3. 7L EE (PA) BESL OSSR

INRBRIZR DN ATF LT 7LV EE (PA) OBEES R OAEBEREN S AF L7Z PA OERESIZ2OWT, B
TFD4MTNMR RN UHPLC/HRMS #EM L, FN 5 DIEMLDN PA ThHaH Z L 2R L7=. PA OHEE
[ 1121

®5h Bl R UB2 & 2mg I acetone-ds MX THEMSHI & 25, BIERYBPREDONTLD, T
N EiE% NMR i PA Z#aik L L7z, B, Bl RU'B2 4 2 mg % DMSO-ds {2 1 mL #Mx /=& Z 5,
ETYEMLT-720, ZOFEIKR% NMR A PA R8I & L7z, % NMR REHAIR 0.1 mL % 1.49mL @ 75%
(W) A% ) —LCAHBL, UHPLC/HRMS fi PA BEHERSE Y L.

B. %

% NMR H PA SRR IV T, 'H-NMR, '*C-NMR, 'H-'H COSY, 'H-1*C HMQC, 'H-*C HMBC # #l|7E
L7=. 6= NMR A7 ha% [BIF 1] IZ7”77. Acetone D A F /L' —72 % 'H:2.04 ppm, '*C: 29.8
ppm, DMSO @ A F/L ¥ —7 % 'H:2.49 ppm, 13C: 39.5 ppm {2 A b¥, THENMTEIToofER, K3 D
FERAET-. BEER! @ acetone-ds D PA @ 'H-NMR 2 U} BC-NMR (25T AL 7 ME & Ll E 1T\,
IEE—B L.

72 3. NMR i PA EHEFRIE O oAt & OGR UE & DfbFS 7 F oLk

RCfE"™ B1 ; B2 _ B1 B2
Acetone-d, Acetone-dg ~ Acetone-d; DMSO-dg ~ DMsO-d;
BCNMR | HNMR | CNMR | HNMR | BCNMR | HNMR | SCNMR | *HNMR | SCNMR | 'HNMR
Position | C (ppm) | 8H (ppm) | &C (ppm) | 8H (ppm) | 6C (ppm) 8H (ppm) | 5C (ppm) | 8H (ppm) | 6C(ppm) | 8H (ppm)
1,8 159.5 159.4 159.4 159.0 158.9
2,7 155.5 155.5 155.5 154.6 3.35 (brs) 154.6 3.31 (brs)
3,6 1193 7.94 (s) 1193 7.94 (s) 119.3 7.94 (s) 117.9 7.71(s) 1179 7.71(s)
4 1283 128.4 128.4 126.5 126.5
5 167.5 167.4 167.4 167.4 | 10.16(brs) | 167.3 | 10.16 (brs)

*1 Goh Sennari, et al. Chemical Communications 63, https://doi.org/10.1039/C4CC03134B (2014)
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¥ 7=, UHPLC/HRMS A PA BEHEYAHRIZ D\ T UHPLC/HRMS 3 24T o 7R, K2 IR LK 5 (T,
{REFEFR 1.5 min I ¥ —2 2R L, £D MS 2~Z bV Positive mode T m/z 199.0236 Tdh-o7=. PAD
K FE{HIN{E (CsH706) D exactmass 1% 199.0237 TH Y, Zh & £ < —FHL TV 7=z. NMR & T UHPLC/HRMS
DRERNL, ERBIRUB2RPATHHZ LEHERBLE.

EBIZ, 4ETERY Ho0d A VITFANLVT] FIZEEND TANVEE (PA) DEMLIWOTHE
BEtE LT, BREALIZOWTH UHPLCHRMS %177 & 25, FICAREREIICE L MS A7 b
NERTE—72BOEIEnd, REALIZOVWTHLPAREENRZ LEXL LN,

RT.000-80 T|C(+ o
. ) Bl

140 !

1
19 0.85 1.21 \3._5311‘“ 272 292 320 353 375 388 423 433 467 468 525 554 578 581 6.7 648 657 678 7.04 7.9 7.48

: .
U ' '.A
e P ies o
§ 074 098 1.2 .37 J ‘é’%: 218277 258 28 2% SUIAS 0 85 414425 455 490 51252 563 589 622 646 6.85 .04 709 728 746 7

0.0 0.5 1.0 15 2.0 25 30 as 40 45 8.0 5.5 (X 85 0 75
' Time (min)
wy Positive 08,0235 B1
154.9899 1 165.9021_165.9768 176.0861 1529548 188.0109 185.8931 g 207.0318 211.0962 210.1176 2230626  220.1068 2351284 241.0703 2440845
188,

223.0635

182.9851 0259
1D y5a0812  1ssoms 1en0772 1786006 | 1889561 165.9034 ”’g"" 7.0 211023 2190168 | 750603 2016990 2300043 24205 2480588

220.1089
223.0835 1103 240. 738 247.1328

210 215 2

211.0084 246 4300

2. UHPLC/HRMS f PA 267 & U5 Al 0 UHPLC/HRMS 23474 2
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4. fIBMa L RAT~NLVT| RIZEEND TLLEE (PA) DOOHT
BRSNS AF LTZRIEIZOWT, PAREHE SN TWANED, E-FOEHERICOVWTHET S
7%, PA OEMSTE BB ERSIF 2T,

A. LC/UV Z3HTiZ K B A D PA O EMEHT

22444 A1 RETICAFLE: B L AT ~VT ] Bk (A1-A24) OREHER (75% (viv) A #
J—il) & 3 BEOI A TR L 72 UHPLC/HRMS A PA FEHEFRIE 2O T, LC/UV 434 % 926 L 7-.
Bohl-sa= 77 460%2K312, PAO UV A7 bAER4ITFT. Bohi=2Thos/e<w b sF
LiF (Bl 2] (&R d. PAREA NS ETFREINZRIEETHE PA BRH IN, ZOMORE LI
PA [ZfRH S e d o7z,

w0 I PARRa(/)E) Bl o IealEG(LE) 82
2800004 PA 00004 PA
3 ¥
A A
I ]
. I\
ol s J \f\' S o o T P S e
a 5 % 1 0e () 28 o
PA — -
w T _ =
o i!| 2 Pi“
I '
| '\} N\
n__}__, S | o i1 s J \_,\_ =
(1] 15 £ s e o s 100
s e
. - Y.
25000 20000
PA
3
ol A T - [ i
) i

PA
]
A o A
° 2 { 0o ] ©
i I . I
290000 150000+
e e = o e i —

—T T T T
op 8 50 78 e (1] 15 80 18 10e

[ 3. PA EBHEREIE R UHE (A1-A24) OB/ LN LCUV Za< k75 A

AU

i / «\
oy | 3
0_ E/’;\ § 28

2b0 300 a0 500 600 700 o

X 4.PA @D UV A7 kb
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B.LCUV S#fIc L3 PAD B
ALC/UV &4 TiE, PA*EBRT IO+ E—IBRIZIBON o, £ T, ROWEMkIC
L AE5M2 PA BRSOV 21T,

i) Ukl
REHARIZIX PA SR &7z 10 BfE (A1-A5,A16,A26,A28,A31,A44) % A\ =, 50mL FEOREIL
TR 100 mg ZREBICEY &Y, 75% (WW) A% /) —/V 20 mL #IEREICHN X 7=. MULTI SHAKER
MMS CERERSR) £V, 200rpm TS0 R E 5 L, BFEMMEZ 10 2FIT>70H, 3000 pm
(B—F—%Z 10cm) T1 HMELDHEL. ZOLEHE 2 mL % 045 yum DAL T LT 47—
(Ultrafree-CL, PTFE, Merck) IZTAiBL, AEEZFREAERE L7-.

i) BREEROTR
PAIE Bl % 75% (viv) A% /) —NVTTRE (04, 2, 4, 20, 40, 80, 100 RU200ug/mL) 723 k&
SFWRL, ThENBRERAOEERRKL L.

iii) AR

BREAR R DRI E LUV T LIERER, RADKEREZEB. 1ZLALORIET, EoHT
Bohl- PA SRIVIARBEORE L ERMABRZ>TWZLDOD, Al BED PA 2E5DRETH- 7
LIV OBE L —B L. —F T, AOMRETIEPA O — I BRBRB 27D, ERRE
BRICIIAMRHEOFRMPLELZ 2 bhi.

R 4.PASHRED PA BB ERER

Sample No. Ry PA &# (g/100g) PA&& (g/100g)
(UIHRBUZER ) (F5#7)
Al BRHRE v b [ ] ]
A2 FEHRE v b [ ] e
A3 FR&e v b [ e
Ad FkHRe v b [ ] ]
A26 BEtGe v b [ ]
A28 P E-NCERN N I
A31 BkHRE v k ] ]
A5 ERGT Y b I [ ]
A16 MWaay b [ . ]
Add Moy b [ ] B
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