y 7T, T
&7 —n (95) (Feflad%e), Welk, Eelg7T v
T=UL, TEF=PINFELTA VL
feptiEk Xtk » 6, 7YV 500 5 Vil
7 7 vEZY L GrEE ) 3K
%> &, Methanol-d; I Eurisotop 2> Sl A L
7o, TI R =TT R —0(95) 1 KiE
AR % 1 AEi 2 R L 7.

TNV I a0 RIEANT— - PLF
B XPR2UV, #IEgAMLELEE (NMR) (2 H
KT ECZ600 (600 MHz) % 7.
BB ERS L IcRITR T,

HIEYE DEE

GEP K& AN T4 F v REMT AT L
HErznZThAmT X/ —)VICERL, i
iRz HFHE L 7=, ZvE GEP 1.5 mg/mlL,
NTFF LB EHR T X T AV 0.05
mg/mL & 7% X5 ICHM L, fRERES
TicEslF 3 UV-Vis 2=27 A ZHIE L 7=,
¥ 72, BEEFWE % GEP 0.75 mg/mL, X7
F ¥ LB FHBT X7 AH0.025 mg/mL &
5L HRAEL, HPLCicXkh UV 7 u—~
k77 L %BE L T2

Vg gl (Rn) OEH
70 FY F v EEEEHES 20 mg, PP 5 mg
¥ X OE & NMR (GNMR : quantitative NMR)



FAREHEY)E DSS-ds 2 mg % K2 IC & Y HLD,
Methanol-ds4 mL IZ#Ef# L, gNMR HEA
BHAR 2 FHEL L 72, HEYE R MLay o
e, BFEEIS et vYz)ofy
7 F AR A (7) 1TfRAL, Rn ZHHL
7. WEBHIE 3 EREL, ffohiky s
LD fER L 7=,

nr

M I Hs
ng

R
" Is " Hy

(7

nr, ns: NRYE K OCEEYE OYE R
Hr, Hs: WRYE K OCHEEYE O FiE o
7o b vk

I, Is: NRYE KR CHEEYE OFER D~
7 F VIR

IS (Rr) OEH

gNMR FEARERAR R = &2 ) — L %
v, GAEE2 1.0 mg/mL, 0.8 mg/mL,
0.4 mg/mL, 0.2 mg/mL, 0.1 mg/mL IC7
% X 5% MR L, HPLC FliRAHER L L 72,
RAEEEROEEIIINEHICE T 5 GEP
D GA & & OB ERIH 12.0~50.0% I
B2 EMEEHEZE T 5729, GEP 1o
GA & 8IHT 6.66%, 13.3%, 26.6%,

53.3% K TF 66.6%ICHY 2 X 5 HNL 7.

HERE 254 nm B Jb7u~t 7 I 4
ov—7ifExEx (8) ITfRAL, Rr #HH
L7z (53EE), 3E 1 KU 2 32 nA
W12 R UCHIE L 72, & 3, 4
K5 %, HEMEERERT 2720, [F—
DIFWR 3 AR L CTHIE L 7=,

Rr =
r AS

(8)
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Ar, As: NRYE L CEEYEO v — 7 1H
(i

RMS o & H

GA @ PP icxf3 % RMS 1ZZ N2 LDl
EGMFICEBIT S Re KOS T 5 IERICE
7% Rn 20 (9) KRAL, ZDF¥HIck
D k7=,

RMS = — 9

x| =

{1}]

AR ORI O R

[ZVFAY)FUBEE) T VEZT L]
MO GEP 3B %8R, iz X/ —n
D> L, IEfEIC 100mL & L7z [27) F
NI F VR T VvE=T L] I3 BT,
GEP % 6 fHMTCHB L 7z, #2ITIGL T
045 uym XV 77V 74 NR—TAHEL,
AERARE L [ 27050 F vl /) T
VEZDU L] ODEEDEEIX PP 25 mg &
TR —ICRD L, IEMEIC50mL & L
72, ZOWK 5mL ZIEfEicE Y, TR
— L&A CIEEIC 50 mL & L, PP e
Wi e L7z, GEP oE®=DRIE PP #) 50
mg Z AL X/ —VICEED L, IEfEIC 50 mL
L7 ZOWK25mL ZIEfEICE D,
IR —NEMATIEMIC50mL & L, PP
BRMERR L LTz, 70 F ) 5 v ERIEHE R,
1359 20 mg AT & —VICEHS L, IETE
I 100mL & L, GAEMERW E Lz, 7Y
FAYFVEEE) T VvEZ YL (SRR
) 5mg #&4= %/ —) 10 mL IC¥ED L,
v AT LERERERR ISR & L 2.



EE
PP # e b 7= RMS =12 X 5 GA
&I (10) itfRA LTk 7.

GA(%)
pr AGA u MGA
= — X — X HiPURE x —— 10
Wr  App Mpp (10)

+ RMS 2% x 100

Wep, Wr: SEHEMVE X OSUR  $RIELE (mg)
Aca, App: NRYVE I O FEHEYE D v — 7 1H
Ui

Maa, Mpp @ N RYVE R OCFLAEEYE 0 7 78

7V FNY T VEIERE R R EERER L L 72
GA o&EIFR (2) ITRALTRD 7.

et T

FEE N RSD UL E ] RSD 1 RSD, e
RSDyp & [FlERIC Microsoft #1:® Excel 365 %
vy, —JCRCE BT 2 TR (3), (4),
(5), (6)Ic XYk,

C. BRLEE
(1) HREEREOWHE
BiTEE O

YEHIC BT 5 GEP o Rk (BT
KO Ty oz 2] oEREOMg
h R 1ICRERT 2 22, BRI
0.25 g & A A v MfliEoBEHE (o 7-EF
M/7 2 b =1V RIK) CHEML, 740
=W ETHHEREIE LTWwa, Ly
LA, WEFEEOMEHIC XY YEBEIHH
# M7= LC &k Tk GA & % ofHgd
ThH25 GGA DR A+ Thy, BH)
MOEERBETH L LRI NTZ. %
<, GEP ORMLIEAEIC BT, BEHE
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KRATHEG Ay Yy oz * 2| oERE
THOOLNTWVEAHET X — VAL T
ZHME L7 X b, REEECHEES R
T2, @O EEE O TR O S E PRI
DWLTHETL 72, HIERRHE, GEP #) 15
mg %A T X — )L CiRfd LB L 7250k
IR (FHBEE 1), T x /7 — )V CiRi#E,
B, O EESE o TR % #%C ML L 7238
Bl (FAsdk 2), BToSNERICHE L 72
Jiid e L 7Rl (A% 3) @ 3 ik
FHABE L (R2), &L I&HRNER
oo GA B CiHliss 2L, GA OF
BRRA Ay T F 2 ICHERLL,
LC & i3tk %, & 'R : 7
VF) FvEBEERE, oA 7 L9
A4 X1 4.6 X150 mm %72 (£ 3).

GEP o GA O E &G FIE, 8% 1~
3ICB VT ENE N, Lot.AT30.7%, 31.0%
) 32.2%, Lot.B < 31.0%, 31.0% &0
31.5%, Lot.C T 31.8%, 31.0% % ¥ 32.3%
THY, wFhooy McEnTd &FHE
HE T3 L, % RSD b RAFCH - 7=,
EofEiRr» o, ffERiEFcd vV 50 b,
RffoNE-Bs X ORA Thy oz
A | OFPLERE & [R5 o HRE s S b
8% 1 28, BURRAMGREEE LCE L
TWw3EEz2 bz, Dk, K4IORTE
Bik%E, AfRices I 2 QRERE L ER
T3,

FEaER e T LT, AREBEKICKL
ERAER L BTIRIC BT 2 EEMER % L
57201, WREREDDNICH 72
BHA (FH8LE 3) % BT ICHERL L 7- fE it
BRIt L, RERE L R
L7z, BUTECIRERT 2 741220 T
P A XH4.0%x300mm TH B & E2EDT



WED, AT BN TR, T LOREEIC
BOWTHEE NS PP LU GA DIRAAR
ZHE L 72KE, GA, PP DJEICEHL, #
NEZNDOE =7 BEEICHEET 2 L w5 5%
a7z LT wiad o7, % 2 CHITEIC
X 2ERIL, A4 XBUE L7232, /7 4
DIEESE RIS A 74 BUTIED
KO, 717 5 DEEE S Ei 72 323, AMEH
— W ERERIRICHE L, A XELHLZH T
L (BUTEE2) © 2 &ML 7= (8 5).
¥ 72, BT 1 Ti3H 7L 00EIC X 5H)
R 7z, BEHO R EZBTiEDO ST X

D28 L CHIE L 7=,

FNFNOEMICH T, LC &M A
F v IlE & O 28T 1 RO 2 T,
GA XU GGA D7D 1.5 % T a3 7,
HHVIEINEEL T ol — T, R
EEETIE, my—2onBEEIR 1.5 Uk
THo7-(K1). 2D &h o IFiERERM
1357010, MREREBEICEVWTD, Y&
FLEAEL LT GA & GGA DIy HiERE 7S
1.5 LETHEC L %#HET ST LMY
ThdrEEZLNTZ,

GEP 3 v v MCEUT 2 &%&MFD GAER
fiElx, SRTEET 30.7~31.8%TH > 7=
DKL, BATIE 1 M2 TlEZNZ447.5
~49.4%, KU 52.0~534%THYH, Mi#H
DT IZHT 20% DARHED RS bz, £ Z
<, BTk cERRMIEL LTHWS 127
FAVFUEE) T VEZYLI3 O Y bR
URERECIVERLZE A GAEGR
X 67%~T0%RETH 7. 7V FA)TF
v ERAFE S 2 72 AR RIS Tl GA D
— 7 BHABICER® b, GGA kD v —7
RO N oz—7T, [ 7V FAY)F
vigE /) T vE=ZT L] Tl GA Utov
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— 2 RS ERDoNnT- (K2). BiTETR
GA t GGA DRt Thi T L)k
UCSRIEAL 2 ERHRE [77) F1 ) F
VIBE) T VvEZY L] O GA EEAE,
ZERURRTRE L OfEOTREEDIRINTH
5LEZ LT

YR E B 0 T2 M ETHiff

SRR TH v Vot Rl <k GA o=
B 2Y 12.0~50.0% £ ED LT3, %
Z T, ICH Q29 % Z# I M HiPH D) 80~
120% D GA &0k 2 v Tl RER
EOHF, FrEvE GEIRME), B, MR
J& (RSD,) KU E NI (RSDip) %&F
fii L 7=.

SIS, BE L LRI hy Iy
¥z | 20ERIECBIT Sy AT LHE
PEICHEA T2 2 & 2ERL 7.

HipHIx, 70 FAY F VEBEERS X 0
L -HREEZED 6 IBE GEhERIc
HEL LT 2.5%, 4.9%, 12.3%, 30.8%, 49.3%
FOr 61.6%) O GA FEMERIRZMIEL, %
DEBAGHRIC D W TlHR/N FE L & v 72 ]
IR 247> & CTRHEi L 2. % DGR,
2.5~61.6% D i I 3\ THI B R BIZ
r=0.9999 TH Y, IRE0ICHBIF 2L RAKY
A D IBWEFXFIIFEEEHFA T2 &
b, BIFREMRERZD SN (K 3).

SINTEOREME GERM), EE, RSD,
KO RSDp 13 GEP KU 7Y 1Y F vk
CHIVTLLHBL 72 GA EEK 6%,
18%, 30%, 40%, 50% & UF 60% D ZEHA
W GREN1~6) ZHWCEHEL 72 (£ 6).

TS GEIRE) o 5Tl AL 13 S0RRATR
D GA DY —2725 GGA L438ET 3 2 & &k
N GA v — 7 OENIIN AR T+ v ps—



WMIsrzell FalRARICOWT,
GA & GGAD Vv — 27 3B 15 U ETdh
D, GA v—27HD 3 HOEIRINA~ 2
FrizndFnd —8L7z ZoZlrbAR
FEORHEME GERE) ARSIk,

RIZ, ARERFEOHER KD 27201C
KEDERMEZ, FEARKRD GA B Lt
L7 37bb, AREREICK 250 3
(GEP $HUE 150 mg) @ GA EEfH%x i
#2 L, GEP oflE, 7'V FL) F Vg
TH YT LERDIRE, HINEKLT GA &
Bl b HEE &Ko7z, RSD, 1% 3 BT %
A B LN flHD bR 72, RSDp 13,
Ak 3 o CTHEERE, KE, hTLER
7RO 8 DX IcHEIT, % 2 fHTCHIE
L7fEin ok 7z, B, RSD, KU RSDyp
12 99.9%, 0.24%, 0.61% & Wb Bif
b DTH o7z, WRERETIHEURMEE
mABITEL Y A7y 150 mg ICERE L 72
28, FREbE, #ipH, BEEAUREICBVWTR
RGO N, REOZYENRI N
7z.

(2) RMS EOKE!
RMS D E

Hxt e v EE (RMS : relative molar
sensitivity) & I, {LEOMHERICE T 2 H
P EEY 720 DISFICOWT, BHEYE
IS 2 TN RYVE DR & L CERR
I, FEED MG T Ic s T 2 I0EH (Rr)
LYrE R (Rn) 2oHEIH IS, —fRIC,
L&Y RMS IIVEEIFOfETcH Y,
heflwz <, b3{LaYoIcERD
bttt EVIDIEREZ RS 5 2 L A3H]
RECTH 5. L7ehoT, HPLC FEDHNE
BICHWTiE, RMS w3 2 & Tt
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RYE ORFRESIC D Y, LEMEP LN
FOBLETHY o ic N 2 WE & L HEY)
HeLT, RN RYEZERST 5 &2
AlRE & 72 5. RMS B IZBEIC D 23 E D N EZH
KB TIRAE#EZS Y, HBH/AREHAR
FERIGcrAEEy 3y, HHASUEHASE
B BRI VBRI T X ic ks
WC, RMS ZHIH L 72 5B iE 23 I & 41T
W3 30, KIFZE T, E R I AR
JR7i AR RS X0 PUHIY i3 2 IG5 5
&2 HMIZ, RMS k% M7z GEP o &
B L 7.

RMS % T O JE & Cliy) 7z JAEEY) H %
EET UMD 5. BEYEOEE L v
e LTid, RE, &R, «ffi, K&T
H Y, HENRYE & IRIERA (A max)
EHLCTWwSZ s FoNn5. 7, GEP
b GA DERICHWS L 2HET 5 L,
TRERIED LC ZffT GA & WIREIC S
R EH D B . AKHEFETIE, BlfTD GEP @
ERICEWT, H7LD0FEEICHNONS
YHETH 25 PP & Z DHHFILAY TH 5
T A ¥ LBFHEAF L (MP : Methyl p-
Hydroxybenzoate), »¥7 74 ¥ o % &M T
F v (EP : Ethyl p-Hydroxybenzoate), ~¥7
X REFHRA Y Tue o (PP
Isopropyl p-Hydroxybenzoate), »¥7 7 % &
% & HW, 7 F v (BP
Hydroxybenzoate) X ¥ T A % o 2 H &
4 v 7 F n (iBP P
Hydroxybenzoate) % FE#EV)E DR & L 7=

(X 4).

3, o otEYMT GA DA
%R T 5729, GEP KUK N T4 F >
BRIBET AT VD UV-Vis A7 b L%
WELZ (K5). ZokR, GA DA

: Butyl p-

Isobutyl



% 253 nm TH Y, X7 VDA
INiFwdFind 255 nm ffHiEcho7z. X H
I, T 5 ORAGEEAERR % LD LC
SMFECHIELZE A, WFhD T+ F
CREBEI AT VD BIFIC GA &rHfEL
7= (M 6). iBP RU'BP lZv—2 0597
o— F5RTH 2 2L, RS EL Y
WrICHEEI 3 o2 B 2 v b, BEHEMIE & L
THEY TRV E BT LZ. —J/7T, MP,
EP, iPP XU PP liv— 7k D BEFCH
H, RMS OIEHEYE & L CfFRRETH %
TR I NIz, AWIFETIE, GEP O
Bk o RS L L #EEL, PP %
FHEPVEIEE L 7z,
GADPPIcxt$ 2 RMS # B3 572,
RAEREARZ 3F#E L, 'H-qNMR KU
HPLC #FH\»C Rn MO'Rr 2 HH L 72, 4
Wrgetbl s 9 e U'% 10 1IcR 9. 'H-gNMR
X % Rn oHE T, AWIHERD > 7
ABRDLNT, hofbEos rFrk
HALBRWbDERERY 7S e LTHE
L (™7, #bao7satr vbizyos
7 FABREH X Y GA D PP X4 % Rn %
BHIL7. Xk, gNMR FESSRNER %
MR/ —NTEREICHENL, HPLC I
B1I% Rr ko2 (K 8). ZOBEEZE
W1k 2cidlmE, HE3cix3m, &
BRE O E 2 B LT DR L 72,
BIREZ L @ Rr 3[E—%EENTIZIE—
HLfEchY, %EHN RSD X 0.12~
0.28% & RAFAETH o 7-. T Y%A
TREPHIC BT GA KU PP ORE & v —
7 TR LLBIBEfR 23328 5 4, RMS k2%
JGHEETH B T ERR LTV B,

RIS, Son7 Rr 2067 3 Ak D
Rn T L GA @ PP Icki3 3 RMS % &
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L7z (£ 11) . 2&M RSD 3 1.79% TH
D, R 10 & Bl LT b PRI 01X 5 o
TThHDHILhH, EBICHOAHREILS
B COMUERROTFHEETH % 0.7989 %
WHT2zE & LT

RMS ¥ic & 5 GA DEE

RMS %D B JE K& UK % 5Ffi 3 % 72 9
i, ZIFNIFUEE) T VEZ YL
Fiv>C GEP $#ILEHAE < Z 12 11K 6%,
30%, 60%ICHHM T 3 GA % & U ilEHATR
ZERL, RMSER OB ERETGA &
BEER L. SIS, MR o UV-
Vis B 87 X % R © PDA Bitidi & & A
72 34, 4miEs (R 12) KB TETT
[y oHzFR] ZHER LY AT A
HWAEWEEGRL 2. Thbb, v 27 LR
fife AR R HE AT & HIE RS I, GA R UY GGA
DITEEENR 15 U LETH B 2 & R, % GA,
PP FEHEZR % 6 [MIHIE IRF IC 4 v — 7 [Hif
DEHERERZE S 15% U T THI T L %
MR L 7= (M9, & 13).

RMS EHick Wk zzxhZ hoilikic
W95 GA I 6.0%, 30.1% % U 60.3%
THh o7z, WRERRIC K % 7E B8 % HHE
L IFEEICE W T 95.7~99.5%
LY, ZOFHHIZ 982% THo7-. C
DT EHH, RMSIEIC X 2 EBMEITSREE
BETROZERME T 5 LAURE
iz, 7z, #EEWNRSD i1Z 0.41~0.68%,
[ — D FURHATR S ORI %2 IE 375
LIC XYk o 2ER RSD 13 1.23~
1.57% TH Y, mHBEIRINT,

R, Ay itk 2% 32 v b
ZHWTH 6 9ffTT RMS Bk 2 8%
1127z, srfricid LEdaER & [k @ —o



AUBRA I CEEHEIRI 2 3 2%iE, 4 MR
THHL7Z. RMSIEIC X W EHLZ GA S
HOEBEPIE A3 ry MickwT,
29.4%, 29.3% &% 1F 29.8%, B #:3 @ v b
ICHB T 29.6%, 30.0% K% 30.5%TH -
7= (£ 14). #EPM RSD 1% 0.33~0.58%,
SEER RSD 1% 1.38~1.68%TH v, Bif7
HEMEIARE N, 72, ERL e REkICkD
7o EE L, BREEICHWT 96.8~100.1% &
™Y, ZDVE 98.7% TH - 7-. RMS ik
X BRI, AREEERCLIER
R VEBERZLD Y, ZOfEd b
A& Do 7228, [H v okl o GA
GROBKBTH 2 12.0~50.0%DEiFHIC ¥
WTC, 1FEACHEEZRIZE RV DLE
bz, bk XY, PP ZRAEYE L LT
w7z RMS I X % E&ikix, GEP 1o GA
FEmEL LT, BIGARETH 5 2 LAURE
ni-.

D. %55

AWFZecii £, GEP o kBIE & &
BEEMET U7z, LR LSRR % 3
bL, HIT R —NCIKIRT 5 EfE 7k
BHEGARETH o7, T 7Y FrY F
VIBEEHES R W 2 EBE R A A DR
WRERE L, BSEEZETRY 7% GA %
&1 GEP B o HlE IC B W T, Bz i
T, BEERUCHHEZRL-.

Xic, PP Zf\v7= RMS iEiC X 3 =ik
ZWEtL 72, 'H-gNMR %O HPLC i X b
BH L 72 GA @ PP Ikt 4 % RMS 12 0.7989
Thotz. TOFRMERSTH Y T
Ko GA 2B L5, ZOHEKIZ
98.7%, %EEP RSD 1% 0.33~0.58%, &
M RSD I3 1.38~1.68% & 72 v, FLIF 7n kit B
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BEobNiz, LEXY, PP ARMEYE & L
THWw/z RMS I X 32 E&EIE, GEP H o
GA EBEL LTHEHIGARETH D EE XD
n-.

SHIT NS OEREICO W TR
V7r—vavEEREL, X6h5Z4%D
i 21T 5 FETH 5.
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K1 T Ay oz 2] ROSUFEH [77 77 iR ] o &k

BA THY YV MIFX]

SHEFR >V Otk ]

HEE 0.15¢g 0.25g
SHRN0.15glcFE TS/ —)L25 mLE
— = 147 iE ‘j—\ {“-H\ = e _ _ o
s B R a0k 20 UR90.25 g CIEBIMEEMA TR L.
SREEE S, BEBMICAETSY /—)L20mLe 100 mL‘LEﬁ¢.§°.H°'15.Eﬂi27
FNU. FEECIRE. 2mbmaan |27 VY- CoBLEMERET
BHETY /—JLEMZ. 100 mMLICES[S"
U. REVERET B.
277> F_"7)/.\3.85 g&x K720 mLIZ|..
I AL B (100) SmLRGTL N RO (100) (1550) 7tk
U280 ML S 5. ~—RUJLRR (20: 11)
TERARE BAIUFILUF RS, IVTNIT RS T ED
VARTIAN ODS/IS5 /A (4.6x150 mm, 5um) | ODSA=S /A (4.0x300 mm, 5pm)
EIN I #140°C #40°C
=1 GADFRIFFE MR L59 (L7322 LD [CHA|GADRIFIREA 102 (IR D L DITHE
= BI 3. 833,
EIN 10 pL 20 pL
‘f’;;fmﬁig%% GAL GGADS GAL PPOS3 k&SI
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5% 2 SRR sGE
ﬁ:“ l£ l ﬁ:“ I£ 2 ﬁ:“ Iﬂ 3
ARlES '°r’115 ma ‘”r’]lS ma ‘F’]lS mg
. _ _ BIEEE (150) /7t
AR wLY/ =l wLY/ =l A= RUJLER (20 11)
#=T45_)—)L2.5mLEN=
CE 2 IRDRE RS,
D0 C 0PI e (o i (1-550) /7t
] FETYT ) —ILENZTED [ - ety ° [P BUILRE (200 11)
RIFE L lomLcERs 2 AEMIARLS /2l ez oL, 10 mLic
© EANL, RECEE 2 (S50 ' <
e EShERT J — 5@
LZEMX. 10 mLICEEUL
93,
J1ILI—
et &0 &0 &0

3% 3 ARABLERETRE O T SR
= &nte EERE
e Alliance e2695
tags PDA2998 Detector
SN AODSHS A
(4.6x150mm, 5 um)
DS NEE 40°C
PiTN==1 1.23 mL/min
SEAR 10 pL
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® 4 WRITEE & R ROINEHE O E ik

WREEE BA THh ) OETHR] SHER [
HEHE 0.15g 0.15¢ 0.25¢
GAIRI0.15 g/ TY / —IL25
MLENZ TE 4 B DB ERS,
AH0.15 gICAR LY/ —ILZI S0CT309IRE D, A, BOSERIFN0.25 g(CBEBEEZMX TE
strEsE P GanLy 100 MLICES 95, L DERENE, BEYICEL 0L, 100 MLICEE S D, 0.45
° i 0.45 _mAS TSV D) —TEJ—IL20 mLEFRINL, BHEC (umA> TS T L5 —T3i8
o W e ) PR(E. EEMESHERTY |LEHiERST 5.
J—)l&hlx. 100 mLICES L.
EAERE T D,
[EFEE 7~ E_5/,3.85 g%k 720 BrEE V£ _"J/.3.85 g&7k720
EZEE mLIZEM L. BFEE (100) 5mL mLIZEM L, BFEE (100) S5mL [EHI=EEE (100) (1-50) /7
> ROt = RUIL280 mLEN RO E R RUJL280 mMLEM [z = RUJLER (200 11)
A5, Z5.
FEMME | BAOUFIUF ERER | BAUFLUF R || 000 WIIEES TS
HS A ODSHZS I ODSHZ I ODSHS A
- (4.6x150 mm, 5 pm) (4.6x150 mm, 5um) (4.0%300 mm, 5um)
HSLEE #140C f940C #40C
—— GADRIFERI 15 (LD & | GADRIFIRS A 150 (/D & | GAORIEFEBAFI 0D (T &
VL= S(CRETB. S(CHEETB. S(CHETB.
FAE 10 pL 10 pL 20 pL
z%z%ﬁgi% GAEGGAD Y BE GAEGGAD T EE GAEPPDYEE & EHIA
£ 5 WRIERE L OBITED 5
=& MBETE% RiTEL /ITE2
gD O UF)LUF s [UFILYF B [(IF)LITF Bk
T/ FEZOAN] T/ EZOAN
=} HLY /I FEES ZENAHE
fZEh1H BEsk -1 A AL -1 A AL
= Alliance e2695 ACQUITY Arc Prominence-i
fwhEs 2998 PDA Detector 2998 PDA Detector LC-2030 UV Detector
HSA AftODSHS /A AfTODSH= I BftODSH= /I
- (4.6x150mm, 5 um) (4.0x300 mm, 5 um) (4.6x150mm, 5 um)
FAE 10 pL 20 uL 20 UL
N S “n‘ Py — _ = S i‘“\ g
- GADRIFRRIN 155 &7 15 ADOTEICADE TEE GADRIFR RN 105 &7

L DICHE

L DICTHE
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£ 6 HIENY F— a vick T 2 EEM

A 1 2 3 4 > 6
GEPHEfE(mg) 30 90 150 150 150 150
GAZRHIIE(mg) - - - 15 30 45

GAZE(%) 6% 18%  #930%  #940%  #950%  #960%

KT HWENY 7= a vics T 2005

A B
=iBE Alliance e2695 Prominence-i
&2 2998 PDA Detector LC-2030 UV Detector
AtTODSH = I C#tODSH =T/

=
4.6x150 mm, 5pm 4.6x150 mm, 5pm

k1, 2,3, 4,5, 6 135fF A, g, BB 3 ZENEHBIREL LT
R BITRTHMFTONL 2.

#* 8 FEPNFIRG EERHINRE O R HI 1 1

)
FhH HEBE KB HSA
1HH 1 A A
2HH 1 B A
3HH 1 A B
4HH 2 B B
5HH 2 A B
6HH 2 B A
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7 9 QNMR % & 5

KEBEH ECZ600 (600MHz)
Jo-7J sco—7J
BIE Methanol-d.
EEYNE DSS-ds
DRI 'H
LA ) LR 20 ppm
BY DA A B5 e 4%
BR[O 16~32[0]
HY DA+ 5238 0.25 Hz
JULAIEEAE 90°
IERERFRS 60
> OFF
R 25 C
BCcrFhvITu>y MPF-8

% 10 RMS & H > HPLC 404t

=B =iE2 =i=3 w54 =IES

UltiMate3000 UPLC H-Class LC-20A LC-20AD UPLC H-Class

yre :
== (Tht.erm.o.Flsher (Waters) (Shimadzu) (Shimadzu) (Waters)
Scientific)
Diode Array .
s Detector PDA e detector D'Efst‘;ggfy SPD-M20A  PDA eA detector
(Thermo Fisher (Waters) . (Shimadzu) (Waters)
o (Shimadzu)
Scientific)

A7 A AHODSHZ L AHODSHZ L AHODSHZ L AHODSHZ L AHODSHZ L

4.6x150 mm, 4.6x150 mm, 4.6x150 mm, 4.6x150 mm, 4.6%150 mm,

5pm 5um 5um 5pm 5um
= 1.2 mL/min 1.2 mL/min 1.5 mL/min 1.1 mL/min 1.2 mL/min
hZ LRE 40°C 40°C 40°C 40°C 40°C
% Ena BEEe 77 >~ £ =7 [,3.858% K720 mLIZAE A L, EFEE(100)5 mL
EUTHE R R U280 mLENZ 7=
Bt ) B w2 RS B3 BR3
FAE 10pL 10 uL 10 uL 10 pL 10 pL
AEEE 254 nm 254 nm 254 nm 254 nm 254 nm
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7 11 GA @ PP icxf3 %5 RMS

A AR B2 B3 B3 B3 _
HPLCZA%+ KBl wiE2 wiE3 TiE4 KBS
Rr* 0.6402 0.6045 0.6477 0.6254 0.6287
Rn 0.7848 0.7630 0.7968 0.7968 0.7968
RMS 0.8157 0.7923 0.8129 0.7848 0.7890 0.7989
BIREOFE X YRk 7z
# 12 GA E B0 /b4t
EERT A B C D
. . Prominence-i
wi Algceses  Alencecos WLCdmsPLUs ICis0c
(Shimadzu)
2489 UV/Vis LC-2030 UV
EHas 2998 (%)igigector Detector PDA(\?\/{\aE;Sctor Detector
(Waters) (Shimadzu)
AHLODSH T A AHODSH T A AfTODSH = I AFTODSH T /s
Hh= (4.6x150 mm, (4.6x150 mm, (4.6x150 mm, (4.6x150 mm,
5 um) 5 um) 5Km) 5 um)
4 40°C 40°C 40°C 40°C

mE

Bt 77> F ™ /x3.85 g 7k720 mLISEN L, BEif£(100) 5 mLRG T h— RUJL

B 280 mMLAMZ 5

SEAE 10 pL 10 pL 10 L 10 pL
e 1.15 mL/min 1.15 mL/min 1.12 mL/min 1.10 mL/min

AITER = 254 nm 254 nm 254 nm 254 nm

F£ 13 EOWEEICBT 5 > AT LEE

DT A B C D

GGALGADDEEE 1.9 1.9 2.1 2.0
GAAIFERFDRSD (%) 0.53 0.53 0.18 0.02
PPAITERFDRSD (%) 0.43 0.45 0.15 0.03
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Methyl p-Hydroxybenzoate

Isopropyl p-Hydroxybenzoate

/@’)J\O/
HO

(MP)

oot

Ethyl p-Hydroxybenzoate
(EP)

@] 0]
/@)‘LO/\/\\ /@)‘Lo/\‘[/
HO HO

Butyl p-Hydroxybenzoate

Propyl p-hydroxybenzoate

(PP)

Isobutyl p-Hydroxybenzoate

400.00

(ipP) (BP) (iBP)
X4 e L 72 3EYE ofhiER
GA MP EP PP
nm nm nm nm
) I3OOI.UO 400.00 L .30[.)'00. .400'00 L .309'00. .400'00 L ISDKIJ.OD‘
253, 25hH.3 255. 255H.3
3243
PP BP iBP
nm nm nm
L ISUQ.UUI "IDD.U[] L ISUL?.UDI IAIUU.UU L ‘SDL?.UUI ‘400.0[]
255h. 256. 256.

5 GARUNRNIAF U REEFERT AT NVIED UV-Vis A7 b v



B E KR 254 nm

] o
0.15+ s
:ami o
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] ] T ] | 1 ] T ] | ] ] T ] | ] ] ] ] | ] 1 ] ] | ] ] ] ]
Q.00 10.00 2000 30.00 40.00 50.00 60.00

min

6 GANUONRNT XL RZREMIATAHDO UV 7 u~< 2774

PP/GA/DSS-d,/CD,0D

Water
PP
o}
a C
b T DSS-d;
a
HO™
CD,0D
PP:c
PP:a PP:b
GA:12 ] SAi J\
GA:1 1
i I Jl A ‘Hl ] ) l N/Llﬂ ! E
Rfﬂ 7.0 6.0 50 -lrﬂ J‘fl 2!0 l‘.O o (ppm)
TRV
PP:a PP:b GA:12 | GA:9 |

7 REWARHAR D 'H-gNMR 2= 7 v
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PP
RT:22.7 min

70e2] BIREIRER 254 nm
{ GA0.2mg/mL GA \
s0=2{ PP0.05 mg/mL RT:15.0 min
5.0e-2 | |
4.0e-2] \
3.0e-2] H | \
2.0e-2] }
1.0e-24 / \ \!
00 b I I U N C—
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 2200 24.00 26.00 28.00 30.00
8 RAEHERDRENR UV Z7u~t 7' J L4
010+ —
] DEEE>1.5
o
00&: 5]
o]
o
2 ]
00e]
] <L
00?__ O
] 6]
oo ] AN
o.m' 5'm' Imlﬁlﬁll '15!_130' C '20!03' C I.?ﬁ.:ﬁlﬁll C 'm.r:o

9 DIEM A BT % 2T LVEREMER IR O UV 2 a~= k7' F A
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