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Hitachi Chromaster HPLC > # 7 Quatary Pump 5160 ~ Autosampler 5260 ~

Column Oven 5310 ~ DAD 5430 ; % 47 ¢ = COSMOSIL 5C;s-AR-II Column
(250 x 4.6 mm, 5 pm) °
(=) UPLC ®E 2 k47§ 1=
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FEde » 50%7 fE S0mL > A § ¥R i RJZ(# 5 300W - 47 5 40 kHz) 30 4~
& > Zrs 10 A 48(5 4000 x g) » 12 No.l Jg ik > Boipie# » 50 mL 2
FEALY 4 50%° R % R 0 %3 £ 8 g(syringe filter, PVDF 0.45 um) >
W1 o

(3 ) =z
A | e Bt AR R BLA R i B %\»‘

L i > HPLC - B 2>
AR SRR HREESE S £

—?F“»E‘ B b TR MRS SR A 3 R £(600 pg/mL)> 11 50%
DA FE A A Y 7530 18 6.0 ~ 3.0 ug/mL R
B R o 1A & B 10pL A B)i ~ HPLC &7 2.8 A 45 0 {1 *
#ﬂigé«?iiﬁu‘é B (y f)fotR 52 k& (x fh)iE TR Y iF & RT R
TRz SN y=ax+beriph GH R -

(=) M &A%
MEHETE S 6.0 ng/mL 2 HRARE SR R FRES £ T
ikl o ff Sdpth o ROAPERR L o

(N) EHFHER UL RS

L LR R B L
ETEHEE S CTEHR SRR ERPlT NS T it B

(%) 7 dp > KAAREHRE L o

2. T B - BT ENE R R EMRSARAR S 2
BEHCTTEHR AR A6 02481624 /) pFieHip 2>
WERH TR SR E s gt ROAPEHRE L o

(4 ) W' T B R
. 18 @4&*2(Limit of Detection, LOD) : #-2 Fvik & 2 3 =03 it 7 474FfF
FoUBLRESOL L =301 B2 kR TR RIRILR S E o



Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L
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Intensity (mAU)

Intensity (mAU)

Bk LM T > J|* HPLC 2 R 2l e > T it ¢
P2 ApHHRE £ 5 1.64% pmﬁﬁﬂﬁﬂﬁﬁ°fé Tk A 24
A RTMZAHEEL L 025% R LB | FHrd RESFTIA
4 )RS RlEE LR o

FhE BIHETE 0.15pg/mL (B e ) 8 &5 0.40 pg/mL (F)
I)e
1 ZHETH
0.8 -
0.6 - ‘/
0.4 -
0.2 -
0 T T T T 1
0 5 10 15 20 25
Time (min)
Ble ~ 2 HaiF2 0 RHETE 7R
0.8 - .
2hitT3
0.6 -
0.4 -
0.2 -
O a T T T T 1
0 5 10 15 20 25

Time (min)

GESRE S S FRE S R R

Fw o~ FIREAS T

Haipl7E B kR R.S.D. (%)
HeRE  (n=5) 6.0 ug/mL 0.47
L4 (0=5) ¥ &% ik (No. 3) 1.64
T (n=6) ¥ &% % (No. 3) 0.25
& (n=1) 0.15 ng/mL -

T E &' (n=1) 0.40 pg/mL -
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(1)

Fbew e

R

FHEIR TR e w e F L 99.7% AP EHRE L 4 2.58% (£ 1)

2T ~FHET R T RS
s 44 e 73 & e~ F PR E wozF | T Ew e |RS.D.
(g) (mg) (mg) (mg) (%) (%) (%)
1 0.0103 0.439 0.45 0.910 104.66
2 0.0103 0.439 0.45 0.883 98.54
3 0.0103 0.439 0.45 0.878 97.61 99.7 2.58
4 0.0101 0.431 0.45 0.872 98.06
5 0.0102 0.435 0.45 0.885 99.92
() 283 8 Hem®FHZ ERT
1046 = EH2 7 210 Jié"a‘(%@w){ﬁ"z\ A G
R s

3
PR 253513% 2 b

3.0% b B T f L TR R EF R M 3000(@ B g % 8895) .
L A kA A L e
4 S e
(No.) (%)
1 (NC) 3.98
2 (NX) 3.02
3 (NWB) <13
4 (NWF) 7
> (CB) 3.68
6 (CE) 3.05
7 (SK1) 353
8 (SK2) T
9 (SK3) 13
10 (SK4) 74
+#2E4S.D. 3.58+ 0.86
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2. ¥Rl E 254 nm 3. /i ¢ 1.0 mL/min
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6. @ 4p ¢
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B+ ~ =% 2% a1 °CNMR B (DMSO-ds
L A A ) =¥
(+ ) =4 =1 % e ESI-MS B3 N
CST 223 5#132 RT: 107 AV: 1 NL: 1.08E8 [M+Na]
T FTMS +p ESIFull ms [100.0000-1200.0000]
35315680
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90:
85
a0 171.09904
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3
g
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E
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s
>
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3
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2
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0 0 L B o e e o o
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f0 N EE A iEd hE LB =8 (DMSO-do)

position ou (600 MHz) dc (150 MHz)
1 10.5 (s) 191.93
2 - 153.84
3 - 139.04
4a 2.21(dd, 18.8,9.4) 40.97
4b 2.63 (ddd, 18.8,5.2,1.7)

5 3.94 (m) 69.29
o 135 Eiit,l %2421, 22) 46.72
7 - 34.96
8 1.16 (s) 27.36
9 1.18 (s) 28.64
10 2.10 18.80
I 4.29 (d, 7.8) 100.91
2 2.92 (ddd, 9.1, 8.1, 4.8) 73.48
3 3.14 (overlap) 76.79
4 3.05 (ddd, 9.8, 9.3, 4.5) 70.06
5 3.10 (overlap) 76.77
6’a 3.43 (dt, 11.8,5.7) 61.04
6’b 3.65(ddd, 11.8, 5.7, 1.8)

2’-OH 4.64 (d, 4.8) -
3’-OH 4.78 (d, 4.5) -
4’-OH 4.76 (d, 4.5) -
6’-OH 4.80 (t, 5.8) -

4(Multiplicity, J in Hz) in ppm.
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% %= 72(CROCI STIGMA)
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MBS EALE BRI EHL 104

CHRER AR
(- ) HPLC &k B2 K78 4=
Hitachi Chromaster HPLC > # 7 Quatary Pump 5160 ~ Autosampler 5260 ~

Column Oven 5310 ~ DAD 5430 ; % 47 ¢ = COSMOSIL 5C;s-AR-II Column
(250 x 4.6 mm, 5 pm) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance ° ¢ 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; £ 15 ? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

I REREER AR
(=) 34
o ﬁg(99 9%)?&,%_ WA e F LG AP

a i ?f{—fl (Crocin ) ~ & *= f=H I (Crocin IDPEE > L2 P o @ o W
BT 98%r ¢ oo

R
(=) REEB 3T
BeAEp k66 0 & EREFL001g & SOmL e F (4 R)

B M Egde T AR~ T5%7 FR > 50%° BE ¢ R~ 70%2 B~ 50%2 fE & 50
mL > 423 i 45 F AT (# Z 300W » 47 & 40kHz) 20 A 48 > #w 10 A 48( 5
4000 x g) » i i (Syringe filter, PVDF 0.45um) » ™ {8 o & & 10 pLix » § 7%
7 A0 A 47 R(HPLC) » 2 #p 95 L€ £ 2. i 1 0 o fE T % g
G L L TEH TR

EPEN L3
BRI A B AGE S 20 56 )9 001 g0 B 50 mL &< F (45 5
2 R 0BRSS~ T5%7 B S0mL o A2 ik 3E I AR (F F 300W 0 4E 5 40
kHz) 20 4 45 » & 10 4 48(% 4000 x g) » 12 No.l jg i » Boigir # »
50 mL 2z % £#(4F 6 K)? > 4 T5%° FE X % A 0 # 3 £ ¥ ik(Syringe
filter, PVDF 0.45 um) » {8 o & 4+ 10 puL ;* » HPLC » 7 /3%~ £ 4F } it
FEIAEP R DG LT H G 2 THIRRER R > T I
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(Z) HBRiE 3R
1. Bmfi-RitE s d o '”Cﬁ' 3.0 mg s 4c 10 mL 1 75%° @@ =& |
mL 7 & &= f“-‘l—TI300}l HRIEE SREF BR T T75%7 ﬁ?ﬁ‘"%—l- 30
pg/mL ﬁl*ﬁ'ﬁﬁﬁiﬁwmu °
2. B fRiEF & 2 H 1 1.2 mg > 4 10 mL 075%° el =x |1
mL 2 & = fH 120 pg ¥R 48 3% 0 ©00 75%7 FRAFR
12 pg/mL B = P 453 503 % o

(2 ) &3 R
BREfEP- A o A (B % 20 5Lé )9 0.01 g- B 50 mL & ¥ (4855
& R)Y o BaEae » T5%7 FE SOmL v A E A 3R T AL (4 & 300W 0 4F % 40
kHz) 20 4 48 > 3s 10 4 45(9 4000 x g) > 2 No.l i ik > Boimip # »
50mL 2 3 # »z(ﬁs-féé )P o4 T5%T FR 1 %R 0 # 3 £ B (Syringe
filter, PVDF 0.45 um) > ¥4 o

() p=i2
A ] M FE R B R R 202 % ~ 6 503 % 10 L 2~ HPLC » B %

AR ﬁﬁ'\‘v‘i—%/p e ‘TT‘?J—T“V“‘H‘I"Z’EE’L-&T—V’“":TII 1z 2 0 THE o

(=) wE®R

1. BrrexBeg tﬁﬁﬁ%ﬁﬁwé%mﬁiﬂ&w%mm’”ﬁ% Fe A
A CTHIA B E 150603012 6.0 pg/mL %t e AR 503 0% o
YA £ B 10uL A4 B3~ HPLC i 7 28 4 45 > 1% 58 5.2 g% 5
iy s)frik S ERX M) FRETF> T REFRERL S 25t y =
ax +b 21 4p i AH R” -

2. BFEBE PG ﬁllﬁ%fﬂ}m %%k 2(120 pg/mL) > v T5% 7 fE A
B8 2 FEHIA S5 6023021256.03.0 pg/mL % BRI 503 5% o
UL,A,;}i 10puL & %73 » HPLC i 7 2 & A 47> 1 * & 2 % 5
iy s)fotr it 52 kR (x )i Ty jF > ¥ RiF B M2 2 2y =ax
+beiph G R -

(=) H AR
Lomd = fH15 30 pg/mL 2 $FRARIE 503 i etk 5 4 a2 Hl1
Sk G AR s dptR o RO EHEREE -
2. @ e HIME 12pg/mL 2 $HRARE &3 R @ 8k S 4 a2 HI
Sk G AR s At ROVAREHEREE -
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() EFBE R RR
LEAR -3 Qe mF B A B e EFH SRR AR
EEEEE S PH e TEM R SRR BRRIL NE ETEHIEE
Hleng (%)% dptk > RdAp gL -
2-% TR IBF-PP LT EHP R R LT ER RS RAR
’%lvﬁé,:?r%ﬂﬁmp,& A u 02481624 /) pEiE B 2
& F18d = TH % & ff 5 dpth > RO EHREL -

y_ a
4 {w

AT
w—

—‘t‘é

(1) WHpHE e T BB R%
1. i p %@;““(lelt of Detection, LOD) : #-2 ik & 2 L& 2.2 7% 7 HHFR
IRl L =3 kR 0 TS BRHRIALGIE o
2. & f&*YLimit of Quantification, LOQ) : #-¢ #rik & 2 3 575 /% * 474k
ForumEggent Z =210l F2 kR 0 (5 T2 BUGTE -

() Fptew e d ok
1. Bv2 srd _?;?'t%fl’g‘iéﬁé TEHBAS R EPEEHEEH 001 go
T HI105mg TR &SBREAF B EITR T
2.0 i L HNZ B o EHH RSB F P EREP 001 g
A w4~ & 2 TEHI10.5 mg ;’ﬁ*@wi’éﬁﬁl% RREE: B3

(+ - ) HPLC ~ #7if i2
1. & 47 "F." : COSMOSIL 5Cis-AR-IT Column (250 x 4.6 mm, 5 um)
2. ¥ iplAE 440 nm
3. ;i ¢ 1.0 mL/min
4. FHE R 125°C
5.5 ~% 110l
6

M Ep
P¥ & (min) " (%) k(%)
0 50 50
20 50 50

(L) 237 BB HR TR
PO d B f et EZE ke sanlgy 20K EAR B2 10
uL i 4 3 452 » HPLC #7118 T 3oL % 6 ff ' [ 203 B 50 27

‘ﬂ o

HlE o cimHlap ~ v 2 2
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(+2) %=t &2 UPLC k 47 if

1. k47 "F." : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥%BlAE 440 nm
3. ;i 0.4 mL/min
4. FHE R 1 25°C
5.8 ~% 1 1puL
6. # & 4p -
P & (min) " fE (%) k(%)
0 50 50
6 50 50
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I 8%
(- ) $#BEEEE o T8 F 2035112 HPLC & 17
SEG R 9.01 & 1610 A A WA T 2T (B- )8 F 27t
H 1LE PR AR 5 0 (=) e
) 80 - B

0 1 G = |
60 - /
50 -
ST
T 30
> 20 -
2101
E 0 T T T T T T T T T T T T T T T T T T T 1
8 0 5 10 15 20
Time (min)

-~ F e H IR R R 2 HPLC & 47§

16 -
14 - EGATET ||
12 ~
10 - \4
-} 8 -
E 6
z 4]
2 2
E 0 T T T T T T T T T T T T T T T T T T T 1
0 5 10 15 20
Time (min)

Bl= ~ 0 ko f5H IR ARE 03 % 2 HPLC & 17 B

=) F 8§ =Tk &2 HPLC & 49
WEGRER 0128 1630 A HAA HET F L TER RS ¢ LT
I 6 cEF ks (Mz) & 2 FHFIARFR) S 5130 3 A5 (D5
0.99 » & ‘= FEH A M EF(R) S 9.85 45 & F15 ()5 1.01 7 358 buif » 1

£ Rp o
g gl
30 /

—_
[e]
1

Intensity (mAU)
[\*}
S

(=]

0 5 10 15 20
Time (min)

= 7 8% ci-8Hk 52 HPLC & 17 F
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* - \U.f‘\J_?’:-'EfI.E’Ef quﬁll&/w\%’ﬁ‘.f??#"&?]—?
PR R 5 ERA TR o =
2 5.13 9.85
¥k TS 0.99 1.01

(——‘)ﬁ"li'rB’\/ 'kﬁ"p ]\:v

2 75%% B G

P

/ﬁ'&ﬂffﬁ}h ’ ’E' ;L, g%

LR E G i lE e gl

VG At o BT 5% PR G B E B4

- WA B BT L
22 2 RBREZEERER

% ¥ ARG | e THIAE G | R F
v A 401196 179697
75%" f% 576929 237800 \
50%" A% 337639 125205
i 96698 70910
5%t f% 356378 183770
50%¢ f% 430659 148552
() G EPfari
BEHAE 1 AR 8 B EFIEE B EFIF R 2(F 55
< 3 98%) o
22 HETREEFPAEGTR
75% 7 B 3P~ i O T H TR G AR O I E G AR
51 =% 616221 253034
52 =% 13804 5509
53 =% N.D. N.D.
(1) HRFEST o glEe =ioFilkE R

. 82 FERT 27-

EHT (0% &

p A& AT B E G ek E(y) T iE 3 | ¥ B

A2 5 y=43713x + 122046, R2=0.9994 > &1 k& % 6.0-150 pg/mL

2

b e N (R )

25




AT
8000000 - y =43713x + 122046
7000000 - R2=0.9994
4@ 6000000 -
5000000 -
4000000 -
= 3000000 -
"R 2000000 -
1000000 -
0 T T T T T T T T T T T T T T 1
0 30 60 90 120 150
JE & (ug/mL)

Flw SR S5 e 2 R AR

2. 22 RERT & '{‘C-T,—I“H xX)$t & p & 7 B ek BiE(y)r#® 3| | e &
A A28 5 y=35719x +32683, R2=0.9996 > k1 k& 7 3.0-60 ng/mL 7
UAF DAL TR (BT )

G
2500000 - y =35719x + 32683
2000000 - R =10.9996
Hm
\-&—
& 1500000 -
W 1000000 -
= 500000 -
0 T T T T T 1
0 10 20 30 40 50 60
k& (ng/mL)

iR s Jk & (ug/mL) SERL A R?
o i ?:'JI»TI 6.0-150 y =43713x + 122046 0.9994
e ?ti_fﬂ 3.0-60 y=35719x + 32683 0.9996

(=) HHEFR

%% 1% HPLC R B G e g R U4 - 0 L T F 12 7

CHIM & R 2 AP $HRE L 5 0.67%%2 0.58% » 354 i Suig * 2 & K o
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(=) EHPERELRR
TS5 1% HPLC L2 FEHhE4gt s o i Hl&a
HIEAF M2 AP EHE AL & B 5 1.33%E 142%,5m,_,f ERIN R

PooF R HIEG S EHI24 P PR AR R ARHEEL A
1.02%22 2.26% » %1 L B | » 47 ﬁ%&\ﬁ;n,@m DR Z A B

T

f

U

'_C'

5]
| &

Ef@ %k
R E 0.06 ng/mL (Bl ) > T 245 0.2 pg/mL (F)
B RHE*L 5 0.03 pg/mL (B ~) > TE &5 0.1 pg/mL (F

RSN,
0.9 0.9 v A ‘EI I
0.8 0.8
.
o S =y | _o
2 06 i = 2
s < 06 |
el .05 ‘
£ 044 2 04
5 o3 £ >~ MWJ
= B 8
=02 03 _— L,_.J"'\/"
0.2 v
0.1 o1 ™
0 . “m'"\[w
0 5 10 15 20 Y
0 5 10 15 20
Time (min) Time (min)

Bl F el dRE TR RS 8 e LR AR TR

0.4 0.4 5L “J_ TC :E]’LII
03 0.3
3 7 EHI _ N
% 0.2 2 0.2 \
g 01 \ g 01 &
2 = |
= = N Py
0 e
-0.1
5 10 15 20 0 5 10 15 20

Time (min) Time (min)

B~ & e T2 R UG TR B4 § e T TR U 7

I~ LR REASIT

o1

ETTS

‘ R TR o = H
e PIE P — —
kR R.S.D. (%) kR R.S.D. (%)
%A (=5)| 30 ug/mL 0.67 12 pg/mL 0.58

A (0=5) | % &%k (No.2) 1.33 & &% ;% (No. 2) 1.42

R (0=6) | & &% it (No. 2) 1.02 & &% it (No. 2) 2.26

W RHE* (n=1) 0.06 pg/mL - 0.03 pg/mL -

% &' (n=1) 0.2 pg/mL - 0.1 ug/mL -
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(’L)/’J“‘“‘?"‘iijr R
F A TH T S e w o 3 100.2% AR R £ 5 L17% (%)
@ H I 3 S w e g 5 111.6% > Ap R i £ 5 0.32% (& - ) -
* = ‘6“;'{:3&' e w T
ey BHFE | FFE | rE | BEE | wigF | TEwCF|RSD.
(g) (mg) (mg) (mg) (%) (%) (%)
1 0.0104 0.327 0.5 0.817 98.03
2 | 0.0100 0.315 0.5 0.819 100.84
3 0.0100 0.315 0.5 0.821 101.28 100.2 1.17
4 | 0.0100 0.315 0.5 0.820 101.16
5 0.0102 0.321 0.5 0.821 99.91
Fo= 8 B EH G 4w oS
ey BEHHEL “p fer g | RIFE | word | TEw LS RSD.
(g) (mg) (mg) (mg) (%) (%) (%)
1 0.0104 0.240 0.5 0.797 111.36
2 | 0.0100 0.231 0.5 0.789 111.70
3 0.0100 0.231 0.5 0.791 112.17 111.6 0.32
4 | 0.0100 0.231 0.5 0.786 111.11
5 0.0102 0.235 0.5 0.794 111.71
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2 ZERTEFEE SR AT 0 T ‘
CEHISE R L 1.95-6.67% ¢ & L H 2T i f
ﬁIImNE z ; 540-11.77% kb o CEFHIp I A 7 L HIHE &
EHINEE 273 #7530 10.0% © Einfr e o o TH LLE - 3 7 M0t
3000 (F % (& & 3800)% & iz jEH IR 4 3~ 8 &7 3% 3000 (F % & 5 5216)°

FACERD LF T EH RS T LT HIET T HIOE £
FHme | TETHIGE | cLFTHIFE | 6 2FHIE § L THI
(No.) (%) (%) BEE%)
1 (NC) 7.08 3.95 11.03
2 (NX) 3.63 1.95 5.58
3 (NWB) 7.67 4.10 11.77
4 (CA) 3.64 2.07 5.71
5(CB) 4.71 2.40 7.11
6 (CE) 3.94 6.67 10.70
7 (SK1) 3.42 1.98 5.40
8 (SK2) 4.47 2.30 6.77
9 (SK3) 5.94 2.95 8.89
10 (SK4) 8.37 2.29 10.66
L 15 +S.D., 529 +1.84 3.08 £ 1.51 8.36+2.53

29



(_L

Intensity (mau)

=) % =T F H 2 HPLC 45 = Bl3# e =
P10+ & f LBk Sa R L 10pul i 4k > {7 HPLC ip
= B2 iR o
1. & 47 % : COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pm)
2. ¥Rl E 440 nm 3. /i ¢ 1.0 mL/min
4. FHER 125°C 5.0 8 1 10uL
6. #H4p ¢
Fe 7 (min) " A% (%) k(%)
0 10 90
30 50 50
55 85 15
56 100 0
65 100 0
o :T‘C-Ffl G | |
35 \ /
30 A
A_AJAJJ L—A_a.ahllh
. Y ULkLi
] /s_/k_,««“-l\-ij A——J\ 4
thijtjii I
15 - N
- WULLM
A Al L.M/‘\_NJ\\__JM\_"L_M L 7
10 - e — \
L R W | W WM\J\q“_\F_,/S_
51 9
10
sl JJ e —
0 5 10 15 20 25 30 35 40 45 50 55 60 65
Time (min)

B+~ 1044 % = =%+ 2 HPLC 45 ¥ Rl3¥
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1L - 4 aror |3 EXTS
(+-= U..’\J_fu«qlzﬂ C NMR E]:
oS 2 AR RS 2 o MmO Mo Mo = Scoamn;ma oo
& E D% £e g S So 8 s asanag Sagnaan 29
& 2 2822 22 2 I STEHILH22] SEIRERS 88
g 3 @885 98 & = AR O s SN Shinien s S
e SRR RTINS = >3 Yorpodaane SySuchoua aval oo
|
I
1
|
|
I
|
I
" g 4\ f
Ny i 4 . S gt M sy . 2 " it
T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
- T a1 .2 13 ¥
BlLt7 ~0 &1 H [ "°C NMR ] (DMSO-dp)
L TU 4 A Y 2 ¥
(+ ) d & f“-‘l;TIET’ ESI-MS BE]:%
Crocinl H20_MeOH#1427 RT: 1338 AV: 1 NL: 7.39E5
T: FTVS + p S Ful ms [120.0000-1200.0000]
51117700
10
95
90
85
80
75
70
65
.
o [M+Na]
s
S 5
s 999.36523
2 50
°
=
RS
5
o
n
3
30
2
2
15
988.36603
© 52115082 67190100 ‘
/5015562 68122034
57717657 74851862 :
4 62934729 715»19|231 77647870 946.14691 1015,34088 111598169 118831653
ITH ‘ e |‘|l ‘m‘ Th— ‘ ‘ TS T— T ‘ b
550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200
mz

B+ ~ & 2 H [ ESI-MS Bl #



Y Transmittance

(+4) & == HIHFTIR B

{¥1Mon Sep 0 16:16:44 2024 (GMIT08.00)
f00-

2922.72
750.86

970.78

1800 68 ——————

3402.06

1072.07

4000 30 3600 100 320 3000 2000 2600 2400 200 2000 1800 1600 140 1200 1000 800 600

Wavenumbers {cm-1)

M-+ & 2 THIHFTIR 3

(= +) & =F=HIHUV B
70
60 - 440 nm
50 -

40 -

Abs.

30 -

20 -

10 -

O T T T T T T
200 250 300 350 400 450 500 550 600

T — 1

Wavelength (nm)
Bt~ a ‘?LT_TCT;I“IE'T"’UV ¥



o) B R

OH

6

a—

4 ~ T 27

HOW_A~_,OH
Ho\\U'

0”0

[,

OH
. 9 10 8 . OHO"' \OH
OO X N TN N7 0 O"/’(OJ:\OH
HO' N oK 10 g HO™ ™ "OH
OH OH
R TR

FIehg ~ #4145 (DMSO-do)'

position ou (600 MHz) dc (150 MHz)

L1 - 166.65
2,2 - 125.73
3,3 7.35(d, 11.2) 140.37
4,4 6.67 (dd, 14.8, 11.2) 124.38
55 6.82 (d, 14.8) 144.60
6,6’ - 137.39
7,7 6.53 (ddd, 18.6, 11.2, 2.2) 135.97
8,8 6.87 (ddd, 19.5, 11.2,2.2) 132.00
9,9 2.0(s) 12.56
10, 10° 1.97 (s) 12.69
1” 5.42(d, 7.8) 94.56
2” 3.22 (m) 72.43
3” 3.26 (m) 76.26
4” 3.24 (m) 69.19
5” 3.42 (m) 76.23
6a” 3.58 (dd,10.3, 4.8)

68.0
6b” 3.98 (dd, 10.3)
1 4.17 (d, 7.8) 103.07
2 2.95 (m) 73.46
3 3.11 (m) 76.74
4> 3.04 (m) 69.94
57 3.05 (m) 76.86
6a’”’ 3.43 (overlap)
6b>” 3.65 (dd, 11.29, 6.13) 0097
2”-OH 531(d,5.2) -
3”-OH 5.08 (d, 4.7) -
4”-OH 5.16 (d, 4.0) -
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2"-OH
3-OH
4-OH
6”-OH

4.84 (d, 4.7)
4.90 (d, 4.7)
4.88 (d, 3.8)
445 (t, 5.9)

4(Multiplicity, J in Hz) in ppm.
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Sl o\ =gl ey e 13 24
(=+31) g =i-HI & "CNMR Hl:
gt CRIzSRS 382 8 TN C—O T~ MY —O—Ox A —o w0 s =
%5 SHBB=—Fm IS =) A8 ZxRdRF-—CEFaa= noERESS 552
zZ ANRTRIR Sax 3 03 ARA TR EALBTES0m AB5538AF =8 n
g g TFT OB = wvwm o« M S eloliy N LN s 0, A EoAnCn o O AOA0 M)
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I
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| |
| |
I
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170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
_ T A a2 213 EXTS
Bl= + -~ & &21HI5 °C NMR B:#(DMSO-ds
F
- N T 4 A a s sy
(z+t=) @ = 7= H 1= ESI-MS ¥
Crocinll_H20_MeOH#1471 RT:13.79 AV:1 NL: 1.02E6
T: FTMS +p ESI Full ms [120.0000-1200.0000]
430.15073
10
g -
E [M+Na]
<<
s 837.31281
&
563.86603
- STI36517 82631879
4121927 \
529.25970 630;9‘7394 701,4‘;904‘ 79526611\ 8‘5?:28406 904.10199 99581622 1176.83691
T v " P R i »
450 500 550 660 6%0 760 7‘50 860 SéO 960 9%0 1dOO 1d§0 11‘00 11‘50 12‘00
miz
- 4 A s s vy
=+ -~ @ =2 f-H U ESI-MS R
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% Transmittance

(= ++) & L HFUHFTIR Bl

Abs.

1Mon Sep 09 17:06:47 2024 (GMT+08:00)

Wavelength (nm)
cE e EF IS UV R

~

B+

It

39

967.55

w!
1
w0
0
o]
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n!
0
104 - 5 i 3
| n - ¥ m e ﬁg b
3 E i E : s =T B
! 8 38 ' LR
5 iee
-30-:
R T A S A T S R A S S R
Wavenumbers (cm-1)
W=+ = F & FIFTIR W
-t .f’::?ﬁfﬁ—ﬂé‘f’lUV B 3
80 ~
440 nm
70 -
60 -
50 -
40 -
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20 -
10 -
0 T T T T T T I —
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(=24 ~) =gl g - Ff

OH OH
Ho\(j,morie” 9 10 i J10, A\ .OH
o .1,,0 0. SO N N 8\8 NN o
HO' “"OH’ 10 9
OH
T i ?ﬁfﬁ'H
2L~ 2 HI hi ~ T F 28 (DMSO-do)®
position ou (600 MHz) dc (150 MHz)
1 - 166.18
1’ - 166.16
2 - 125.34
2’ - 125.27
3 7.35(d, 11.8) 139.89
3’ 7.35(d, 11.8) 139.78
4,4 6.67 (dd, 14.8, 11.2) 124.38
5 6.82(d, 14.9) 144.60
5 6.81(d, 14.9) 144.52
6, 6’ - 136.91
7,7 6.53 (ddd, 18.6, 11.2, 2.5) 135.95
8, 8’ 6.87 (ddd, 19.5, 11.2, 2.5) 131.98
9,9 1.97 (s) 13.00
10, 10° 1.99 (s) 13.14
1” 5.41(d,7.8) 94.56
2” 3.22 (m) 72.43
37 3.26 (m) 76.26
47 3.24 (m) 69.19
57 3.42 (m) 76.23
6a” 3.58(dd,10.3, 4.8)
6b” 3.98 (dd, 10.3) 68.00
1 4.17 (d, 7.8 Hz,) 103.07
2 2.95 (m) 73.46
37 3.11 (m) 76.74
4 3.04 (m) 69.94
57 3.05 (m) 76.86
6a’”’ 3.43 (overlap)
6b””’ 3.65(dd, 11.3, 6.1) 6057
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-

3

4

-
62
6b™
2”-OH
37-OH
4”-OH
2"-OH
3-OH
4-OH
6”-OH
2"”-OH
3"7-OH
4-OH
6”7-OH

5.42 (d, 7.5)
3.22 (m)

3.23 (m)

3.14 (m)

3.42 (m)

3.43 (overlap)
3.65 (dd, 11.29, 6.13)
531(d,5.2)
5.08 (d, 4.7)
5.16 (d, 4.0)
4.84 (d, 4.7)
4.90 (d, 4.7)
4.88 (d, 3.8)
445 (t,5.9)
5.28(d, 5.2)
5.00 (d, 4.7)
5.16 (d, 4.0)
4.57 (t,5.9)

94.51
72.97
77.33
69.66
76.71

61.43

4(Multiplicity, J in Hz) in ppm.
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: CROCI STIGMA
. Saffron stigma
Faih 55 B k4 Iridaceae £ 4 & = 1 Crocus sativus L.2_ 2% 1188 2 o410

-
é‘&
<

z
g
z
g

(-) ®B&ZR [F22211(L8 FLyer) v
—mAEB A 1.0g beo i 10mL 423 AR T 30 A 4 -
B PR S SR
[55= i 2] (¢ 54 % £ feEEL 2020)
— P AFH Rk 20mg 4 P R ImLo 425 AR 10 4 45
Wi PR ITARSEBIR o
[52223)( Ak EHRETI )
— B AT A Olg 47 B 10mL 423 HIEF 10 A 4 -
Wi PR ITARSEBIR o

=) HEREEE PF 2if [(Crocinl) » & i -3 I1(CrocinIT) » § = =8

S & % (Protocrocin) ¥ PR & 5. » 3~ 2 & HLY 0 A W[4 P R
=& ImL 7 1.0mg 3% > (T3 HREESB R -
=) #& & 4 HPTLC silica gel 60 Fas4 > 10 cm x 10 cm ~ 20 cm x 10 cm
(2) B B A [ERA1](L#7 FL¥rK) v
—ro i Eke ok (T01:2)
[EmH 2] (¢ &4 A2 frREL 2020)
—C ez fig - Y pR - -k (100 :16.5 ¢ 13.5)
[EEH3)(HEY EHEEST )
—Cv il fg Bk PR (65:35:2101)
() B B f 10cmx10cm~20cm x 10cm
(=) & B OERWHFALTIEF IS5~ 4 FFER  BEREHEcm-o
() %d &EAR higis o E G EQS4nm)BET AR -
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S FRERZER PR
F %P 113/10/02
AP ¥R & (RH) @ 54%
£ B (RT) : 25.9°C
[féfﬁ’ﬁ"] 1] <<§/§"‘ ,%bl’— %mﬁﬁ)} —r 7 ﬁ§ : _Iﬁ,}\z, ﬁjf;‘t Dok (7; 1 ;2)
—HPTLC ¥ ¢ (254 nm)# !

Mo BE - 2Hr
152 & 27F 1 (1.0 mg/mL) 25 5ul
354 & =1 F I (1.0 mg/mL) 25 5ul
556 # 4z 722 % (1.0 mg/mL) 25 5ul
7,829 Beaar 9 [F52 02 1] 1:2>5puL
10 11> 12 | #&3R I [FE2 02 2] 1>2>5uL
1314515 | H#&3R 9 [F52 02 3] 1>2>5uL
FERFZ IIRBFZ2LRBRSBRYFFARERNTLECH D T T OEE
TR FREARG Y o &g (1Y FL)[Fm22 1)
ERWAE T eyl 2ul T H I 2l FifemF 20l R&BR
[52->721]2uL-
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= » ¥_ /f ""‘lf

%‘?Eésa # :113/10/02

i ¥E AR (RH) © 54%

i & (RT) @ 25.9 °C
[Em&1)(:%° L ¥eR) —2 7"t &@-Rop -k (7:1:2)V
[52=2 11447 #2 5w 5) —HPTLC # ¢ % (254 nm)# ! ( e

IRFES 024> & ‘:_?'C-‘rTHRfm 5039 fi =2 RriE i 0.66)

[Em&2)(° FA A L {rREL 2020) —2 a2 fig 0 " B 1 -k (100:16.5:

13.5)
[55 1] (437 %2 5w k) —HPTLC % * %254 nm)#& 21(F = <

IR E<0.1 > & =75 MRy E<0.1 > %2124 ReiE 3 0.35)
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(ERA3]C(AE FHEES I ) —2 Be g - APk TR (65
35:2: 1)

(552 2 1] (447 #2525 ) —HPTLC % # £(254 nm)# (5 ‘=
HFIRE S 045> 6 = fTHF MR E 5 0.6 0 § 5% R 5 0.73)

: Blank 596 s 9
7 : Spike

)] A (LR Fr ) 2 [ERA L] ER
PhleiE R Remag e o Al it [BREA
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o LR NER

F 5% p ¥ 0 113/10/02

10 4% & (RH) @ 54%

i# B (RT) : 25.9 °C
[ER#H 1)L BFL S R) —T 7@ @-ke -k (7:1:2)
(55 11 (A7 F2hew)  [Fe2 1148 FL e R)
—HPTLC # 2 4 & — HPTLC ¥ *} (254 nm)# #1v

(552 1] (4#7 %2 5e oK)
—HPTLC ¥ *} k(365 nm)# !

: Blank 56 &% R9
7 - Spike

AW N =

EHREE D N N A R mMBART A E EEF I EEHIZ f
CEE o RPEG PRS2 EY o
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I~ FeTER SRR

@50 8 113/10/02
AP ¥ A (RH) © 54%
B (RT) : 25.9°C

[Ema 1](L4° FL B iK) —r " &
(522 11 (447 & 5w %) —HPTLC

,};Lﬁjfg:* (7:1

%0k (254 nm)# !

2)

1 Blank 78 & &% % 2 (NWB)
2 |9 &% 1(1.0 mgmL) 910 | &% 3 (NX)
3 | @ e H 1(1.0mymL) 11512 | # &3 % 4 (CA)
4 % =12 % (1.0 mg/mL) 1314 | &% % 5(CB)
5.6 | #&isn 1(NC) 15 | Spike (¥ 573 7% 9)
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[ER&H1](L%° FL 5w k) —D " @-ke -k (7:1:2)
[55=2 1) (47 %2 5w k) —HPTLC % * % (254 nm)# !

1 Blank 78 &% 7 (SK1)
2 FafH I (1.0 mgmL) 910 | & &% 8 (SK2)
3 |7 emHT (1L.0mymL) 11512 | # & % 9 (SK3)
4 % =12 % (1.0 mg/mL) 13> 14 | & &% % 10 (SK4)
5°6 | W&k 6(CE) 15 Spike (#& &% i 9)

SRk (EAY FL) 2 [FR 02 110502 (B0 #) 2 (B
B 1] A M 9T T 1 8 1T TR i iEE A R 0 (254
nm) T AL FE o
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