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(- )HPLC ®E 2 k47§ 1+
Waters 2695 Separation Module» & 7 Waters 2996 ~ Photodiode Array Detector ;
& 47 ¢ 4L COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 um) ©

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC > # 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 ”g 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °
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(+ - ) HPLC » #7if iz
1. & 47 ’g : COSMOSIL 5Ci3-AR-IT Column (250 x 4.6 mm, 5 pm)
2. % BIAE UV 250 nm

3. ;i ¢ 1.0 mL/min

4. FHIER 135°C
5
6

LA~ 10l
A ok
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40 35 65

) EEY BRI ERT
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(+=) B E#&s2 UPLC & 4705 2

1. & 47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ’fﬁi?‘]iﬁ»{' : UV 250 nm
3. /it 1 0.4 mL/min
4. ¥ ﬁ_m_}i - 35°C
5.7 A>% t1ul
6. B 4p -

P 1 (min) T (%) k(%)

0 25 75

10 25 75
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2= 368482
* 3 =X 98744
¥ 4= 2368
¥ 5= N.D.
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SHARERBRE O P AITRAE R fDF BE()TE D SR E
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P %L 1% HPLC T8 i 2 chE 41 245 *
DR L 5 238% 0 B kAR B RPN o BIE A 24 AR
B2 APFHRE L L 2.99% 0 1 LB 0 FF RS AIEN 2
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0.010
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20100 25100
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Ble ~ 5134 2 0 R1HEE 47 R
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BT~ &% T2 &"TK1TH
Fw s LIRS
BiE
Y iplsg B :
kB R.S.D. (%)

B Ak (n=5) 30 pg/mL 2.0
it (n=5) 1 5% 7% (No.5) 2.38
T+ (n=6) ¥ &% % (No.5) 2.99
W pHET (n=1) 0.2 ng/mL -
T E & (n=1) 0.5 ng/mL -




(1)

4‘"“?1{—1 Pé‘%}

RS I S 4 ¥ F 5 992%  pERERL L 1.58% -

21 ~HREFR AP LS
e BRHHE| 238 | 2B | RIEE | wieF | TmweF |RSD.
(9 (mg) (mg) (mg) (%) (%) (%)

1 0.2 0.3124 0.40 0.7085 | 99.03
2 0.2 0.3124 0.40 0.7190 | 101.66
3 0.2 0.3124 0.40 0.7110 | 99.66 99.23 1.58
4 0.2 0.3124 0.40 0.7030 | 97.66
5 0.2 0.3124 0.40 0.7049 | 98.13

(F) 4% ek mhz TRT
1034 B #EH2 Z BRI TR FERSF)cd 2 9T75 » ERZDZTE
0.081-0.240% ° 2 :%4 & FHpth+ A B4 5 3 7520 0.16% 12
W B B R A R E B K3 5000 (F % S 20000) o

A AV AR ERSLENZZE
%11 % 5(No.) B R 7 £(%) %11 % 5(No.) 1% 7 (%)
1 (NC-1) 0.177 6 (SC) 0.081
2 (NC-2) 0.189 7 (SE) 0.119
3 (NF) 0.106 8 (SG) 0.240
4 (NR) 0.180 9(8)) 0.129
5 (SA) 0.151 10 (SO) 0.242
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1. % 7 ’F? : COSMOSIL 5Ci3-AR-IT Column (250 x 4.6 mm, 5 pm)
2. #RlIAE UV 250 nm
3. ;i ¢ 1.0 mL/min
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B4 ~ 512% 7 'HNMR 8% (DMSO-ds)
(+ =) &43% 5 3C NMR B %
P 1 T
L Hl 1
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YHC9-195-3

D:\Xcalibur\.. \2017\YHC9-195-3

YHCB8-195-3 #90-99 RT: 0.88-0.66 AV: 5 NL: 4.95E7
T: FTMS - p ESI Full ms [50,0000-750.0000]
158.9768

Relative Abundance
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NTSEITTE
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172.9926

207.1378
215.0913

265.1475
311.1683

[M-HJ

e

415.1030

483.0900

e ii ‘\Ill et
200

Bt - -~ &413% cn EL-MS Bz

(44 ) 5423 chHFTIR Bz

293.1790‘ |
; I‘ﬁ““lm J.AI 1 JII\‘ |
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| |! !
[T
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T
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—
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E
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55
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——

e
75

—_—==_
e

1351.84

—

117816

108863 ———

S

101347 ggp.

1515.27

1236.46 1210.08
1023.49

“

113117 1105.00

1396.64

———

161007 J5pe3s o — 0 =

1447.57
1275.26
1059.56

1634.42 ™
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E%‘]_L
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+) E1R1RZ5 UV E

10.983 Peak 1
0.30
0.28+
0.26-

0.24~

200.8
0.22- |

NA
N/
ANAVA
\\“ VoA
0.20- |

0.18-

0.16-

AU

0.14~

0.12+

0.10-

305.2

0.08—

0.06+

0.04+

0.02+
0.00—

. , . . , . . , . .
200.00 220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00
nm
B-=




4 -) BRESE R EEH

2=~ B E ahd LT B 24 (DMSO-ds)*

position ou (600 MHz) oc (150 MHz)
2 8.26 (s) 152.1
3 - 122.9
4 - 174.6
4a - 111.7
5 7.93 (d, 9.0) 125.8
6.97 (d, 9.0) 114.9
- 160.8
8 - 112.4
8a - 155.8
I - 122.4
2°,6° 7.40 (d, 8.4) 129.6
3,5’ 6.80 (d, 8.4) 114.7
4 - 156.9
1” 4.86 (d, 9.6) 73.4
27 3.98 (t, 9.6) 70.8
3” 3.13-3.33 (m) 78.5
4” 3.13-3.33 (m) 70.2
5” 3.13-3.33 (m) 81.3
6” 3.49-3.52 (m), 3.72 (d, 10.8) 61.1

4(Multiplicity, J in Hz) in ppm.
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(-) ¥ &3 R [F52321) 187 FL 5% %K2013)
— B ATE A 10g> 4 ﬁigz 15 mL > 423 4R iF 30 A
& 0 iR PRIR TR REIRIR o
[5522 2] (¢ 4 £ e REL 2015)
— B AT R 08g 4P R 10mL % 2 B iR
5/,%1?&5%5%‘4% A HEAS T iR 05 mL 23 TR RS
Bk e
[55223] (A7 EHEES =)V
— B A EE R 2.0g0 4 70%2 fE 10mL > 425 4R 10
R iR PR AR &SRR

(=) HREER P ERZPuerarin) ¥ BARE 5 > 4 70%2 G+ % 1 mL

i w7 02mgeiniR o 1L HBRERESIAR -
(=) & & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(=) B B & [EBEH1)] (87 2L %-%K213)V

—oe e TRk (12:2101)
[B®A 2] (¢ 432 fcREL 2015)
— - UV ok (7:25:025)
[ER& 3] (A7 EHEFEES =)
—Cophe g e Rk (120310 1)

) B B # 10cmx10cm~20cm x10cm
(=) & B OERWHFFALTIF ISA,4 FFER  BEREHEcm-o
() B¢ &AL A E 365nm 2 K P ERETT HKAR o



S FZERZERRRE

F%p P 106/11/21

EHEARRH) : 61%

B ARRT) 23 C

[EE& 1) (247 L 595K 2013)—e fhefig: "/ -k (12:2:1)

e L 1§
1-2-3 %134 (0.2 mg/mL) 1-2>5uL
4:5:6 Wi s (55 1) 258Ul
7.8:9 e s [E5 2 2) 2.5 80l
10> 1112 a5 5532 3] 25> 8uL

Ld“_.i‘.'x/z‘ 3%@-,&12‘7%%:?%‘ ¢ &=
R 0 P bR A B L REL S A R [0 3]
SHBILE | BRI S 20l WS (3




BB ARER

F%p ¥ 106/11/21

045 & (RH) © 61%

B ARRT):23 C
[EmBAH 1] (2487 FL 5 -K2013)—e fefg: P/ -k (12:2:1)
[55% 2 3] (467 EHHEES =0 )—HPTLC % * (365 nm)# 1 (% 12
% RriE 5 042)

[ERA 2] (¢ £4 82 fc@EL 2015) —= & 9% 9ok (7:25:

0.25)
[5523) (487 BHLE S = p)—HPTLC % ¢ %365 nm)# ! (& 12

% ReiE 5 0.37)




[ERH3)] (A EFHEET=—p)—e e g ek (12:3:1)
(52202 3] (47 #FHiRE S = # )—HPTLC % *t £ (365nm)& ! (& 17
% RyiE 5 0.54)

1 : Blank

2: 5%

304 wmpRS

5 : Spike

BRBAR I [FE 3] SR 3 EERRERY VG SBIRY A
BHRINERE A FLREY G R Y EL N - R20132 [ERH
1)



T ERREINER

F%p P 106/11/21

iR AR RH) ¢ 61%

BARRT):23 C
[EBA 1) (247 L 5-5R213)—e fhefig: "/ /K (12:2:1)
[52-22 3) (A EHEES = [5522 3) (487 BHEEY =
# ) —HPTLC * *} 3£ (254 nm)#& ! #)—HPTLC # ¢ % (365 nm)# v

1 : Blank

2 5%

304 RS

5 : Spike

EFRBLE S S0 1T b (365 nm) T BT ALK b k(254 nm)F RS BT
ZR TR Rl s D

23



I SRR EEHESRR
@0 H o 106/11/22

in % & (RH) © 65%
ERRT) 24 C

[EmA 1] (£47 %2 % - 5K 2013)—2 fhe fiy

TAE ok (12:2:0)

[55223) (467 FH1E8 5 = # ) —HPTLC % * % (365 nm) !

Blank

%124 (0.2 mg/mL)

¥ &% 1 (NC-1)

¥ 5% 2 (NC-2)

¥ &% % 3 (NF)

5% ik 4 (NR)

53 ik 5 (SA)

Spike (# &% i 5)

24




1 Blank

2 %124 (0.2 mg/mL)
4 &% % 6 (SC)

' 6 &% % 7 (SE)

8 &% % 8(SG)
10 ¥ &% % 9 (S))
115 12 W 572 % 10 (SO)

13 Spike (¥ &% i 5)

>

A

o | o

N

7

i
-

7

f

rEk A EY FRHERES P 2 [ 23] 20 2 B By
P2 2013 2 [BRA 1] A4 E1E 7 o 40 oh (365 0m) T AR

o

%

S

R

25



