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Waters 2695 Separation Module » ¢ 7z Waters 2996 ~ Photodiode Array
Detector; & 7 ¢ & ACCHROM Unitary C18 Column (250 x 4.6 mm, 5 pm)-

(=) UPLC ®E 2 k47§ 1=
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bo i R B 60 A 48 4 Fr s ]~ SOmL A F 0 A 15 A 48(5) 1800
X g) & 14 No.2 a8k » B~ Tk # 3 L 48k (Syringe filter, PTFE 0.22
pum) > W F o & 4 10 pL L > B i iR 4P & 47 R(HPLC) > 1 #1p|## & 5o &
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%I ~ 4.4 &% (Epigoitrin)ij 4 v fT 5§

o |FPHE] 23R (e ®) PR | wicF | F0rieE | RSD.
2 (mg) | (mg) | (mg) | (%) (%) (%)
1 0.3 0.1149 0.1 0.2135 | 98.55
2 0.3 0.1149 0.1 0.2128 97.85
3 0.3 0.1149 0.1 0.2134 98.45 98.42 0.36
4 0.3 0.1149 0.1 0.2138 | 98.92
5 0.3 0.1149 0.1 0.2133 98.35

(L) 57 e rFEERE ER
1034 EREH2 T ER LR SR F)od - - 9F7 0 2L g
(Epigoitrin)é1 7 £ 5 0.022-0.074% - 3k FREH [ B> A 24 2%
(Epigoitrin)er & & 7 17 -5 3% 0.02%- 1L 3 1+ #cdk 4 2 & % (Epigoitrin)id £ 3+ &
Jis 7 55 5000 (F % & 5 9000) o

2 s L LM E FR 2 4 2 4 Epigoittin)ii £

¢ OB B 4 2. (% % (Epigoitrin) vOEE L B % 2, i % (Epigoitrin)
(No.) 7 (%) (No.) 5 £ (%)

1 (NC) 0.034 6 (CA) 0.031

2 (ND-1) 0.057 7 (CG) 0.027

3 (ND-2) 0.022 8 (SA) 0.058

4 (NI 0.033 9 (SE) 0.074

5 (NJ) 0.027 10 (SU) 0.040
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p# & (min) 7 5 (%)

0.1%#5 i (VIv, %)

0 7

93

30 7

93

+
v T

i% % (Epigoitrin)

10
075
on] 9
1 NN
065
c\ / 8
\
[ Y WV Y AN
OS&W ’
050]
0457 N 6
A~ NN VAN — — /N
040]
03]
030 4
025
4 RSN SN A
015}
0] N J\ N N\
005 1
00&%
T T T T T T T T T T T T T T
200 40 600 800 1000 200 140 1600 1800 2000 20 %0 20 B0 00
Mnutes

Bl ~ 10 #4744 45 1% 4 2 HPLC 45 ¥ Bl



(+=) ¥ 542tz UPLC & 17
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0.00-
0.00 1.60 2.00 3.00 .60 5.00 6.00 7.00 8.00 9.00 10.0C

W= ~ 4% i % (Epigoitrin) & 2 573 ;% 2. UPLC A& 47 )

(+=2) # 84 File sz UPLC & 11
R YRR 2.55 A s e W T A BRS¢ 4 4 12 & (Epigoitrin)
i o (™) -

4. £ i% % (Epigoitrin)

T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C

B~ 7 B4 1 &2 UPLC & +7 Rl
(+ =) %4 &% (Epigoitrin)ina + 3¢ ~ &+ 23 2
& %+ 5% 1 CsHyNOS 5 Mol. Wt. £ 129.18 s mp : 54-56°C ; v ¢ #5 % o

(+1) 44 % (Epigoitin)ini #



(+ =) %4 i % Epigoitrin)= 'H NMR ] :¥

s ST T S
B4 ~ %% (&% (Epigoitrin):- 'H NMR ] :# (CDCls)
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(+ ~) 42 i % (Epigoitrin): ESI-MS ) 2

Thermo QExactive Focus 04/13/17 09:45:43 YHC940-2  ""isg .0 D:\Xcaliburt...\2017\YHC8-40-2
HESI-MS

YHC9-40-2 #87 RT: 0.83 AV: 1 NL: 4.63E7
T: FTMS + p ESI Full ms [50.0000-750.0000]
130.0320

1005 -+
e [M-+H]

903
853
805

Relative Abundance
8
fn

E 87.0808
E 158.1536

= 60.0451

3 73.0653 101.0062 152.0137 |  4g
53 1049924  123.0803 | 141.0907 .0880
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Bl = - 44 &% (Epigoitrin)sh UV B ¥

= L - ) 42 ix%(Epigoitrin)ing ~ AL F -4

1
O

6
7/ 5
NH

% % i% % (Epigoitrin)

% = 42 % (Epigoitrin)ind ~ L1t B =45 (CDCls)?

S
b
4 3

T
xxxxx

position on (600 MHz) oc (150 MHz)
2 - 189.8
3 7.32 (brs) -
4 3.50-3.53 (m), 3.89-3.92 (m) 49.0
5 5.30-5.34 (m) 83.4
6 5.91-5.97 (m) 132.9
7 5.38-5.40 (m), 5.45-5.48 (m) 120.6




4(Multiplicity, J in Hz) in ppm.
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-) ®&EB R [F22321]0 L2 {cREL 2015)
— B A EH R 1.0g 4 80%7 fE 20mL » 425 & AJIZ 30
& Bl IR REEI fo o ARG T fE ImL 203 %
5t &SBR -
(3222 2] (A7 EHEES e p)Y
— B A Sk 1.0go 4ok 10mL > 423 A AT 1] o
o o B iR /kﬂﬁ ¢ A4 Y p 1l mL i€ 25 %
5t &SBR
[5522 3] (F AR
—BA S A 1.0 g 4 fE 10 mL o 423 4 AJE 30 A
& > g RiRRHEI d 0 AR T BRIl mL @ 203 3
5t &SBR

(=) R 5 P-4 4 k% (Epigoitrin) ¥ REE S04 P iR H 2 F ImL 2
e

/% 0.1 mg %% > v HREE AR -
() #& %k ¥ HPTLCsilica gel 60 Fass > 10 cm x 10 cm ~ 20 cm x 10 cm
(z) B B & [BBEA1)] (347 £ 3£ {cREL 2015)

—peiepEe s (111
[ER&2] (A7 EFHEESeP)
—C BaC fig - T BRI 25%4 -k (7:3:0.5)
[EB&3) (p 7RV
— ¥ e (1)
B # 10cmx10cm~20cm x 10cm
B ERWEALTIHEF IS5A& VAR > BEFIEHE 8cm -
Bd & AR E 254 nm 2 % PUER ST RAR -

i

~ o~ o~
T

N N N
1

Ve



S FEERZRARRR

Fp

- 106/05/10

AP %% A (RH) © 60%
ERERT):25C

[Em& 3] (pEFR#)—" F 1 epefy (1

1)

S B oy gL E
1-2-3 % 2 & % (Epigoitrin) (0.1 mg/mL) 1>2>5uL
4-5-6 BaEard[Fe22 1) 2:5>8uL
7:8:9 W 4 [E5 2 2] 2,55 8uL
10> 1112 a4 [5532 3] 2>5>8uL
FEREFZI3AZIZ2REARY T ARERIERES L LR oA d *?#ﬁ]ﬁ-
AR ARG wER [F22 02 2]

EREIE A4 k% (Epigoitrin) ¥ &5 0% 2 ul o e &p R (2202 2] 5

M_Lo



I BB ANES

F %P P 106/05/17

iR AR RH) ¢ 61%

BEMRT) 24 C
[Ema 1] (B4 FL AL fe@EL 2015)—D 2 %% e e fy (1:1)
[5522 2) (4% 7 EHR8E 5 e # )—HPTLC % *b %254 nm)# *1 (% £
=% RyiE 5 0.31)

(EEA2] (B EFHEESep)—2 fho fia " 25%% K (7:3:
0.5)

[55=2 2] (46 ¢ EHAERE S e p )—HPTLC % * k(254 nm)# &1 (% 2
k% ReiE 5 0.76)




[EE& 3] (p FE#)—" F e (1:1)
(5P 2) (A 67 #HiRE 5w # )—HPTLC % b %254 nm)# &) (% £
% Reie 5 0.43)

1 : Blank

2 ¢ % £ iz % (Epigoitrin)

304l kEBR4

5 : Spike

FERBPE AR I [FE2Z2] PN O3 RERBER YV KGSEBRY A
e i g o [ERH2)] BR - 82F gl it L g4 2 3
PapEkgo [BERA 3] ER > d 3tdpihs o RyEfRART Y B 2 dpif s o
EA e R P A i p AR [BERA 3]

22



T~ RBEINER

F 5% p ¥ 106/05/17

14 A (RH) © 61%

B ARRT):24 C
[EE&3) (pFRF)—" F oo (1:1)
(o= 2] (g2 FHEF e [F222 2] (FRY FHiREs e
#)—HPTLC * ¢} k(254 nm)#& 41V #)—HPTLC * ¢} %£(365 nm)# !

1 : Blank

2 ¢ % 4 iz % (Epigoitrin)

3040 W ERR 4

5 : Spike

ERELE T Y R (254 nm) T A om d ok b R (365 nm) G P AR A R ik G
(Epigoitrin) % % &-pr gk o

23



I~ kEiRR
F %P 106/05/17
¥R ERH) : 61%
BEMRT) 24 C
[EE&3) (pFRF)—" F oo (1:1)
[5522 2] (§8 7 EHEE S e ) —HPTLC ¥ * (254 nm)# !

Blank

1
2 % 2. 1% % (Epigoitrin) (0.1 mg/mL)

%k 1 (NC)

4
' 6 e &% % 2 (ND-1)
8 % &% it 3 (ND-2)

10 e &% 0% 4 (N

1112 e &ia i 5 (ND)

13 Spike (1 &% i% 4)

24



1 Blank
2 % 2. 1% % (Epigoitrin) (0.1 mg/mL)
3-4 ¥ 5% % 6 (CA)
5°6 % 5% % 7(CG)
78 ¥ &% % 8 (SA)
910 t 5% % 9 (SE)
1112 # &% 7% 10 (SU)
13 Spike (& &% i 4)

L = E:L
=] ]
[Em& 3] ~dpeie ] & 2 &% (Epigoitrin) i & > >t % ¢k k(254 nm) ™ AR

£ o

BWHEE AR FHEE R P 2 [FRo0 2] SR we g R

25




