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# %~ (ARNEBIAE RADIX)
- R

CHRER AR

(- ) HPLC &k B2 K78 4=
Agilent 1100 series> ¢ 7z Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; % 45 ¢ += Agilent ZORBAX SB-C18 Column
(250 x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC » & 7 Binary Solvent Manager ~
Sample Manager~PDA Detector; & 17 ¢ 11 Waters Acquity UPLC BEH Cis
(100 x 2.1 mm, 1.7 um) °

ZRRERE PR K

(- )
¥ f%(99.9%)fp ** Duksan Pure Chemicals ; [3 it Bt p ** Duksan Pure
Chemicals ; 2 % (99.9%)pp >+ Sigma-Aldrich Co. » ¢ fi%(95%)pp *+ &

}5]9 i1 \—ﬁ ¥ 2 N éj o

(=) &5
& 5o fE¥% ¥ % (Acetylalkannin) > AR R R
(([3,B-Dlmethylacryl)alkannln)E&B 3By } 2 B 98%I b oo

T~ AR

(=) ¥ ms
BeA R AT B F A0S g B S0mL = &40
AFESe » 7~ T5%T FE > o R T5%e FRAef R L 25 mL o ALF LR
I AU (5 % 300 W o 4F 3 40 kHz) 30 4 48 > 2 4715 12 No. 1 i 5B i -
B8Rk 4 3 B i R (syringe filter, 0.45 pm) > 18 o & £ 10 uL 72 » B
peie e 4P & 47 R(HPLC) » 12 #rip] 18 2 R B b < Lo 6 ff 5 B B8 &
E SR

(=) 5= %
AEB RG0S g HAEFE > B S50mL = 407557 > Mt
AR 25mL o A2 i B ASE(# % 300 W o 4F & 40 kHz) 30 4 48> 4
#riz 12 No. 1 g8 Jaik e [ ik 2 25 mL > 3 3 £ 18/ (syringe filter,
0.45 um) » Bejfif » @ o & 4110 pL i » HPLC » A ENA £4F 1 it



S A FT o B FG S ARE B 2 5 Sk i B

(2) HEREESB R
Pk 5o fpl & % (Acetylalkannin) > 722 BB-2 7 A 4 fipfe £
# ((B,B-Dimethylacryl)alkannin) & #f F2 £ 2_1.0 mg> & 4 » 1 mL 9" f& >
B =% 1mL 7 ¢ fig% ¥ % (Acetylalkannin) 1000 pg s 8 562 & 3 7% -
A& 1 mL g BB-= 7 AR AR + % ((B,B-Dimethylacryl)alkannin)
1000 pg stk -8 8 3 i > 20 B0 P B D 80 pg/mL B R AR

—)grr%'/{:.‘ e

(2 ) &3 R
Beh g A(GE 20 5LE )6 0.5 g A Al B SOmL 44255g ¢ >
MAE4 ~ [k 25 mL o 42 A R ASL(# & 300 W+ 47 2 40 kHz) 30
A4 I No. 1 g AR I 25mL 2 T ##7 > %A@ I %R 43
£ 38 (syringe filter, 0.45 um) » B~jmi > FiE o

N

() Bl

&

) R P it PR AR S8 R~ fR &%k 10 ul o 2~ HPLC - iRl
oo AR AR 0R Y ¢ Y X 2 (Acetylalkannin) 2 BB-= 7 A
f fief? + % ((B,B-Dimethylacryl)alkannin)sh g & » {8 o

() wER

R B0 g% 3 % (Acetylalkannin) - 5% & 4 /% (1000 pg/mL)
FE T AR Y F o A% 3 % (Acetylalkannin) A %] 5 400 ~ 200 -
100 ~ 80 ~40% 20 pg/mL ek 504 7% o 12 F AR 2 B [0 ul & B2 ~
HPLC {7 2 & A 47 > I * 8 &2 % 6 f(y #h) IR &2 k& (X
fh)iE Fattw b o & R F R A2 2 AR ymaxtb 2 AP M ik R?-

RSP BB-2 7 AR % AR + % ((B,B-Dimethylacryl)alkannin) %
B RGEH 73R (1000 pg/mL)ig & 29 FRAFRE A 7 BB T AR A
F? + % ((B,B-Dimethylacryl)alkannin) 4 %] 5 400~200~100~80% 40 pg/mL
SR M A 0 02 bRk 2 B~ 10 uL A W1 » HPLC i& 7 2.8 4 47 > 1
AR 2 U G AR (y ) o iR 2 R R (x h)iR T AU W §F o 3R

F Mz 2 425N y=ax+b w g M 28 R? -

(=) Mk
o fg¥ &% (Acetylalkannin) ik & 5 80 pg/mL 2. ¥ e R 503 %
@RI & e iR ¥ (Acetylalkannin) sk 6 Ff 5 iptk o
PHEHRE L o 0 BB-= 7 AR fiele + % ((B,B-Dimethylacryl)alkannin)
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KR 5 80 pg/mL 2 ¥R AR SR Rl Fe kT £ 1 BB-o T AR
fief? + % ((B,B-Dimethylacryl)alkannin) s ' & fif & 4p 15> & 00 4p $HE 8
Z o

() F R R

LERM P - 303 BETR A RETRSBRAR > 2T WA
P I e SRR 0 B HRIBI R 1 ¢ g% XA (Acetylalkannin) v 2 B,B-=
7 AP ikl + % ((B,B-Dimethylacryl)alkannin) s 3 £ (%) 7 45 1% - f )
PR L -

2RI IR - BEETRH A RETREZRAR S ZUAE TR
Sen o B A 02481624 ) FFEERRIT UL fipk X R
(Acetylalkannin) ™ % Bp- = * A 7 FofE e + B
((B,-Dimethylacryalkannin) ek 4 & f# 5 43 4 > F 4149 $HEE £ -

(1) HipiErde T 4B k%
183 J *(limit of detection, LOD) : #-2 sk & 2 fﬂ—grmp A ET
ﬁ"ﬁ% A BRI 5 =3 P2 kR 0 TR BRHEGTE 2R
1&*(limit of quantitation, LOQ) : #-¢ 4rik & 2 #& % 575 /% # 47/F# >
FOUMEA L =10l L ER (s R BRI E

() Fptew e d ok

B~e sro gk ¥ % (Acetylalkannin) 7 B hd KB R 9 025 g
MEEFLET o 4~ B4 » 1 mL 02 fig% ¥ % (Acetylalkannin);3 ;% (1000
pg/ml) » 3 et &% Tl 2 3 TR e

P2 dv BB-= 7 AR YRR + % ((B,B-Dimethylacryl)alkannin) ;;? %
Ol X B AN 025 g0 HAEALET 0 A N4~ 1 mL BB
# [ f fiefe + % ((B,B-Dimethylacryl)alkannin)i3 i% (1000 pg/mL) » I ¥ 1&
AR R TR .



(+ - ) HPLC & 7% i+

1. k47 ¢ * ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥%&iplAE 516 nm
3. s#i# ¢ 1.0 mL/min
4, ”F." HEE CFR
5.4~% 110l
6. #HAp -
P ¥ (min) & % (%) 0.1%° 7 (%, v/v)
0 70 30
40 70 30

(F=) 4@ ez ERT

el BT EMHRBSIRAF CZUT RSB R B
10 pL 3@ 5 = 443 » HPLC » #717 T 32005 o ff ik fipdse T 2 5835 3 4%
& ¢ fie % % % (Acetylalkannin) v Bf-= ® A 3 % i 1P + B

(.L

((B,[3-Dlmethylacryl)alkannln)mp Az E

Z ) ¥ ¥ &2 UPLC K 47 if

o

1. & 47 ¢ : Waters Acquity UPLC BEH Cis (100 x 2.1 mm, 1.7 um)
2. #PIAE D516 nm
3. i 0.4 mL/min
4. FHE R 1 25°C
5.2A>% 1 1.0puL
6. #é4p -
P [ (min) z % (%) 0.1% 7 f& (%, v/v)
0 70 30
10 100 0




7 2%
(=) -2 5o % ¥ 4 (Acetylalkannin) 2 BB-= © 5/ % et + %
((B,p-Dimethylacryl)alkannin)z. HPLC & 45
WHE TR 123 A &A% 7 ¢ fe% ¥ % (Acetylshikonin) & # &
E (R =) -

¢ f% % % (Acetylalkannin)

/

|

} |

o w,“\‘_ v USSP RR——— & - -~

min

Bl- A%y 2 (Acetylalkannln)%ﬂ —Frwp i HPLC & 47 @)

WF G REE 305 Aﬁf‘%FTBB R T G 4
((B,B-Dimethylacryl)alkannin) % % - 4% (B = ) °

BB-= 7 AP fpelr+ ® |
((B.p-Dimethylacryl)alkannin) |

0 ﬂww\rﬂ‘wﬂwWwwwwwwdww“\wm T T P

Bl= ~B.B-= 7 A[ % Aefe + % ((B,B-Dimethylacryl)alkannin) - &% i%
2. HPLC % 5 ]
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(=) @ &% %452 HPLC 4 47
WF TR 123 A 4B T ¢ % ¥ 2 (Acetylalkannin) i % 5. e
B LR L R=183F E FF LA T=1.1"35%4 kS * & fp
FRFEGTERE 305 Bl BB T AP e T B
((B,B-Dimethylacryl)alkannin) % % &-cd % > 235 5 R = 7.6 » 3 £ 7]
FLT=1138 55" HE £p o (B2)

¢ f% ¥ % (Acetylalkannin)

\ Bp-= 7 AP fhel+ #
((B,B-Dimethylacryl)alkannin)

D

| .

i
I | |
1 \ 1 i /\ .

i
O—W\”AI»" WM«"\MMJ ‘\w‘ww \w,«w\wwmwuww" \WNW.J \\WW\M/’ \'-,Ww/ \MNWWM.
f

Bz~ &% ¥4 &2 HPLC 4 17 R

(Z) FPp4ma
VAR AR GOREEPE 0 B E B4R o fp¥ X £ (Acetylalkannin) 4 %
B.p-= 7 A % fiel + #((B,B-Dimethylacryl)alkannin) A % & f# B < >
o T A N S S s

- ~ 2 RSB e AR X F (Acetylalkannin) ik & 6 f4

B4 HE A Bt 5
" A% 411.8

70%® fiE 366.1
o % 416.0

70%2 f% 374.8
i i 4443 \
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’nB!S]:"'r

i

2 R BB B R BB
((B,B-Dimethylacryl)alkannin) ;& % & 7%
RS HE FE R
v f% 980.0
170%™ f% 796.1
¢ % 1014.9
70%2 [ 873.5
[ e 1051.2 \
() FPSdd R
% 9‘2?“? FPB— KA A e T g% 3% (Acetylalkannin) 4 2 B,B-
= P AR Y Aefe & % ((B,B-Dimethylacrylalkannin) 3 B~ % 2 (5B~ 5 4 3%
99%)
2 W R P B2 ¢ g% ¥ % (Acetylalkannin) it £ & #f
NI ER N o fig % % % (Acetylalkannin) g % & #f
F- =% 464.7
o= N.D.

e cHTREFERY R PP T AP e #

((B,B-Dimethylacryl)alkannin) ;4 ‘& & ##

RIS 3 B.p-= 7 A Akl + ®
= ((B,B-Dimethylacryl)alkannin) ;4 ‘& & ##
A4 _ :,K 1102'1

ro N.D.

(1) &% 52 % ¥ % (Acetylalkannin)fe B,3-= 7 A 7 % fighe + %
((B,p-Dimethylacryl)alkannin) 2. # & 4%
57 kiR T fE% X % (Acetylalkannin) (x)% % p & 47 % G ff <D
5 r@m (y) 4712 ¥l et B 5= 4255 5 1y = 8.0863x +0.4889> RZ = 0.9999 »
BT kB B 20-400 pg/mL 3 243 ens B (Bl ) o

12



y = 8.0863 x + 0.4889
3000 - R? = 0.9999

0 T T T T 1
0 100 200 300 400 500

JE B (ug/mL)

Bz ~ ¢ fp% ¥ % (Acetylalkannin) 2z ¥ £ 4§

47 ~ o fp% ¥ % (Acetylalkannin)z. ¥ & % > £25¢

HERE S kR (ugmL) | s v ES A5 R
¢ ‘E"—/? P—/%
A jh . 20400 y = 8.0863x+0.4889 0.9999
(Acetylshikonin)

£ RRRE BB-= 7 AR W Aefe + % ((B,B-Dimethylacryl)alkannin)
¥ & BT G fhr BE)TEIORERD S 1y =
11.5099x — 19.3882 » R*=0.9998 » & 7% }k & % 40-400 pg/mL § 2 4%
MMM (BT

4500 - y =11.5099 x - 19.3882
R?*=0.9998

0 100 200 300 400 500
JE B (ug/mL)

BlZ ~BB-= 7 A[ % Aefe + % ((B,B-Dimethylacryl)alkannin) 2. #& £ 4[]

13



%2 ~BB-= 7 AR el + % ((B,B-Dimethylacryl)alkannin)2_ #& & > 42 ;¢

HEEE S kR (ug/ml) | spEw s fe s LS

B-= 7 A ARt ®

. . 40-400 y=11.5099 — 19.3882 | 0.9998
((B,p-Dimethylacryl)alkannin)

(=) £ RAEE MR R
FoSHRHT > JI* HPLC T B cffmi 24 » e % i #
(Acetylalkannin)## /e & 2 Ap¥HHE# £ 5 0.83% > £ M2 Ap R BE L 5
0.64% » % i i * & fp o
FEEET > I HPLC & i 2 2 245 > BB-= 7 Af
“f fif7 + % ((B,B-Dimethylacryl)alkannin)## 7z & 2. 4p $ &2 £ % 0.74%
E M2 PEIEE L 5 0.75% > 50 ks ¥ R R o

B
I
-

(=) RBERE®
§ AR e R E R (Acetylallannin) & 24 R ERL
PEEEL S 161% i LB | o FOrF RSATIMG 24 J PR R
SRV S 4 N
do% kT o @ o BB 7 ROA G el +o#
((B,[3-Dimethylacryl)alkannin)" 24 R RO EEEL S 111%
RULR ) FAFRESAILRA 2 PR Y BlE A LR

(~) HpHE e TR RUGER
z fig¥% % % (Acetylalkannin) i 2| #%& *2(limit of detection, LOD) % 5
pg/mL (B = ) > 2% #%&*(limit of quantitation, LOQ) 7 10 pg/mL (B]- ) °

mAU

v fig¥% % % (Acetylalkannin)

\ | /

{M;ktwi \ 1“)@2 N
‘ W &wu il
h \f "’ M Wl( JW\ NM W(,W

' Mwm i
WWW‘W WW ‘WLM;‘M i Jﬁ. i ‘W’“\W My

W= ~ ¢ fie% ¥ % (Acetylalkannin)z. LOD % 7 B
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OWW WWW\\WWWMWM LWMkhWWW"#%A\,viM’#,",WWMMWWW\WM}"M’M‘rh‘ﬂf ’L“A"‘IMWMMUWMW\M*

¢ ¥ % % (Acetylalkannin)

/

|
|

Bl- ~ ¢ fie¥% & % (Acetylalkannin)z. LOQ % +7 B

20 25 30 35 min

B.p-= 7 AP % Aefe + % ((B,B-Dimethylacryl)alkannin) ¥ 7] #& *2
(limit of detection, LOD) = 10 pg/mL (B ~) > Z & & *TL (limit of
quantitation, LOQ) 3 25 ug/mL (B4 ) -

B.p-= 7 AR Akl +
((B,p-Dimethylacryl)alkannin) }I

|
| !
| M AP MMW*MM it

;

"M

min

B~ > BB-= 7 AR Y Aefe + % ((B,B-Dimethylacryl)alkannin) 2. LOD 4 17 ]
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|
|
((B,p-Dimethylacrylalkannin) /\
|
|

]
"l MV WA@;M"fnmw.m’%v.M"w\"“‘*‘%}‘.ww‘km"““”r*'w"*-w”ﬁ“%mf“w'i”\w'r”‘*‘*""‘vﬂr“‘”*”ww Wttt i
Yl

B4 ~BB-= 7 AP % Aefe + % ((B,p-Dimethylacryl)alkannin) 2. LOQ 4 17 ]

e e

4 = ~ ¢ fp¥% ¥ % (Acetylalkannin) £ 78 & 5 & 17

¢ f% % % (Acetylalkannin)
W BIIE B —
kR R.S.D. (%)
HARE  (n=5) 80 pg/mL 0.83
£ R (n=5) & &% % (No.9) 0.64
EE (0=6) ¥ 7% 7% (N0.9) 1.61
R (n=1) 5 ug/mL -
TE &' (n=1) 10 pg/mL -

A~ BB-= 7 AR el £ % ((B,B-Dimethylacryl)alkannin) & 57 & 2% 4 17

N B.B-= ¥ 3 ' fiefe + % ((B,B-Dimethylacryl)alkannin)
fr e kB R.S.D. (%)
wrER  (n=5) 80 ug/mL 0.74
£ R (n=5) e &% % (No.9) 0.75
T (n=06) # &% % (No.9) 1.11
BT (n=1) 10 pg/mL -
T E %' (n=1) 25 pg/mL -

(L) ptew o s
e fit% % % (Acetylalkannin)-T ¥a% e & 95.9% » Ap ¥R % £
2.77% o

16



CRANE Y S

% (Acetylalkannin)i *r ¥ & x

ey EHHE | 738 |28 | REE | wiF | Twfed | RSD.
(g) No.9) | (mg) (mg) | (mg) (%) (%) (%)
1 0.2519 1.026 1.0 1.960 93.2
2 0.2527 1.029 1.0 1.978 94.2
3 0.2509 1.022 1.0 1.991 96.7 95.9 2.77
4 0.2509 1.022 1.0 2.023 99.9
5 0.2522 1.027 1.0 1.970 94.1
#Ae BB-= 7 AP Y ARfe + 8 ((B,B-Dimethylacryl)alkannin) * 32w

125 95.6% > Ap $HHE IR £ 1.98% -

BB T AR f fiefe —+ 5&‘*(([3,B-Dimethylacryl)alkannin);',’J% dr T
ey EHHE | 738 428 | REE | wiF | Twfed | RSD.
(g) No.9) | (mg) (mg) | (mg) (%) (%) (%)
1 0.2511 1.180 1.0 2.151 97.1
2 0.2508 1.179 1.0 2.110 93.1
3 0.2507 1.179 1.0 2.156 97.8 95.6 1.98
4 0.2504 1.177 1.0 2.123 94.6
5 0.2524 1.187 1.0 2.142 95.5
) ot ERT 7 ER T

10 $+% 3 & 44 2. ¢ A

¥ % (Acetylalkannin) 7 € B % % (3% &)

drd L - i ’wf" B 8 2 M H B P H e M BH L RN X

(Acetylalkannin) Z £ 354 3% 0.32~0.57%2. B c 223 % X #FH ¢ ¢ fp¥ &
% (Acetylalkannin) 7 3 & 7 {8 5 3% 0.30% o 2 e fph & 2
(Acetylalkannin) ;s 4 3+ & )@7» %3~ 9000 (F % & 5 18000) -
Fot— ~ 5P BRI &2 0 fe% 3 # (Acetylalkannin) 7 £
¢ OB s o fRl &R ¢ B S R

(No.) (Acetylalkannin) 7 & (%) (No.) (Acetylalkannin) 7 & (%)

1 (CD) 0.32 6 (SC) 0.44

2 (NF) 0.57 7 (SE) 0.45

3 (NJ) 0.50 8 (SG) 0.23

4 (NN) 0.52 9 (ST) 0.46

5 (NR) 0.35 10 (LL) 0.44

17




0.40~0.64% z_ ¥
((B,B-Dimethylacryl)alkannln) K3

- v

10

R X F H
((B B-Dimethylacryl)alkannin) FR R

7
~

B’B_ .

Bt ¥

Bk (% S)hod - = 7 o BB

AR ﬁ’lgn_ P+ % ((B,B- Dlmethylacryl)alkanmn) =IO

ERETEHY BB 7

!_7\%,")";’:‘

Bp e+ #
0.35% o 3% ek B.p-

7 [ fife + % ((B,B-Dimethylacryl)alkannin) L % 3+ & Jis 7 #43¢
9000 (¥ ¥ & % 20000) -

AL AT BT RS
((B,B-D1methy1acry1)alkann1n) 7 £

ERF U LEE"

vOEE L B B’B':'E’ &ﬁ%%—w—;% ¢ L BE Baﬁ‘:'g %ﬁ'{#ﬁ@w‘{;%
(No.) ((B,B-Dimethylacryl)alkannin) (No) ((B,B-Dimethylacryl)alkannin)
£ (%) 2 (%)
1 (CD) 0.54 6 (SC) 0.53
2 (NF) 0.60 7 (SE) 0.40
3(N)) 0.56 8 (SG) 0.40
4 (NN) 0.64 9(S)) 0.53
5 (NR) 0.42 10 (LL) 0.54
(=) #1043 &4 5 F 42 HPLC 45 W3

18




mAU _|

2.8 % ¥ # (Acetylshikonin) -
N
IS Y. | S (. T
700 Bp-=FARBEFIFF &
4 ﬂ (B.p’-dimethyl-acry-lalkannin) /\
____sz\__.___f\_\_ﬂ__)k_____m__k___//\h_/ e R
8

600 —

5003 ’ A jL P o |
400 ~ - e jL A A
yﬁ*w e = = - A M/ \ /

300+

AN

\

i
I AN
e :
100_: MJ JU\V

,—&j 1
:__Jva fL /\/\

L e e B S e e e e I e e e e e L s e e e T e e LA s
0 5 10 15 20 25 30 35 min

Bl ~ 10 4% 5 %42 HPLC 4p ¥ Bl

(+=) HE & k& % (Acetylalkannin) 2 B,8°-= 7 23 % fife + %
(B,p’-dimethyl-acry-lalkannin)2. UPLC % +7
WFE TR 1.86 A 4k T ¢ i ¥ 2% (Acetylalkannin) & # &6
HE (RS- ) WF TR 398 sdiadfr BB-- 7 AR ke ®
((B,p-Dimethylacryl)alkannin) & 2 5. e 4% (B -+ = ) o
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1.00

0.80

AU

0.407

o.eof /

v fig¥% % % (Acetylalkannin)

0.205
0.004
030' T 1,60 2.00 ' '3,60' T '4.60' T '5,60' T '6,60' T '7,60' T '8.60' T '9.60' T '10.00
Minutes
B+ - ~ ¢ % ¥ % (Acetylalkannin) & # 573 i 22 UPLC % 47 B
0505 B.B-= 7 [ fiefr + B ]
040 / ((B,B-Dimethylacryl)alkannin)
0.30%
2 1
0.20?
0.10%
0'004““\““\““\““\““\““\““\““\““\““
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

B+ = ~B,B-= 7 A[ % pefe + % ((B,B-Dimethylacryl)alkannin) # % &-i%

i 2. UPLC & 1+ Ml

(+=) % 8% ¥ie&2 UPLC A 47
WFE TR 1.86 4 4JkE T ¢ i ¥ 2% (Acetylalkannin) & # &6
W o TR TR 397 S AN B T AP Gt #
((B,p-Dimethylacryl)alkannin) & & 5. & 4% (] - =) -

0.15

0.05-

0.00-

0.10 /

@‘

v fig¥% % % (Acetylalkannin)

Bp-= A AR F
((B,p-Dimethylacryl)alkannin)

Bl = 7 &% 3 fa &2 UPLC 4 17 B

(2 ) ¢ fied % % (Acetylalkannin)fe B,B-= 7 A& [ % fisfe + #
((B,p-Dimethylacryl)alkannin) e & ;% 22 42 3 §
o Fp¥% ¥ % (Acetylalkannin) 4~ &+ 3¢ @ CigHisOs 5 4 + & : 330.34 ;

43 8L 81-82 °C
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B.p-= 7 AP % fefe + % ((B,-Dimethylacryl)alkannin) # + 3%
C2iH206 3 # + & 137040 ; "3 8 : 114115 °C
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(+1) o fie% ¥ 4 (Acetylalkannin)fe B,B-= 7 B3 % figfe + %
((B,B-Dimethylacryl)alkannin) 2.

o)
OH 0O H/\\‘/

O]
OH O

B+ e 2 fRd § % (Acetylalkannin) 2 % 4

OW
OH 0y &

OH O

=

-3 ~BB-= 7 AP AR+ #((B,p-Dimethylacryl)alkannin) 2 & 4
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(+ =) 2 fg% ¥ % (Acetylalkannin) 'TH NMR ] 3%

Acetylatkannin
g
@S
=g
-
s
- '
/ |
- |
L s L L
P SR LA
i I g T o S e T ; d
13 12 11 i0 £l 8 7 8 5 4 3 2 1 pim
T e e
$.20 2,18 7.9% [

Bl ~ ¢ fE% ¥ % (Acetylalkannin)z. "H NMR ] :#(CDCI5)

(L =) B,B-= 7 & [ % fele + % ((B,B-Dimethylacryl)alkannin) = 'H NMR B :#
i

a-Binstiylaceyjatkanotn

)

N
{ | ! 5 /A
11 10 3 8 ? 5 5 4 3 H : bpa
T e s T
3.14 F.1F 9.94  48.8%

1z

B+ = ~B,B-= 7 AP % fkf + #((B,B-Dimethylacryl)alkannin)2 '"H NMR B

(CDCly)
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(+ ~) ¢ fg% ¥ % (Acetylalkannin) 7 '°C NMR ] %

e 1108, 212

Bt~ ~ ¢ fp% ¥ % (Acetylalkannin)z. 3C NMR §]:# (CDCls)

(+4) BB-= 7 &[4 fiefe + % ((B,p-Dimethylacryl)alkannin) 2 C NMR ] 3#

léﬂ 188 14n 128 190 an (11 an 28 ppE

B4 ~B.B-= " A 4 fiere + % ((B,p-Dimethylacryl)alkannin)2. °C NMR H]
7 (CDCls)
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(= L) © fp% ¥ % (Acetylalkannin) - EI-MS )%

Thermo DSQ {F 7/22/2016 8.55:30 AM C\Xealibun . \2016\Acetylshikonin
EI-MS

Acetylshikonin #105.108 RT: 2.86-2.84 AV: 4 NL 1.9888

T. + ¢ Fult ms {50.00-850.00]

100
9
90
85
80
75°
70
65
. 2ene
55
50
45,
35
30
25
204 55,14 R 27122

77.07
15 9714 1on.05 190,11

111105 g o 18300 189.09 | 25950 .

219.07 270.14
89,11

Relative Abundance

10

:165.10 217.1{ H 27223 230.24

150 200 250 " 300 350
miz

Bl- -+ ~ ¢ fp¥% % % (Acetylalkannin)2. EI-MS ]

=+ - ) BB-= " AP el + % ((B,B-Dimethylacryl)alkannin) ¢ EI-MS B 3#

Thermo DSQ | 7/22/2016 10:20:43 AM Ci\Keadiburl. \Dimethylacrylatknnin
£I-MS

Dimethylacrylalknnin #103-115 RT 2.80-3.13 AV: 13 NL: 2.61E8 .

T: + ¢ Fuli ms [50.00-850.00]

100+
g5 :
o0
85

80"
75
e
65

60
55-:
50

45+
40

35

30
257
20 271.18

270.09

25510

Retfative Abundance

157

B 5215 25616

5% | 272.10
21425 a7 47 ariap 28818 30219

370.26

260 260 2ve 280 280 800 3l 320 330 340 380 360 370
iz

B= -+ - ~BB-= 7 A % fere + % ((B,B-Dimethylacryl)alkannin)2. EI-MS Rl
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(= -+ =) z fa% ¥ % (Acetylalkannin) = FTIR B8] 3

:: w [7 r}M| L
L{] M ‘l‘ YR

%Transmittance

91

93 R ‘ I |

92+ | ‘ “ | af?‘? ‘H ﬁ
| R
|

3435.42

173898

1619.97

4000 3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)

Bl=- -+ = ~ ¢ fg% % % (Acetylalkannin)Z. FTIR )%

=+ 2 ) BB-= 7 A pefe + % ((B,B-Dimethylacryl)alkannin)< FTIR 5]

8 fo R .
84 ,—»"”Kqﬂ ) TM‘ Mll‘:f r| ‘\- \ |
vl ”M T m Il U‘ )
82 | Ilil . j.f ‘ : 1 || “i"l“r .“I | "\{I' ‘ \f
i VN Y | I f s {
i 1 P IRFUSl .
WAL MY |
ST ..
e o e g3 8 | JL‘- Y
76- \l g gz o ‘ ‘ﬂa@g‘ H @ ®
. 2 8 & i3 385 1] "¢
g M! g . ‘ ‘
s 7 §
g \
] ‘ b \
P8 g ¢
£ o = =
g 68 = { & T
66| \8.
=
64- &
oS
2
80 3
] F
56-
54
4000 3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)

Bl= -+ = ~B,B-= 7 AF el + #((B,p-Dimethylacryl)alkannin) 2. FTIR B¥

26



(= +w ) ¢ fp% % 2 (Acetylalkannin) = UV B 3#
Abs

095
0.90
.85
080
Q.75
076G -
065 .
260

0.55

950

045

040 /N

035 J | ‘ /\
030 7 \
025 \
020
015
0.10
0.05 |
000

300 400 300 600 700 800

Bl- +w -~ ¢ fg% & 2 (Acetylalkannin)z. UV B ##

=+ 3) BB-= 7 AR % fere + % ((B,B-Dimethylacryl)alkannin) s UV Bl +#
Abs

0.95
0.90
.85
0.80
0.75
0.70
0.65
0.60
055 |
0.50 J\I
0.45 { '
0d0 |

_'\\/
035 /\
030

0.25 \

020

015 -

0.0 /

0.05 - T

0.00 - - : -
300 400 300 600 700 800

Bl= -1 ~B,B-= 7 A[ % fefe + % ((B,B-Dimethylacryl)alkannin)2. UV Rl:#
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= -+ 2 ) ¢ fig¥% ¥ % (Acetylshikonin)ehda ~ g1 B =43

OH O
¢ f% % % (Acetylalkannin)

%+ = ~ ¢ fp¥% % 2% (Acetylalkannin)z_ & ~ & i* & =4 (CDCl3)

position ou (600 MHz) oc (150 MHz)
1 176.66
2 148.21
3 6.97 (d, 1.2) 131.46
4 178.17
5 167.00
6 7.168 (d, 9.6) 132.90
7 7.163 (d, 9.6) 132.75
8 167.53
9 111.83
10 111.58
11 6.00 (ddd, 7.2,4.2, 1.2) 69.52
12 2.59 (m), 2.45 (m) 32.83
13 5.10 (m) 117.66
14 136.13
15 1.67 (s) 25.76
16 1.56 (s) 17.94
I 169.77
2! 2.12 (s) 20.97
5-OH 12.41 (s)
8-OH 12.56 (s)

4(Multiplicity, J in Hz) in ppm.
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=+ =) BP-= 7 AR efe + % (BB -dimethyl-acry-lalkannin) i@~ B i

g%

OH O
B.p-= ¥ A f fiefe + % ((B,B-Dimethylacryl)alkannin)

v ~BB-= 7 AR ARfe + % ((B,B-Dimethylacryl)alkannin) 2 & ~ g% i+ §

>4 (CDCl3)*
position ou (600 MHz) oc (150 MHz)
1 177.49
2 149.05
3 6.96 (d, 1.2) 131.60
4 178.99
5 166.29
6 7.16 (s) 132.60
7 7.16 (s) 132.46
8 166.84
9 111.88
10 111.61
11 6.00 (ddd, 7.2, 4.8, 1.2) 68.64
12 2.60 (m), 2.46 (m) 3291
13 5.13 (m) 118.01
14 135.84
15 1.67 (s) 25.75
16 1.56 (s) 17.96
I 165.27
2! 5.76 (m) 115.27
3 158.95
4 1.92 (d, 1.2) 27.57
5’ 2.14 (d, 1.2) 20.37
5-OH 12.41 (s)
8-OH 12.58 (s)

4(Multiplicity, J in Hz) in ppm.
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~ 7
#3 7 ¢ @ ARNEBIAE RADIX
~ % : Arnebia Root
/R *l‘«“_vr #+ Boraginaceae 1 4~ #73E% Arnebia euchroma (Royle)
Johnst % % % Arnebia guttata Bunge 2- 32 % 12 -

ﬂ,"""‘b—

(-) B &E3R [F5221)BaHL5° FL 5% - m2013; igbd 24
A& frR & L 2015)
— B A E k0500 de ke v 20 ML A2 ik AT 20 4
s @ RESEL I AR L e R ImL #2034
LS Pt R
(552 22) (B&4E7 EHEES )
— B A Ek 10g0 4o e b 10 mLo A2 ik AT 30 4
s RRESEL I AR R e R ImL #2034
FLtR&BIR o
[57223) (0 FR#)Y
— Pk Sk 1.0g0 4ee fhe fia 10mL s A2 ik AJZ 30
A R PYRIR TR RSB

(=) #EfEs  Peped %% (Acetylshikonin) 2 B, f-= 7 A f fiefe +

% % (B, B-Dimethylacrylalkannin) 4 pe 4% & 5. » 4c ¢ i o fig 8
& 1mL g 05mg &g i o 105 SRR 50 o
=) #& % +H HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm x 10 cm
() B B & [EBEE#H 1] (247 4L 5% -% 2013; 249 4 3 1

feR & 2015)

—riwiPF oo i (5:5:05:01)
[EmH 2] (B4 % FHEEs-p)Y
_J}-E“{”‘;:bﬁ’ibﬁ%:gﬁﬁ (9;2:0.2)

d

(z) 2 B # 10cmx10cm~20cmx 10cm
(=) E B OERRIEALTHE 1544 ITER > EFIEH8om:.
() Ed &&AR AL AE 365nm 2 & ER BT AR o
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S FEERZERPIFE

F 5% p ¥ : 105/07/26

Ap¥+i% & (RH) : 66%

B R (RT):28°C

[ER#2) (B4 57 BHEES2p)—D 2 e oy " (9:2:
0.2)

¥ i i £
1-2-3 v f % ¥ % (Acetylshikonin) (0.5 mg/mL) 1>2>5uL
Lis s p.B-= 7 A s+ 205
(B, p'-Dimethylacrylalkannin) (0.5 mg/mL)
7:859 a4 [k 1) 2:5>8uL
10> 1112 Va4 [5532 2] 2:5>8ulL
1314515 s d [5822 3] 2°5>8uL

EREF AT RSB P o e RS RE TR 2 B2 T
RGP+ R A d S E T R R [Fe 23]

e R o fR% X & (Acetylshikonin) -3 53 % 2 uL 0 B, B-= 7 A3 U fife
~+ % (B, p-Dimethylacrylalkannin) &% &2 ;% 5 ul> & &2 % [ 55> ;2 3]8uL -

-
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VA RRESR

F 5% p ¥ : 105/07/27

A ¥ & (RH) : 61%

B RE(RT):26°C

[BEA 1] (L% FL %-%2013; g4 7 F4 L fe@EL 2015) —=n
el P Yl oo gt PR (5:5:05:0.0)

[5523) (8 F®%)—HPTLC % ¢ %(365 nm)# 4! (2 fie%k ¥ % R &
5049 P, B2 7 A7 e+ % Reig i 0.65)

[(ERA 2] (Ba4kY FHFEFSAP)—Demiopof: "k (9:2:
0.2)

[5P=2 3) (p 7 # %) —HPTLC % ¢ £(365 nm)#% # (¢ fit% ¥ % R e
5 053+, B2 7 A[F AR+ % ReiE 5 0.66)

1 : Blank

2 1 ¢ fig¥% % 2 (Acetylshikonin)
3:B,p-= 7 A[ Ypele + #(B, p-Dimethylacrylalkannin)
455 w&iBik 4

6 : Spike

FRAB AR T [FR 23] 2R 2 HBERABER FV S SRIRY A4
SR No@EE R BP-- T AP GFRFE R ad BB BHERRGT
i AR AR Y EHAREY 2 [E R A 2]

o
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o BRC NEHR

9 =% p ¥ 1 105/07/27

A ¥ & (RH) : 61%

HERE(RT):267C

[EE#2) (4487 EHEES 2 p)—D eI fLf P/ (9:2:

0.2)
[55-=2 3)(p "E%w) —HPTLC [%®=;x 3] (p i"# %) — HPTLC
G L % 7h k(254 nm) &

-—eee
o $ 3

[57= 2 3] (f "B %) — HPTLC
¥ ¢k k(365 nm)is )

1 : Blank

2 1 ¢ fig¥% % 2% (Acetylshikonin)

3:B,B-= T AP Y ARfe+ % (B, B-Dimethylacrylalkannin)

45 wm&B iR 4

6 : Spike

R GV At b (365 nm) AL E B LR N TR R IEF 0
PR 2 o fig % ¥ % (Acetylshikonin) 2 B, B-- " A A AR + % (B,
B'-Dimethylacrylalkannin) & % &.zz 2t -
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I~ rFESRR
# 5% p ¥ : 105/07/28
Ap %% & (RH) : 59%
B ERT):27°C

[ERH 2] (B&4EY BHEES P )—L ¢ !

0.2)

bﬁj{;cﬁ;};aﬁjﬁ (9;2;

[55 -2 3) (p 7B %)—HPTLC % ¢ k(365 nm)#

Blank

1
2 v F% 3 % (Acetylshikonin) (0.5 mg/mL)
3 B, B-= ® A % pefe + % (B, B-Dimethylacrylalkannin) (0.5 mg/mL)

AN

5 | # &5 1(NF)
7 | ¥ &inar 2(NJ)

o | o

89 | 53 3(NN)

N

10-11 | # &3 7% 4 (NR)

12-13 | # &7 7% 5(CD)

14 | Spike (& &% i 4)
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B e O 1 Obaliloal D 13514

Blank

1
2 v F% 3 % (Acetylshikonin) (0.5 mg/mL)
3 | B,B-= 7 [ Y pele + % (B, B-Dimethylacrylalkannin) (0.5 mg/mL)

455 | # &5 i% 6 (SC)
67 | #5327 (SE)
8:9 | &&i5ik 8(SG)
10-11 | # =72 7% 9 (SJ)

12’ 13 ’}7& r‘?c"'/y‘; /]Q 10 (NC)

14 | Spike (¥ &% % 4)

BHmEER VP FRFL [FP223] 3R I UBEFEY FHEES
Pz [BEB#2) A3y mﬂ}“” (Acetylshikonin) 2 B, B'-=  Zk 5 *f fisfe
+ % (B, p-Dimethylacrylalkannin) & B ;3 4% i f i i » >t 4% #b k(365 nm) ™ & 4R

l‘+%$§§? °
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