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(- ) HPLC &k B2 K78 4=
Shimadzu LC-2050C 3D # 7 Quaternary pump ~ Autosampler~ Thermostatted
column compartment ~ Diode-Array Detector ; 4 17 ¢ +. Shim-pack GIST-C18
Column (250 x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC » # 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; £ 17 ? +1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

I REREER AR

(=) 34
" A% (HPLC grade) & > < fr;ﬁiéstja P R (85%) 2 = & L
(CF3COOH)F‘&EL SO Ll SR LI P L SA S
= *% B % ph B (Dracorhodin perchlorate)f % *+ 3 L A4 F 45 A2 > B A
99.36% > CAS No0:125536-25-6

T o~k
(-) & E‘/"&l@pr“w
AEF R TR F R0 g & SOmLAEeH ¢ g

b n T ﬁg < 75%9 FE S S0%T fE o [~ TS%C R 50% [ ~ 3%EET
M5 10 mL o ACd 4R I ACE( % 300 W+ 4 % 40 kHz) 30 A &b » 4t
10 4 48( 4000 x ) 17 No.1 ik Bk » Bjhie /% » 10mL 2 % £ 3¢ »
SeAYE % AR 0 #3 £ 8 (Syringe filter, PTFE 0.45 um) » {8 o & 4+ 10
uL i » HPLC» 11 #rp| iRt B2 v BE 3 4 BB Ao ff 5 G
BB R PR A o

(=) BB EFx gl
BREAET R SR ACES 20K #) 9 01 g0 B S0mL g e o

FEte » 3%mEF T AR 10mL > A2 4R I a2 (3 F 300 W - 47 & 40 kHz) 30
Ads o s 10 A 48(5 4000 x g) > ™ No.l i SiB ik > Bl 4 ~ 10mL 2



FEALY 4 3%EEFLA T % 3 % B 0 4% 3 £ 18k (Syringe filter, PTFE 0.45 pum) »
FiF o & 410 uL it » HPLC » AEINA £4F1 5 % 5 5 E 5« 24k »
Eﬂm%%$§ﬁ§$§%%£’¥f*&x EB o

(Z) #ERiEE SRR

FrEfi- AR s B B A B 20mg o e 10mL 0 AR

mL § Bk § & fe T 200 ug FH PRI S G5 F B R 0 £ 0T AR A B
EH &R S0 ng/mL W F HR R SR

() &5 R
BRI A SR AGES 20 5 8)9 0.1 g- B S0 mL e d ¢ o 4
* 3%EEAE T iR 10 mL v AZE k4R I AT (# & 300 W o 4E & 40 kHz) 30 &
& > s 10 A 48(59 4000 x g) 0 12 No.l Jh Ak > Boihik o ABENRA £
AR BRSO 25mL 2 FEALY 0 e 3% T BRI %A
# 3 £ 8k (Syringe filter, PTFE 0.45 pm) » ¥ o

() Bz
A B B g R AR 508 R~ R S50k 10Ul v 2~ HPLC » iR 2o
AR R B ERRY BB R THE o
(=) wEM®
BB Pon % B & RRERIEE S R £(200 ug/mL) > 17 FF
RS 7 i BmEF A MBS Y5 10050 2510 ~ 5.0 pg/mL 7% e 4528 &
B o 1 AR £ B 10uL A WL~ HPLC i 7 2.8 A 47 > 1% #H R RE
2 G AR (y BT BRI B2 kR (X ) AR i ¥ R RE
Bz RN y=ax+b i iphi G#c R o

(=) # %R %
Mk BERERBE SO pg/mL 2 HEEE SRR G FRR S H o 1
Sk R A PRRE G A S e RO HEEL .

() SRR
LA B - B BEES R Rl SRR S WA S T A
%S s B S5 R e BRI T RA B § B s £ (W) 5 iR
FdAp R A o
2. I B - 4 B n BEHPE A R BEHR SRR EUE S 2 WUR
BEHE SR 0 AR 02 4 824 | PRE R R i HE R R
B E LR RO pEREL -
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(1 ) iR
. TR fé‘“(lelt of Detection, LOD) : #-2 ik & 2 L& 2.2 7% 7 LA

T E B LR

Tl L =3l kR o T HRHERAGIE -
Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L
BTt S =10 R kR 0 TR T ERAGIE o
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(+ - ) HPLC » 7% i+

1. & 47 * Shim-pack GIST-C18 Column (250 x 4.6 mm, 5 pum)
2. ¥%BlAE 440 nm
3. s#i# ¢ 1.0 mL/min
4. FHLE R 0 35°C
5.4A>% 110l
6. # & 4p -
P [ (min) 7 A%(%) 0.1%= & z pa(v/v, %)
0 50 50
30 50 50

(=) 287 §aBEHT ERT

(.L

) R

R

P07 BaBEH RS REUG 2 AERSAR B 0L
WA 3451 0 HPLC » “7i7 T30 % & fh ks [ 2R P B 5 B3 B
FRAZLBFOP AV TE

2. UPLC A }7 i %

L B ? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
¥R & 1 440 nm

sik 1 0.4 mL/min

CFRLER 135°C
Ca o~ 1l

o Ap

¥ ¥ (min)

" B (%)

0.1%= & ¢ pa(v/v, %)

0

50

50
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Bl- ~ 2 B% 3 & RREREE %2 HPLC & 47 R

(=) # & BB &2 HPLC 4 47
’“*?B*F'& 12.5 & 48 Jebgm o B H e &7 n BhE S (Bl ) &5
ZLBER)EZ 21 FEFF(DNE 1.0 3548 L Mg * & K o
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%2~ i BEHR S iGTG

3%FEEs T B 2P EREBBLE G
¥ 1= 349618
F 2= 25310
% 3= 2277
¥ 4 =% N.D.

(1) #HRiRE s B %”Fﬁﬁﬂ
ErAPERLBZRIMEBOFE b AITAE 3 fDF BE()TE T
HEE M 2N L y=31281x-2147.6 » R*=0.9998 » &7 kA& % 5.0-100
pug/mL 3 24F AR (B Z) -

v E B ERKRB
4000000 |y =31281x - 2147.6

X 3000000 R*=0.9998
B 2000000
e
L 1000000
0
0 50 100
JE & (ug/mL)

Bz B33 imB2hENR

22 - nBERFEAMRBLKBERS 2
¥R AR & JE B (ug/mL) SRS Tl ES R?
R E R IR 5.0-100 y=31281x -2147.6 0.9998

(=) %R E%R
R 5% BT "f‘]’” HPIC 2 # 2 g 2 B 245 > . :B 2 B % ﬁ’x
MR REZIEHEEL L 038% > &k L ¥ & Kp o



(=) EHBER LR

FEHESHET 1% HPLC T & 1f 2 ehE 4F 24 > & B %

TAFMZ AP¥IERE L 5 0.37% >
4 )RR TP APHEELL 097% LR F

RN
ARG HE RN c L BEFERB L
RS

WA 24 P PER LA > PlES S LB -

(~) RS T E 1B "GE%
BHEFEFEBERHETE 0.05ugmL(Ble ) &L 5 0.1 ug/mL
(ﬁ;%
’ o % oo
03] 0.4 J]’_ :El’_/%

/
e K U WP

0.3
0.2

Ble ~ v B3 3 4 i B2 0 pRL Bl ~iBEFasfpr 2B
R 17 B R 47 )
e o~ LI RERA T
iRl 78 B LA R EARD
kB R.S.D. (%)
#FBE  (n=5 50 pg/mL 0.38
EAFE (0=5) # &% i (No.5) 0.37
T (n=5) & &% it (No.5) 0.97
B pHE*T (n=1) 0.05 pg/mL -
TE &' (n=1) 0.1 pg/mL -
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(1) 7

R
2R R F BB TR A w T F G 99.8% A R B A G 4.84% (%

T)e
2T~ BERFEERPF AV LS
o EHAEE 73R | 2| REE | wiF | THweF RSD.

T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.114 0.4335 0.5 0.9413 101.5
2 0.110 0.4183 0.5 0.9533 106.9
3 0.114 0.4335 0.5 0.9369 98.67 99.76 4.84
4 0.127 0.4830 0.5 0.9432 92.04
5 0.127 0.4830 0.5 0.9806 99.52

() 87 §asBEH 7 2R
SEEA

kot SBEH A 8 0k A i 8
P B K3 4000 (B & L 7242) o

-
=~ 7

10 #“Lm BEAL G % iR T

REGEE A A TR BB B A

= 0.151-2.628% x %%rﬂ /»\Aﬂ“f'f#fé
2B FE R A BB BE L R %‘FQLL Glow :BEehz £ 5 0.110-1.909% »

AT L BBk S BE g

T3 E 2 1.0% 0 &

¥ 1.37751.377 &_

b i s R

FHHENo) | ML BEA LR | w B FE%)
1 (NFA) 0.264 0.192
2 (NFC) 1.319 0.958
3 (NFD) 2.628 1.909
4 (NWB) 0.183 0.133
5 (NX) 0.390 0.283
6 (CA1) 0.248 0.180
7 (CA3) 1.330 0.966
8 (CA4) 1.413 1.026
9 (CE) 0.151 0.110
10 (SK1) 0.173 0.126
T35 +S.D. 0.810+0.789 0.588+0.573
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FELRER Y REE L RE R Pl ik

Yo Den 10 $= i BEH - HP 5 A B L 28 BRFR
o FR A S A BB o F &8 B 0§ - B NWB FlpEir
Pl b A KRR Bt o T B B B RFLA S o d 2
TR L BER 2 BE R R T A T RRE
Plo i 3 B RE o L 7 RO FHR2TI 5 B HM %o

Lo AT G BE e S B g £ B R

HH %5 No.) | £ :B%E 3 £(%) |7 & (NTD/600 gm)

1 (NFA) 0.192 1,800

2 (NFC) 0.958 d AT R
3 (NFD) 1.909 d AT Rt
4 (NWB) 0.133 -

5 (NX) 0.283 1,280

6 (CA1) 0.180 1,500

7 (CA3) 0.966 11,000

8 (CA4) 1.026 24,000

9 (CE) 0.110 1,650

10 (SK1) 0.126 1,840
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(+- ) n:B# 42 HPLC 45 ¥ Bl3# cud =

B 10 347 8 5 BB SRR

£ip] e

& 10puL itk - &7 HPLC 4 & W3

1. %45 * Shim-pack GIST-C18 Column (250 x 4.6 mm, 5 um)
2. ¥BPIAE 440 nm 3. ;i ¢ 1.0 mL/min
4. #HE R 1 35°C 5.1~ % 10l
6. # & 4p -
P F¥ (min) " (%) 0.1%= & & F2(%)
0 50 50
17 50 50
25 80 20
30 80 20
50 100 0

V(x100,000)
85
804 ,o

o P&
15 /
T
6.5
6.4 2
459
4
] J
3

I

I
25 Il

“\
0 i

. \\ 7

n \ | I N
1!

,\\
05 10
0.
e e ————————
00 25 50 75 100 125 150 175 200 25 250 275 300 350 a5 400 25 450 415 mn

Rl= > 10 342 2B 44 2. HPLC 45 % Bl 3¥
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L) HREFELBEF & P2 UPLC A 47
WA FRER LT 2 AT o R R & PP RIRE S UE (R
= ) °

0.40
n B3
2 0.20 /
0 00 [ ‘ [ [ [ k [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [ ‘ [ [ [ [
0.00 1.00 2.00 3.00 4.00 5.00 6.00

Minutes

Bl- ~n?E3 5 RAFRIEE SR UPLC & 47 B

+z) 7 &g REe &2 UPLC & 1
WE TR 177 A AL T b BB 0w BE L E (B e

0.04-

] o
2 4

0.02 /
O_Oogw,\A&A./\k

— 1 T L S e By S S B [ e — R
0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes

B~ 7 8 BEH % 52 UPLC & 47 B
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(T2) oBERFRBANLIN LA FEERR

&+ 51 CyHisClO7 5 &+ £ 1 366.7 5 '3 B 1 238-240°C 5 % 4 k% & o

(+1) Bk F & pwdod

i

i

HO

Iiiiillll] b
I I:; (:: =

HsCO ClO,

(+2) 2:B%F &% fa@eh'HNMR B

Dracorhodin perchlorate_Me0D_600 2024/05/08

2.365

——4.067

Bli -~ &A% 3 % 68« 'HNMR F:#(CD;0D)
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(+=) L:B%F & e BCNMR Rl

Oracorhodin perchlorate_MeOD_GCO 2024/05,09
(at=1.2, d2=1)
B 38 8 BHSSSaLN SR s g g
~ - »wo - ® —moow © o - < =
SS - 2 S 8anN s -] o -
] L) ) | |
i 1] Lig |
|
|
|
|
|
|
|
|
|
|
) l l ’ ' ' |
o P e e . T
180 160 140 120 100 80 60 a0 20 ppm

BlL -~ xBE 3 4 pe @ °C NMR B:#(CD;0D)

(+ ~) & #B;B% 5 ESI-MS Bl 3%

Rl

PRI P

Eoo I 4,
AL 75 1 -1 I 1 S Y. SO A .- W TV w&
Cih] il . 3D -1 p- il e k1t ] kY Bis ’TSV 05 ﬁ? ln

B+ - -~ #B% a7 ESI-MS B:#
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(+4 ) & B% HFTIR B3

85 Fri May 17 12:20:53 2024 (GMT+08:00) dracorhodin Perochlorate

80

i / | fpl;'”(‘""

70 o ‘/\,

o]t bl M
_ |

55

1
|
50

45+ |

%Transmittance

683.3
456.03

1014.51 =

629.01

40
|)

30

134347 431351

1634.76'
1390.12

&
251 o
©
®

1093.58

1244.32°

15

3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

(= +) £=BF 50UV BlH#

03

1204

1104 438 nm
1 o

1007 <

90

68

807
707
607
501
e

304

301

20

104

0"\\\\'\\\\'\\\\|\\\\'\\\\'\\\\'\\\\'\\\\|\\\\'\\\\'\\\\'\\\\
200.0 225.0 250.0 275.0 300.0 325.0 350.0 375.0 400.0 425.0 450.0 475.0 nm

Bz~ xBEaUV BH#
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L) B EE RV EER

3=~ pBEehd s LY E =4 (CDs0D)

position on (600 MHz) dc (150 MHz)
2 - 172.0
3 6.38 (d, 8.4) 113.2
4 9.28 (d, 8.4) 151.0
4a - 118.2
5 - 158.7
6 - 125.6
7 - 172.8
8 7.35 (s) 99.3
8a - 159.7
I - 130.7
2°,6° 8.41-8.43 (m) 130.0
3,5 7.72-7.74 (m) 131.2
4 7.81-7.84 (m) 136.7
OMe 4.07 (s) 64.1
CH3 2.36 (s) 9.8

4(Multiplicity, J in Hz) in ppm.

18



AA/‘\/\
Veoosl sy
—_ — —

v

: DRACONIS SANGUIS

: Dragon’s Blood

DA G AR 4 Palmae 184 BB Daemonorops draco (Willd.) Blume 2
%? /7% :h| ﬁﬂ)}ﬁ’na&iéﬂl A G\' .

&R R (522 11(L%7 #2552 0K)
— B AEHA30g fee i 10mL A AT 1o
Wi 0 PR TR SRR
[552 02 2] (7 &4 A 2 {eREFL 2020)
— P AR 01g 42 B10mL 425 AR T 10 ~ 48
B PR T REBIR
[55223]CHE7 EHEES2P)
— P AR 01g 42 B 10mL 425 AR T 10 ~ 48>
Wi PR T R&EBIR
[55224) (p FRE)Y
— P Ak 02g v BB 10mL 425 AR T 10 ~ 48
Wi PR T R&EBIR
HREER Pon i 3 & 2B (Dracorhodin perchlorate) $f P& 15 3 - 5 4¢
oo EELEE ImL § 05mg Spik TR BB EE &R -
HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
Boa [BEa1)(4%Y FL 5 R) B4 (¢ FL L0
1 2020)
—- % 7% P (191 1)
[EEH2](4n7 EHEES P )V
—C iz fg - epE 20 1)
B ) 1l0cmx10cm~20cm x 10 cm
B OERWHFALTIEF IS5~ 4 FFER  BEREHEcm-o
o &AL R icfs o % RGOS nm)RE T AR o
Spike fefll P ERIF B Z2 SRR S BHRBEESARG
)R & B E Tul o

;ONE o
=
Rl

;oA
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I N FUEEHEZERPIER

F %P P 114/03/03

A0 $H5 R (RH) © 42%
i# B (RT) : 24.6 °C
[FW%zl«é%ﬂgﬁﬂﬁ¥%w>——bﬁb%=

¢ {20

1)

—HPTLC #

ob 3k (365 nm) e !

10 11 12 13 14 15
5L o LISk
1253 o % 3 & LB (0.5 mg/mL) 1>2>5uL
47556 WEae s [E55 2 1) 25558
7:859 WEae S5 [E55 2 2] 25558
101112 s S [F522 3] 25> 8ulL
13-14> 15 a5 [FP 2 4] 25> 8ulL

@ﬁﬁ%ﬂ

BEE2

R d FAE A

g
=

SEP a%?swﬁ%a[+%*% K
gfégzﬁ;,lfé_ I BERAMA s [FP202 4] Sul
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SN AE R AER

F 5P 8 114/03/03

10 $H% R (RH) © 42%

8 B (RT) : 24.6 °C
(R 1](L%Y FL 5 n) B4 (¢ EL AL {foREL 2020) —=
FU0R TR (190D
B2 A4) (p FR)
&% 0.15)

HPTLC % ¢ %(365 nm)# (s B2 3 & fe @ R

H2Y(A B FHRES P ) —e e e (200 1)V

[
[ 552 4] (p 7B %)—HPTLC % *t k(365 nm)#k 21 (n. B2 % % % Ry
® % 0.61)

1 : Blank 324 AR S

2: 4 HEAEMB 5 Spike

r [:TB’»'%;‘; 42N (F B0 BHEEY 2 [BRH 2)

Fil 'Q'Y"/’ "L‘:'
ERn B3 BFMALRERE? > A3 GG RY 7358 Y (487

FHRE) [ERA2]-
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o~ LR NER

F 5% P 114/03/03

105 B (RH) © 42%

8 B (RT) : 24.6 °C
[EEH2)(AE? BHEES 2P ) —e e fig: e/ (20 1)
[55=%4)(p "B #)—HPTLC ¥ [% 5 2 4)(p ¥ % )—HPTLC %
LRECE ) ¢k k(254 nm)#z

[~ % 4)(f 7 B3 )—HPTLC %
*b (365 nm)ts v/

| : Blank 304k FBRS
2: 4 HEAEMB 5 Spike

LR N 0 oL (365 nm) kAR T F RS A A AL 15
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T~ L RER R SRR

Fp

- 114/03/03

1R AR RH) @ 42%
8 B (RT) : 24.6 °C
BA 2] (AR EHFES P ) —e e e (20:1)
7b (365 nm)# !

[ 2

[ 4] (F < %)—HPTLC %

Blank 7-8 |t &% 3 (NFD)

LBEFFEBO0SmgmL) | 910 | %55 4 (NWB)
3.4 | #5300 1 (NFA) 1012 | % &3 5 (NX)
5.6 | #&inir 2 (NFO) 13 | Spike (¥ 553 i 5)
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[(ERH 2] (A&7 FHERS P ) —e e e p (2001
[55~22 4] (p 7B %)—HPTLC % * % (365 nm)tk !

Blank 7:8 | %53k 8(CA4)
w *HE B & pa B (0.5 mg/mL) 9,10 | #® &% 9(CE)

3°4 |tk &i%0% 6(CAl 1112 | # &% % 10 (SK1)

506 | &%k T(CA3) 13 Spike (& &% i 5)

BEeE g FREL [FR0 2 4]0 05 (480 FHER) 2 (R
B 2] AEH L BE B ERBEE 0 E hk(365nm)T AL
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