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. IRIDIS TECTORI RHIZOMA
. Roof Iris Rhizome

DAL k4 Iridaceae fE 47 § & Iris tectorum Maxim.2_ §z ' 19

A

@ o
= =N

:fﬁﬁ?ﬁ%’%éﬁﬁiﬁw’%%o
Z ko

AEE AP A F A s 1 F G Ak A
WIS Al 0 & 3~10em 0 B/E 1.0~2.5cm e £ G %
iﬁé*ﬁg’iﬁﬁﬁﬁﬁ’%+%¢%i&%’ﬁﬁ@%ﬁ
Be¥FAF mfgm s [ Bl R A R o BRGS0 )
T8 e F o F A F I o F o Ry v = o
AR ARG RNEEVAE S o bR LA FRS A pd T A
WL FlEER RAZFIA > F hT AR ¥R F 0 4 AR
¥z 4 o;ﬂag(,p;d-] NE-

Pl s EA T AdES 0 &% 60~100 cm 0 A 3t 34 800~1800 m L

Wﬁ%‘ﬂVT‘?ﬁﬂr%% KERE KRR AR TH 4S5 5 %
58 oL A Wur MEAMAEF ORI 2 g EE R
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A
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Hlg g e gr s+ Ap i > fe m? mbF 5 Ao

=~ Bt oA BAEY (W 3)

A RER Y S o

FRATH S S BB FF L 15300 pm 0 E /2 16~52um - R
AR REMMBET E AR cARF Y I NS o
s R H R 1 & PR 0 B S T~12 pm oo SRERBEAR S A F R 0 R
ENT AKX AR o 2S5 ade e R RAET B2
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QF'Jq
£3 P o 514517 F o
o % o a1t 1 E AURAL 0 821~827

L RTR(1985) 0 ¢ gL p oo
V318 %HIBQ2001) - 3757 B L
f;'n‘ °

Lk~ iR AL 5(2013) o ¢ Fh VAR RIE - AR - AR IR R B
AE L E P A 0 67 | e

B pFL LR € %i8(2020)c # F 4 A HfeREL 2020 £5K- "o p R 1P
RFFHL D RAL 43T o

3R L %(1993) 0 ¢ FHEE H o F VP IRA - 175~176 F -

»

(\"' T \\\Xr
Lk ole

FOAA D $(1995) 0 P EHTHENRY 2 F o ind FLE T RAL - 211212
f;'f o

B2 6(2003) ¥ EHEBERTEAL R AL 4R L8
F & JRAL 0 335-353 T



11 +3 (IRIDIS TECTORI RHIZOMA )

- e

BEA YL L P BT B E 10 4 o

T RBAEFFR

(- ) HPLC &k B2 K 78 4=
Waters 2695 Separation Module > ¢ 7 Waters 2996 ~ Photodiode Array Detector ;
& 47 # 1 COSMOSIL 5Ci5 AR-1I-C18 Column (250 x 4.6 mm, 5 um) ©

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC» # 7 Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; £ 15 ”;? 1. Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 um) °
S REHRESEE BB RA

(=) 4
322

z %(99.9%)f p *t Sigma-Aldrich 5 2 f$(95%)pp *> F3n g £
¥ A% (HPLC grade)fp ** Merck ; 85%#ifs pEp > Sigma °

o

(=) &&=
12 53 2 ¥ (Tectoridin) » ~ A3 3> BEp 0 L2 PRGBS 27

AR 98% 14 F o

E\'%;‘é

BAEH AL D E G 01g0 B SOmL Hra F ¢ o B

> T70%Y @~ oA~ T0%2 fF & 25mL 0 A2 4R I AJE (5 % 300

8



W 45 % 40kHz) 30 A48 > 12 No. 1 Ja Bk » B~Jmie# » 25mL %2 &
FLP oo Ar AR %R 0 43 £ 18 (Syringe filter, PTFE 0.22 um) » T {¥ o
410 uL 1 n BT AR A 17 R(HPLC) » M #riR|F & 5L € § 2 8 5

%’/}* _ /}i“fztmﬁ;] aﬁxl_—t "-&f]'l E‘,ﬁ'ﬁ—

EPEN L3

FrRfFo Al R(ES 20 508 %) 9 0.1 g B SOmL &g @ o 3

Fate ~ 70%7 B% 25mL > A2 k4R T JZ( 5 300 W o A7 5 40kHz) 30

40 4 No. | Jh Ak » B # » 25mL % 507 > 40 » 70%7 i 3 %]

B> # 3 £ iB ik (Syringe filter, PTFE 0.22 pm)> ¥ {7 o& - 10 uL iz » HPLC>

ABEIASEHIHE D2 AEP R LR R A RI P 2 HE
N3

(Z) HREE SR
BFEAPARE S 3 2.0mg > 4 10mL 7 s ImL 3 BEH
200 pug eI g B Rk 0 T 70% 7 pRAFR L 20 pg/mL VR S s 2

ooy
e iR °

S
BRI AR AGES 20506 %)9 01 g ¥ SOmL g @ » &
Fide » T0%7 % 25mL > 425 L3R I AIL(# & 300 W > 4F 40kHz)30 A
& > 1 No.l RSBk > Bripik » AATNA EATRE 1 50 & Hijik
50 mL 7 £5L% > 4 r 70%7 B8 3 % & » # 3 £ #8/g(Syringe filter, PTFE
0.22 pm) » 7

() Bz
b G ER e B R AR BOA R S 6 A R 10 ul s 2~ HPLC » ip) 2o
AR WA ‘;"‘J;J'—?-r/p i E‘,’E’fﬂmz » TR o

(=) wE®R
Brrs P f B IR SR8 H A% i £ (200 pg/mL) > 12 70% 7 R AR A
& HEHAEE 1005022010 ~ 5.0 ng/mL eftf 3 i i o r2 bRk 3 B
10 uL 4 %);2 » HPLC i& 7 T & A 47 > J1 % % 52 % 6 ff (y #h)foik
kR E)EFRETF o T RERERZ AN y=ax+b EApH %
# R? o



(=) H®RRER
Y EH R 20 pg/ml 2 $HRAERE SR Rl FEAR 5 4 1 R H R
o s AR RO EHRER L o

(~) EHHE RS
I PR N ST R R SR et L R
FELE S 5T R 0 R N R £ 05 flE 0 0
PR L
2 FEEE DBl - B G URT RS A 0 ST BRI SRR g S Y
BT RAR 0 AR 02481624 ] FFRERI T L H LY
L B R S AR RO ApEIRE L o

(1) MRHRVE T E 1%
1. #ipl#&"Y(Limit of Detection, LOD) : #-¢ svjk & 2 #1573 % 7 474 -
HELAEIL B =30 PR R 0 fF S B REITR P -
2. & & *YLimit of Quantification, LOQ) : #-2 4rik & 2 &1 53 /% 7 ¥74F
ooyt L =100l kR 0 T L ERUFTE -

(+) T te w oS R R
B e RH G BT ERR RS B0 F AR 01 g A

B4 » ImLePg k3 3R Q.S5mymL) & de e 505 0k Bl 2 B TR e

(+ - ) HPLC » f7if i+

1. k45§ + COSMOSIL 5C;s AR-II-C18 Column (250 x 4.6 mm, 5 pm)
2. &AL E UV 266 nm
3. ;i ¢ 1.0 mL/min
4. FHE R 1 35°C
5.2 ~% 1 10uL
6. #HAp -
¥ ¥ (min) v A% (%) 0.2%F4 i (v/v, %)
0 35 65
30 35 65

(F=) 483 &+ FHg 2R
P10 40 8 Eh et SRR EE 2 2 W R RSB R B E 10UL
@A 3 442 0 HPLC » #71# L30j0% & ff ik ek [ 2583 B AR & F £ o0

FAGE

10



(=) "o+ 4k 52 UPLC K 47 if

1. & 47 ? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥ RIAE UV 266 nm
3. ;i 0.4 mL/min
4. FHER :35°C
5.0 ~% 1 1pL
6. # & 4p -
¥ Y (min) ? A% (%) 0.2%F4 fa (v/v, %)
0 35 65
10 35 65

11



I ~8%

(- ) & 53 &H2 HPLC § 17
SRR 13.81 A dBAAE T B & IR Sk (B ) o

0.50

B

0.40
0.30 /

0.20

AU

0.10

0.00-]

T T T T 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 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

W- ~ 3 k%205 %2 HPLC & 17 B

WGP 13.86 A AT ST Fhe S B EHAE(BZ) o F
EEASF(R) S T34 H AT (D5 1020 358 (g * & Kp -

0.50

0.40-

] % E :;f

0.30

/

o.105 /L
E PN

0.00

T T T T 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 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

AU

O
T70% @ ﬁ%f:‘h/%ﬁjﬂifﬁ y A& ;u%*%iig%@%&?ﬁjiﬁ»%a 7%&% -

7 70%7 FE G i E R4 o

- R RBEFPOR

il B R 5 A B i F P
" P 2618823
70%° fE 3210681 N

¢ P 1458312
70%2 fE 2864655

12



(2) bt 3=
BEHTEPR2AA AL C MY EHFER 2 (FBF 42 98%)

B T FHR S TR

0 E I B R 5
% 1= 3394505
% 2= 402307
% 3= 49118
% 4= 24405
¥ 5= N.D.

(1) FREEFLEFRER
SARERRFEHEHE D K17 6 ffhF BE(y)TE Ik E
M AR G y=40462x + 15117 » R*=1.000 - & 7% ik & % 5.0-200 ug/mL 7
LAFHEER (R 2)

9000000
8000000
7000000

4 0000000
5000000

gp 4000000
= 3000000
2000000
1000000

0

HEH
y =40462x + 15117
R>=1.000

Az~ PEHz ISR 2

HEEES | EA(ugml) M S A2 R
geH 5.0-200 y =40462x + 15117 1.000

() 4 % R 2%
FoRSEHT o I HPLC 2B i 2 enif & 24 > JEHH B
PR L 5 0.57% 0 &k il ¥ R KPR

13



(=) EAPREETLLRER
PR T 0 17 HPLC R R chE 4F 2k » JRFE 42
AR L L 179% 0 ks R R o J R R 24 PR fE
T2 APHIRE S 0.78% R LR F97F R RIZY B 24 PR R

o plEE < LR

(~) BpHERE 2 1R %
HEegmpEs 0.5 ug/mL(Rle ) £E2#&T5E 1.0pugmL(RT) -

0.010—]
0.008]

0.006-]
] C e
2 0.004-] '?V\' k i

0.002 /

o.oooiwwmw”w . . e e

T T T T T 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 5.00 10.00 15.00 20.00 25.00 30.00

Minutes

Wz~ eH2 8RR 17 B

0010
0.008]

0.006]

gy
< 0,004 /
0.002-|

T T B e e s e s e B B S A S R B By s B B
0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

U

0.000]

Bl ~FEeigz TE2EIHITH
Few ~ LIS AT
B
LN _ LR
R R.S.D. (%)
HBAE  (0=5) 20 pg/mL 0.57
g4 (n=5) & &% it (No.10) 1.79
£l (n-6) ¥ 57 i (No.10) 0.78
pHE*T (n=3) 0.5 ug/mL -
T E 15T (n=3) 1.0 pg/mL ]

14



(1) Gpterfod %
B AT o e w5 92.6% AR R H AL 5 0.90% ¢

%3 %&ﬁ;ﬁ:ég@ﬁg’;

ot BHHFL | 732 | rE | BIELE | PfF | TEPF | RSD.
o (8) (mg) (mg) (mg) (%) (%) (%)
1 0.10 2.3187 2.5 4.6330 | 92.57
2 0.10 2.3187 2.5 4.6201 | 92.06
3 0.10 2.3187 2.5 4.6600 | 93.65 92.58 0.90
4 0.10 2.3187 2.5 4.6070 | 91.53
5 0.10 2.3187 2.5 4.6464 | 93.11

(£) 287 &84T 847 $ Rl T
10 #+7154F Bh2 § BRI RS (RS E 2 A 0 JRFSE
B 2430-3514% » i RS BRI 0 G R0G £ @00 36% - 2
o dr Bl B R LR 31 B B P00 4000 (F % B 5 6520) -

Lr AR B REL GRS E

Z 41 ¥a5(No.) BEA (%)
1 (NF) 3.128
2 (NN) 2.878
3 (NR) 3.292
4 (CA-1) 2.439
5 (CD) 2.463
6 (SA) 2.466
7(SE) 3.327
8 (5G) 3.514
9 (8h) 2.663
10 (SUD) 2.544
T5E48D. 2.871+0.413

15



(+-) "afF E4h2 HPLC 45 & Bl g et =
Be 10447 & VST F R S30% & 10 pL g4k 0 i 7 HPLC 4 &

B 2§ crip| %_o
1. & 47 ¢ * COSMOSIL 5Ci5 AR-II-C18 Column (250 x 4.6 mm, 5 um)
2. ¥ pIAE UV 266nm 3. ;i ¢ 1.0 mL/min
4. FHE R 135°C 5.3 >% 10l
6. # & 4p -
P& ¥ (min) z ¥ (%) 0.2%# & (v/v, %)
0 18 82
15 20 80
25 33 67
45 40 60
50 53 47
60 100 0
ki
10
1409 M
QWL 9
100 ‘\ .
|
03] H 8
“\
0807
7
fn
0707 ‘\”\‘
| 6
ao‘emgw—
5
0507
040 4
0304 3
0.20
2
0104
e !
0.0
0,00‘ o ‘5.60‘ o ‘10700‘ o ‘15.‘00‘ o ‘20700‘ o ‘25.‘00‘ o ‘30700‘ o ‘35.‘00‘ o ‘40700‘ o ‘45.‘00‘ o ‘50700‘ o ‘55.‘00‘ o ‘60,00

Minutes

Rl= .~ 10 3 5+ 244 2. HPLC 45 % Bl 3%

16



(+=) &% 54 k42 UPLC & 47
WG PR 193 BB BRI Sk (B ) -

1.40

R

1.00
0.80

0.60—

AU

0.40

0.20

0.00 T T T T T T T T T T T T T T T T T T
0.00 2.00 4.00 6.00 8.00 10.00
Minutes

B- ~ §EHIE &Rz UPLC K 47 B

(+=) # & &4+ Ztie 52 UPLC K 17
WF G R 1.94 N sF B 50k H R (BN -

0.80

0.60- %' &‘_ET_,J.
2 0.40-| /

0.20—

0.00="mmrbme ) S ‘ ‘ SR
0.00 2.00 4.00 6.00 8.00 10.00
Minutes

B~ B 8 T B 520 UPLC 4 47 B

(+z) %E»ﬁ'ﬁ’!/n\—?- PN R

W
B

A5 N D CpHnOn 5 A F # 146245 %5 8L 1 256-258°C 5 6 ¢ ko

(+31) Jrgasit
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(++) § &% "HNMR Fl#

Tectoridin_DMSO_600 2021/02/24 (YHC13-20)

12.918 !
9.589
Ll

P AR ONONHONNARNOAITODANDOD VOLLNOONDDD AN
3 S0 s RRRNNNANCNSNNDNBRNSS0n BusbbroodSoBDRS

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
B NN NN N N CECEEERBEBLLLIETST OOOOORNN®®® 00

J( o jJ/ H!‘i {/;!

S

T - — T T T
13 12 11 10 9
w 4 w o
0.33 0.96 1.01 0.992.05 2.92.14.06

1.108.41

T T
3 2

!J’
U UU ULU
T T T T T y T
8 7 6 5 4
w w e vy w

B4 ~ § &% 'HNMR B 3#(DMSO-ds)

(=) § EH5CNMR FH#

Tectoridin_DMSO_600 2021/02/24 (YHC13-20)

mmm
quququ

mmmmm

—69.626

_—17.267

—115.065
s
-76.685

T
1 ppm

- 1

T T T T T T T T T T
140 120 100 60 40 20

B+ ~ 3 &0 °C NMR B3 (DMSO-ds)

18
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(+~) ¥ EHSESIMS M#

D:\Xcalibun\.. \LC-MS\ID-B-MS2-POS01 02/26/21 11:15:12

ID-B-MS2-POS01 #1019 RT: 6.24 AV: 1 NL: 5.24E6
T: FTMS + p ES! Full ms [120.0000-1000.0000]

1005 463.1234

©
o
1l

[MHH]"

/

O O D N N ® © ©
a o o S & ?
o T oo oo T T

IS
[

Relative Abundance
5 3
|?||||l|||||||

w
a

N
(&)

464.1266

N
o

w
S
vl Tt

155 485.1052

E 465,125 482.0072
59 o2 4701180 1 486.1084

3 447.3465 462.1142 | | |466.1313 [ 495.1123

0 rTrr1rrrrr [rrror [Trrrryrrrri [rror [ L UL | T T 1T rrorT1 | T 1 17T | T T‘ TT [ L | L
430 435 440 445 450 455 460 465 470 475 480 485 490 495 500
m/z

M- -~} &HESL-MS M

(+4) ¥ EH5FTIR B3

70
60
50
$
§
40
|
30
8
& 1
S |
£ 209 |
2
I I
[ N
X ] = |
10 § 3
o
0+ / 2
| e |
-10] S S8
3 8
2 -
N
-20-
-30
-40 . . .
4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

Bl = ~ 32 FTIR F¥
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=) BEHOUV B

13.450 Peak 1

B 263.6
0.50

0.45-]
0.40-
0.35-

0.30

AU

0.255
0.205
0.155
0.105

] 330.3
0.05-

0.00

B s e e e N s s e e e e e s e o L s e s e e LA S s e e
200.00 220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00

nm

ML=~ JEHPUV M

S L) FEFGE RS B

6

B

-~ FREFSOE g F 45 (DMSO-de)*

position ou (600 MHz) dc (150 MHz)
2 8.44 (s) 154.7
3 - 122.0
4 - 180.8
4a - 106.4
5 - 152.9
6 - 132.4
7 - 156.6
8 6.88 (s) 94.0
8a - 152.4
I - 121.0

20



2°,6°
3,5’
4
17
27
37
47
57
6”
5-OH
6-OMe
4’-OH

7.39 (d, 8.4)
6.82 (d, 8.4)

5.08 (d, 7.8)

3.30-3.35 (m)

3.28-3.33 (m)

3.15-3.20 (m)

3.43-3.47 (m)

3.43-3.47 (m), 3.69-3.72 (m)
12.9 (s)

3.72 (s)

9.59 (s)

130.2
115.1
157.5
100.1
73.1
76.7
69.6
77.3
60.6

60.3

4(Multiplicity, J in Hz) in ppm.
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‘ll%_:[.

Z, . IRIDIS TECTORI RHIZOMA
¢, Iridis Tectori Rhizoma

DA 55§ K Iridaceae {8 4+ § K Iris tectorum Maxim.2_ 5§ AR E o

LA

R ¥l

i)

A& R

- ~ 32 F

(—) Jférr'é'/;\;‘ R

(=) HREFEES
% it

=) & K ¥

(z) B B &

(I) B B #

() B B

(=) H¢&wir

[5522 1)](° &4 A2 {cREL 2020)

— B A&EE*x 1.0g 4 10mL &£F A& F 30 »
60 @k I ImL 5 RSB .

[F522 2] (p ARV

— B AEBE X 05g 4 B 10mL 425 AR F 30 ~ 45>
Wik PR TR &EBIR

ik -T;I”(Tectoridin)*i%ﬁé#%i%r‘?p v 40 7092 fR =& 1mL
7 0.5mg epiR o 1T HRRE SRR -

HPTLC silica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm X 10 cm
[Ema 1] (° =4 82 {cREL 2020)
—ZF"=IO@ TR 311

[Em#2) (447 #2525k 2021) (5+F B B &)
—e e i TRk (10020 1)

[ER#&3)(p FRF)V

—e ey TRk (2002110

10cm %X 10 cm ~ 20 cm X 10 cm

ERWEATG IS~ TER > EFIEH 8cm -
Ro§zi8 0 BN (254 nm) T AR o

22



S RF2ERZ AR

F 5 p P 110/03/11
¥ & (RH) © 46%
8 B (RT) : 22.4°C
[EB&H3)(p FRF)—e LR "/ -k 20:2:1)
—HPTLC # ¢} k(254 nm)#& !

B CH 2 g
12>3 # & (0.5 mg/mL) 1>2>5ulL
4-5-6 Baar2[F532 1) 1-2>5uL
7-8>9 a2 [5522 2] 1>2>5puL

BRI 2T LSRR ) SRR RS Y R FIF R
B P RREY > g [F5 5 2]
RMLE R 2L SR [F0 % 2] 2uL -

23



ZRBARER

5P 110/03/11

Ap¥HE B (RH) © 46%

B (RT) : 22.4°C

[Bma1)(7 #4Efe@BL 2020) —= & 9% 7" - P 3:1:1)
[55=2 2] (f 7 B %) —HPTLC % * &(254 nm)# 1(§ & H RyE 5 0.15)

(BB 2) (L&Y Z0 5w 5w 2021) (B4F BB H)— fhc fin: " [

k(10121 1)
[~ 2) (p 7B % )—HPTLC % * (254 nm)# 2! (F & H R/ 3
0.61)
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[Em&3)(p FRF)—C e "k 20:2: 1)V
[ 52~ 2)(p 7 B4 )—HPTLC % ¢ k(254 nm)# 41 (F & H R 5 0.33)

1 : Blank

20 FEH

304 feipiR 2
5 Spike

ERAE AR I [FR 2] 2o np R [ERA3] ER - Bk
H2 ReEF? sk p FHEE2 [BRA 3]

25



T~ RETVER

F5%p ¥ 110/03/11

#0445 & (RH) : 46%

iE B (RT) : 22.4°C
[Em#3)(p FR®)—e ey " -k 20:2:1)
(5P~ 22)(p B 4)—HPTLC ¥ [¥> i 2)(# 7A %)—HPTLC %
Lt *h k(254 nm) e 41V

[58=22)(p 7 #%)—HPTLC %
b (365 nm) & !

1 : Blank

2 F B

304 feEiBR 2
5 : Spike

ERBLE N T b (254 nm) 0 F ORGP B B2 G5 o

26



I~ AP RERR

F 5 p P 110/03/11

Ap¥HE B (RH) © 46%

8 B (RT) @ 22.4°C
[BEEA3)(p FREF)—L LA "/ -k (20:2:1)
[52=22) (p 7B %) —HPTLC ¥ ¢} (254 nm)# o

Blank

1
2 # & (0.5 mg/mL)

# =% % 1 (NF)

4
' 6 & &% % 2 (NN)
8 ¥ &% % 3(NR)

' 10 % &% % 4 (CAl)

1112 th i3 i% 5 (CD)

13 Spike (¥ &% i 2)

27




[ER#3) (p ARH)—e ey "/ -k 20:2: 1)
[ 55 2 2] (f 7B %)—HPTLC % ¢ %(254 nm)# !

1 Blank

2 # & (0.5 mg/mL)
3°4 &% % 6 (SA)
516 ¥ 572 7% 7 (SE)
78 ¥ % % 8 (SG)
9,10 ¥ &5 % 9(S))
1112 % 53 % 10 (SUD)

13 Spike (1 &% % 8)

BBk NpERF L [F222) 28 np R E 2 [ERH 3] »
B I F kR 0 AT R (2545 nm) T AR -
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