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: RUBRA PORIA

- Red Poria
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#% ¥ (RUBRA PORIA)

- R
MEp 4 LR Y ERARTEHR S 104 -

CRFZETER

(- )HPLC ®E 2 k47§ 1+
Agilent 1100 series » ¢ 7 Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; % #7 ¢ 1+ Agilent ZORBAX SB-C18 Column (250
x 4.6 mm, 5 um) °

() UPLC RE2 k17§ 1

Waters AcQuity Ultra Performance LC> & 3 Binary Solvent Manager~Sample

Manager ~ PDA Detector : & +7 ? 1. Waters ACQUITY UPLC® BEH CI18

Column (100 x 2.1 mm, 1.7 pm) °

SRR R AR R
=)

— ln

=¥

? f% (HPLC Grade)ftp ** DUKSAN PURE CHEMICALS ; ¢ % (99.9%)F
p ** Sigma-Aldrich Co.> ¢ f#(95%)BEp *T B3R % 7 'L & e (85%)
FEp Y Merck °

- ) REE
1% 2% ¥k (Pachymic acid) B p >t B 145 PA 2 7 > B A 98% 11+ o

T o~ R
(- ) BREEBBR4TR
Beh Ak 60 0 F B 1.0g 0 B SOmL = & 483557 o 8
FEde » 7 FE~T75%7 FE~50%° % ¢ fg ~75%2 fEfe 50%2 fE & 10mL >
423 4R T ASE(# 300 W o 4F 5 40 kHz) 30 A 45 » £ £ris 2 No. 1 4
AR 0 Pripik 0 #% 3 £ i8/a(Syringe filter, PTFE 0.45 pum) » {8 o & 4+
10 pL 53~ B »ci % 4p & 45 R (HPLC) » 12 7 ip] 8 2 38 578 F g B 4
B R EB

(2) G 5P d®h
BEREFLB- A T (B ¥ 20 36 )% 2.0 g0 ¥ 50 mL = & 4875
o ,g@rﬁ»nﬁgzomL 123 AR IF ASL(# & 300 W » 41 % 40 kHz) 30
A g8 4 Aris 1 No. 1 g @ig » Pk E#H 1 20mL 2 57 > 4 ¥ fif
% B > #% 3 £ i8/g(Syringe filter, PTFE 0.45 pm) » {8 o & 4- 10 uL /1
HPLC A A2 A E4F 1 = 2 5 X 5P 2460 B 543 52 A R 5
6

ES
N
)N



(Z) HBiRETBR
BB e Fp 10mg > 4 ImL & BE S5 ImL 7 K%
e 1000 pg stk 28 J05 % 3 0% 0 200 AR D S0 pg/mL B 4 pe R
rr'c:"/% R e
(z) &3 R
BREfPA G4 A (B % 20 506 )9 2.0g > % S0mL 48755 ¢ - %
FEde ~ P pE 20mLo A2 4R F IR (# 5 300 W 4 5 40kHzZ) 30 4 48
12 No. 1 Sl Biike > AERA AR 100 £ BRI FRE
IR MBI 25mL 2 LRI 4 ¥ MR %R 453 £ #p(Syringe
filter, PTFE 0.45 pm) » 7 {# o

(1) pl=iz
A w] B pr e B PR AR A R S e 5% R 10 ul o 2 ~ HPLC - B 2o

) PR T BOTUN G A a
ALY KB AR FERTE 0 TE

(=) wER
Bpg e P F EAR 2 S0 % 3 % g (1000 pg/mL) > vz P pE AR L S
R EPeA b 5 750~ 5005250 ~ 100 ~ 50 2 30 ug/mL R 50A % o 1)
FAREB 10 uL & w2 » HPLC 27 2 & » 47 > JI* R # 52 & 5
F(y ) fotf 22 R R (x Bh)iE (TR i B R ERERL S R y=
ax +b 2 Ap R A B R% .

(=) %R FR
MEERER S S0pg/mL 2 R e E ek S 4 U EFR
Sk G A s gt K OAPHIREL -

(~) LIRS
L M B3 LART R X AR FREZRAE 2T
ELE S LU PR RS s KR SOV A S
HRE L -
2. BAM PR - P LARTE A BARTRSRRUE S E UK A
FER SRR AW 02481624 ] priefiipl % 11 £ eh
PR G St ROAPERE L -



(1)

IE# /P ;‘E‘_t&.x pi‘g‘:%g'

1. 1 p ’[‘ﬁ" ( imit of detection, LOD) * #-2 fvjk & 2R3 &% i 7 9748 -
FrrmEL ARl S =3 kR o TS BRI GIE -
2. % & f&*Y(limit of quantitation, LOQ): #-2 ik & 2 i 573 ik 7 #7411
IR S Il F kR TR T ERIAGIE -
(4) s v fe
Pt R FTRFEGARTERE RSP F R EEHEERH10g
A w4 1 mL e F L % (900 pg/mLl) 0 3 etk Sa R B H 2 E T
R e
(+ - ) HPLC A 455 i
1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥ Bk £ UV 203 nm
3. /it 1 1.0 mL/min
4, "F? HEE R
5.2 »~% 1 10uL
6. # & 4p -
P B (min) z 3% (%) 0.1%#&4 & (VIV, %)
0 70 30
20 100
23 100
25 70 30
30 70 30

(=) 433 8ARTFZERT

KE S

B"IO#L—F’ BARFTEHEESIRAG 2 U KRTRR B2 10

uL i 4 3 452 » HPLC > #1i8 T35 % o ff s | 2N EH K T
A G E -



(+=2) &K T &2 UPLC K 47 iF

1. & 47 *F? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. #pAE UV 203 nm
3. yzk 0.4 mL/min
4. FHER 125°C
5.8 ~% :1.0puL
6. # & 4p :
P& F (min) & 5% (%) 0.1%#4 & (VIv, %)
0 60 40
10 90 10
11 100 0
13 100 0
15 60 40
18 60 40




I35
(- ) 3 S ¥ 2 HPLC & 17
WG RER 15.0 A BURRT T K E AR E ek o (F]- ) o

1043 # Zg§ (Pachymic acid)

25

Bl- - € F ik 503 % 2 HPLC & 45 W
(=) # &+ K ¥k &2 HPLC & 47

WAFTER 150 ABAM T EE R Y KR g (Bl ) A
F(R)A 3.019> 3 & FF (D5 1022 35% ki * (& Kp o

# 288 (Pachymic acid)
I

|
Q%J| hﬂwmu hm¢JW@uw L

T T T T 1 1
0 4 a0 15 0 5 min

= -7 &K Ff& &2 HPLC & 17 Rl
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=) ﬁgfigg,\@&%ﬁ%
ﬁg:‘;&li—f&/ﬁ&%o

ho R EBEERR

dadua i 5 Ak TN
i 650.1 -
X" pt 6233
X" Pt 103.2
DXe pr 625.0
%o pt 615.5
% p 124.0

() 823> HT6
BERETER2IANY S METREPRR X(F 5L 08%)

R OE R 6 A
o 697.7
. 13.7

s N.D.

(I) BRESEFREER
EFARERKFR N E P A% o 0k BE(Y)TE I ik
TR 505 y=10.458x-73.592> R?=0.999 > & 77 Jk A& 1 30-750 pg/mL
’ﬁ %ld—m%‘?{}’}&él‘*(g] ) e

Yy i
y = 10.458x — 73,592
10000 458X T
pirS e °
w 6000 e
weo e P’
I
2000 e pu
N 4
0 o®®
0 200 400 600 800
-2000 |
JE B (ng/mL)
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Lz EER RS

¥R & JE A (ng/mL) S w S AR5 R?
EEm 30-750 y = 10.458x — 73.592 0.999

PEERRT o Jl* HPLC 2 8RR 2 » FERETA
2 PR L L 0.54% 0 Bk sui r B Rp o

(5) £ RTLES
FEEEHT o fl* HPLC R F g2 BFBmEFH
SAPHHEE L 5 1.00% f ) B ¥ PR RN o T E R A 24 ] PR AR
R AP HIREL S 279% 0 R LB ) FAF REAIENE 24 )
PR oA s PlE s <A LB o
(~) @pHE e T B4R
RFp

i P4 5 10 ug/mL (B2 ) £ £4&'T 5 30 ug/mL (BT ) -
T
7% 2B (Pachymic acid)
Ble ~ & Fpz R 47 B
# % #% (Pachymic acid)
D—\«-._.Jh,\m

u'!
=
o

T T
il 25 min

DEGN: S P S - LCE Rt
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Y IR AT

10 #7458 5 242 5 &P

T % (Fo i &) o & 2 0T

0.08%—0.10% ° 2 2& # }IZ’EH:}F] A T o i

W ip197 __ RIE
kR R.S.D. (%)
#%RE  (n=5H) 50 pg/mL 0.54
g4t (n=H) th &% % (No.5) 1.00
gt (n=6) & &% i (No.5) 2.79
PR (n=1) 10 ug/mL -
& &' (n=1) 30 ug/mL -
(1) 7 ﬁ i Eii
RFRToF w5 101.8% @ tasHRF i £ 5 3.15% -
2T~ RFRRG A r foF
e | FHAFT JEG R e B IREE | e S5 fof |RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 1.03 0.88 0.9 1.81 104.3
2 1.02 0.87 0.9 1.73 96.4
3 1.03 0.88 0.9 1.80 103.3 101.78 3.15
4 1.07 0.91 0.9 1.84 103.6
5 1.09 0.93 0.9 1.84 101.4
(£) 2®3 ARz ERT

CEERT R
Bhy B2 59 0.05%:

I b e R 2 B R o 10000 (F 5 30375) o

B AW BARTRELEERGE
HHiHEMNo) | KEE:E®) | Ei%H3E(No) KX £ (%)

1(CA) 0.10 6 (ST) 0.10

2 (NH) 0.10 7 (NF) 0.08

3 (NI 0.09 8 (SJ) 0.08

4 (CG) 0.09 9 (SC) 0.10

5 (SR) 0.09 10 (NR) 0.08
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(+- ) # & F#EH2 HPLC 45 & Bl g e =
B0 447 & AR SRR & 10 pLoigdk o 32 7 HPLC 4p % B3

SR o
1. %434 : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pum)
2. ¥%pIAE UV 203 nm 3. ;i ¢ 1.0 mL/min
4. FHUER 3R 5.8 110l
6. ##4p ¢
% FF (min) o (%) 0.1%% it (vIv, %)
0 70 30
20 100 0
23 100 0
25 70 30
30 70 30
s, R
& |
| AT VY P | DR P SV 1o
!
| .Il.ﬁll L 9
U R PR S 1 Y S AU A U S
00
J\—A—J\b P A_-'\_.-\_A_._...—,_,_‘..- &
-MM I L P AP W 7
1500
_}L\M_/(‘\—J\“-m—n_- -—J\..n...-ln'- "\—‘r"v-ﬁ'\r'\—ﬂ-..,-.,._,-._,-._,-‘r'n...i
1000 1 Jﬁl{ ——f*uﬁhll—mu\—ﬁwwﬁhmn_mhn 1—' 5
] |
-__Illﬁ'- ,,,,,, f '«_J';L"M_ﬂ_,__..m_ﬂ_,_n_ﬁ-_m\_.d,_“___n_,,l». 4
L 3
so0d LJHL‘L,—A_.._,HH_A_A_PL__”—MJ‘\.JJ\W\_.—]L_‘_
. z
1 MN_,J .___-II'—'\_AI I-'Il._,-._..\____ .,-._..J\_,-._._lrll_ ——n e S
n__ﬂbjwmmr " 1
b T T T T T T T T T T AT T T T E T T T T

B+ ~ 10 #+ 74 & ¥ &1 2 HPLC 45 = Wl 3#
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(+ =) %7K sz UPLC 4 17
WA PR 5.4 A BARE T TR Sl () o

0¥
025
£ % & (Pachymic acid)
030 \
gﬂ.i&—
010
005
0 AN
T T T e T
0.00 1.00 200 300 400 5.00 6.00 T7.00 800 200 1000
Minues

B~ & F AR R ik 2 UPLC A& 47 B

(=) # 8AxEFH&2 UPLC k47
WFTER AN AR T A K TR S LR LS (B ) o

008

# %8 (Pachymic acid)

0.08

All

0.044

0024

000

T
0.00 100 200 300 400 S00 &00 7.00 8.00 200 10,00
inutss

B~ F & A F k&2 UPLC & 15 B
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(+ =) ¥ BCNMR B

Facaymic acis_bets_Soe

i.l./'li" E i s; ’::
s £ 3 23 2
1 1 ’ V]

T TY Ty T M \ o . D A Yo T 4
I Tea 140 120 10 5 st 4 2 e
=X
Bl - - & ¥ pkeh °C NMR Bl3# (DMSO-do)
(+ ~) ¥ e ESI-MS B:#
E\DATA\ 2016\Pachymix acid-528 12072016 4°57.16 PM Pachymic acd-528
E5l
Pachymd acks208 IG48T RY 104 3B AV 4 W S21E0
T .ctsirge s [ 150 00- 1200 00f
»o
. [2M-H]
o
je
§w [M-HJ
5 ©
» \
» - ) 10
» 27 43 45,08
o 20w | 82
200 20 A0 &0 oo oo Les) w0 1000 "o
~
Pachym s 220 86487 RY 1073 % AV 24 M L 1TES
T € €51 5t o [ 156 00-9200 00)
100 483 %0
“ [M-HJ [M+CI]
v \ a2ra /
»
5 «
. % s 06
3 ® e
X
0 w00
wowm
» 528 W 912 5108 smee | W00 W0 0410 sz eese s w
G!ZO »0 400 0 0 0 0 00 00 ™ a0
~r

WL = i€ ¥ ESIMS Bl
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(-4 ) F ¥ FTIR B

$§8R3 2883338
-
r/f
S
T

1

#1408
T
2567 95

D -
moLm
M

888558888 CE S

I
.\\ ~ — iz »»\\\'\ %\

173538

3500 3000 2500 2000
 om-1)

1500

B+ = ~ FE¥@FTIR Bl

(= +) KFpaUV B#

Mepon Dutg: 143735, 01042016

Pachyress acid

© 201mm

o0
200 %0 300 (L]

Sumple Pachymic ackd

1 i\e namg blanl002.UDS

R Daee 14:35:05, 01082010
Opserstor Lmponer

Cummest

Peak Inwgration
Mahod Recuangular
Semattiviny: |
Threshola: 0.0100

Peaks
Poak » Start () Apes (am) £nd (am Heght (Aby) Ares (Als s
' 00 00 bR 199.00 02% wn

Bt e EFfAUV R
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S ) EERGE R R A

3= S EFERE LT E =4 (DMSO-de)?

KE
position ou (600 MHz) oc (150 MHz)
1 1.16-1.20 (m), 1.66—1.70 (m) 34.7
2 1.55-1.60 (m) 23.8
3 4.36 (dd, 8.4, 7.8) 79.9
4 37.4
5 1.07 (dd, 12.6, 1.8) 50.0
6 1.41-1.49 (m), 1.60—1.64 (m) 17.6
7 1.72-2.02 (m) 25.8
8 134.1
9 133.5
10 36.4
11 1.55-1.60 (m), 1.86—1.90 (m) 30.1
12 1.33 (dd, 12.6, 9.0), 1.60—1.64 (m) 28.6
13 47.6
14 44.9
15 1.13 (d, 13.2) 42.4
16 3.86-3.90 (m) 75.1
17 1.87 (dd, 11.4, 6.0) 55.7
18 0.65 (s) 16.9
19 0.93 (s) 18.8
20 2.20-2.24 (m) 46.9
21 177.1
22 1.88-1.94 (m) 19.9
23 1.90-1.94 (m) 31.9
24 155.0
25 2.16-2.20 (m) 33.1
26 0.96 (d, 6.6)* 21.5%

19



27
28
29
30
31
OAc

0.97 (d, 6.6)*
0.82 (s)*

0.83 (s)*

1.02 (s)

4.65 (s), 4.71 (s)
1.99 (s)

21.6*
27.7"
16.5"
24.7
106.7
21.0
170.1

% Multiplicity, J in Hz) in ppm. **interchangeable
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4 % 7 : RUBRA PORIA
# < ¢ ! Light Red Indian Bread
A R A&L F 3 FF Polyporaceae E 7% 5 Poria cocos (Schwein.)
F.A. Wolf 2_ 52 % A%
- N33
i [5522 1) (0 TR %)
AR — Pk g4k 1.0g0 4 ? i3 10mL > 425 A 4RF 30
Aks o iR PRk TR R &EIBR o
[52222)(p FRE)V
—PB itk 109 e "B S5mML &£F AERT 30
Aks o iR PRk TR R &EIBR o
[52223)(p FR%)
—PAFk 1090 4 ? f10mL s 425 A 3R F 30
A& i it RHEL A AR T fRlmL @ 2
/%ﬁ; v 1F G WA R e
o4 P 1< ¥ s (Pachymic acid) ¥ &2 5. > 4 7 fR @l & &
= 505 ImL £ 0.2mg a3z > iF5 HREE TR o
i
R HPTLC silica gel 60 F254 > 10 cm x 10 cm ~ 20 cm
= 1 x 10 cm
)
B B [ERA 1] (p FRH)Y
z Al —" ¥l fig: P (20:5:0.5)
) [Em#& 2] (p FEF)
—red oL h TR (6:3:02)
E R 10cmx 10cm ~ 20 cm x 10 cm
I 1
)
B ® ERWFEALTG 1544 FREF > EFIEHS
> cm e
)
k4 11 10%Fn s ¢ fig ik (H2SOA/ELOH TS)v %% (s »
- & & AR 105 CHe# 2 x4 B4 oo > A L & 365nm 2 ¥ ¢
) ERREHT AR ©

21



S NF2EBZ EARRE

F %P P 106/04/18
¥R ERH)  57%
B RERT) 27 C
[EER& 1] (pFRF)— F i epefg: P (20:5:0.5)

13
o BE 2 A ’
. e e
1’2’ 17
7 7 p2(0.2 mg/mL)
3 255l
4’5’ 2’
R 3[F22>21]
6 5> 8ulL
7:8 25
Wemaie 3 [555i2 2]
9 5 8ulL
10 » 2
ciain 3 [E B ik 3
11> 12 g 3 (550431 55 8uL

RREZ IIAFE2BEBRY GG ARERIRES TR A
WREE S ERP o IR DI PR AT RN mER [0 2]
R EAE  FAREBEESAR 2L k&SRR [F532 2] 5ul -

22




= ‘}%*ﬁ.—,ﬁ RiEE
F %P 106/04/19
ip 4R (RH) @ 62%
B R([RT):26 C
[Em& 1) (pFBR8)—" F oo "/ 20:5:05)7
[55=%2)(p 7 #%)—HPTLC 10%#: it ¢ f3 A ¢ 15 % “ (365 nm)
% (R FRL R E 5 0.46)

[Em&2) (prBg)—rezi el " (6:3:02)
[ 5522 2)(p 7 #%)—HPTLC 10%#rfit ¢ fig &8 ¢ {4 % ¢} & (365 nm)
(K T RyE 5 0.406)

1 : Blank

20 KEp

3:4 B3

5 : Spike

FRBE AR I [FER 2] 2R 2 BERHER YV ISR
R AMBR I ER o A AT R R Y EF R TR S 0 R
FRE2 [BEH 1)
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T ERREINER
F %P 106/04/19
AP ¥R & (RH) @ 62%
B RERT) 26 C
[EER& 1] (pFRF)— F i epefg: P (20:5:0.5)
[F220 2)] (A FRH) — [52232 2] (p FRE) —
HPTLC % ¢} (254 nm)#s ! HPTLC % ¢ 3 (365 nm)# !

[F2332 2)(p FRF)— [55-22 2)(p FRF)—
HPTLC & ¢ /¥ & k4 ) HPTLC % ¢ /% ¢} (365 nm)#&
Iy

1 : Blank

20 KEp

3:4 B3

5 : Spike

ERBED NS 10%F R FREE S (8 0 AT B (365 nm) kAR R H ¢
BESNFRIP R EY 2 R TRARE S -

24



I~ APRARTHRSRR
F5%p ¥ 106/04/19
P ¥H% A& (RH) © 62%
# B ([RT):26 C
[ER& 1) (pFRF)—T F 1o fefig: " (20:5:0.5)
[55=22) (p 7B %)—HPTLC 10%Fifik & fSAE & 15 % ¢ k(365 nm)

1
=

Blank

1
2 (0.2 mg/mL)

& &% ik 1 (NF)

4
' 6 ¥ &% ik 2 (NH)
8 &% % 3 (ND)

10 ¥ &% 7% 4 (NR)

1112 &% 5 (CA)

13 Spike (# 573 % 3)

25



Blank

& ¥ (0.2 mg/mL)

&%k 6 (CG)

&%k 7(SC)

i 53 % 8 (S])

¥ &% ik 9 (SR)

1112

& 5% 10 (ST)

Spike (# &% i 3)

S U AR [FRo22] N B AREE [B
B 1] A 3t 1 KRR B E 0 0 10%FRRE S AT S 15 ¥ 4 b £(365 nm)

TRRALEE o
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