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T, BIOEEYE 2 LML U TERESHTH
ARER M EBIETH Y, STIT hL—F T i
—RBEREELED 5D, —REBEELRE, T2
bbb TMEEOREEL R DHOEMEE R,
ZNEOHBIZBWTHERNOLEDEOME
BE2AND FHiE] OBREZRENCET 5517

ETHD. #t-T, RKEEAWEE, Bio
REYME Tbo3 L) ZHWT, NMR TRIZER
B2, HDOWAHILEYOHMENHEZNICE
FEICRD B Z ENAREL 2D,

AREFZE T, Ak LKMo e BRIEA 1R
R 570, BARERIFIZEBNT VMR EZF)
RT3 L&mEEL, ZhETITRKAYHEK
DREZED XD CEEHBILL T R
FEToTE. HEER, BAERFIZRBW
TEREORSEEAUERICAVEN (LA
WEFIAL, ZRETICHI L MR ExH
WT, FE—0OREEFERL, EEEEORES
FCHSIICE'EEREIT, FIEICONWT Y
T—a VEREITo. REEX, BAER
HFZBWTAEREOR S ERERICHNDS
MBI 14 (LBEWITHOWT, NMR ZHEIE L,
EEOIBEL TR 7 F IOV THREL
TeDOTHETS.

B. BF3EHIE

B.1. REKRURIK

BE U7z AR FAERBAREKDX, (E)
“HTFYFA Ly, (B) A KB, [6]-va—

HA—N, 10-t Faxi-2- (E) -T& V8,
I-Av b=N, TITHY Y, TATFY, 7
NIy, FA ARz d, T E Rra
YEY v, EANRFY, ~NRRY Py, YL
TATEe R, A< U BO 14 S BT, £7T
FOEMIEE T3 () WA M. ABREERE
WNIREWE L LTI, FBREARMEME (\MLJ CRM)
Thd 1,4~V 7o ¥k SI hL—4
TR EAM T R X 2 1, 4-BTMSB-d,
( 1,4-bis(trimethylsilyl)benzene-d, , Mw=
226.50) %, KREMONEEME L LTI,
DSS-d6  ( Sodium 3-(Trimethylsilyl)-1-
propane—1, 1, 2, 2, 3, 3-d6~sulfonate , Mw=



224.36) ZFEMETZE R IVBEALCHEA
L7=. 7238, T 51X ASNITE (Guide34) % Enfs
L7-RGEE Y E ER—ChD. o MR JIEA
HEMSL L Ui, BEARFEE99.9%LL EoEK
(D,0) (Acros #1:#), 7 & b > (acetone—d,)
(Aldrich ##) |, YA F NV RANEKF T F-dg
(DMSO-d) (Aldrich #H8) , A Z / —
(methanol-d,) (Isotec ##!) KUVE/ oo
A (CDCly)  (Isotec #EE) & A iz,
B.2. BERUEE

KX, B/NFRTED 0.0001 mg DU KT
I 7 a R (Mettler Toledo UMX2) Z{EF L
7. MR A4 — bH 7T —fF& JNM-ECA600
(600 MHz) (HABF@EO®) #EAL, 7
TANTT MERZ, NIZEDELEES 7T
(Oppm) & U, O6{EZ ppm AL CEL7-. NMR
FAEHE 1L Wilmad 8 528-pp ZfEMA L7z,

B.3. REHARORE
RYALTATFTe ReE, £RFEK5 ng, W
EEYERN | ng TN ENREICEVEDY,
BRI L F—OFBRITA MR JEFE 1 ol
WCERIR LT, T OFH 0.6 ml & NMR 3REHE IS
HALEbOEZRENARE Lz, RYAT AT
BRIz onTi, NUALTATE FH 10 ng,
WIZEMER 2ng ZHEICEVERY, NMRBH
2 mL [ ZVRfR X H T

B. 4. oNMR I ES&MF

BUAIEZ H, JE A 20 600 Mz, BIHIR~<Y
~VIBIE 20 ppm, TYUFNLT 4 NVE R L,
AT RVHME B ppm DALEBICERE, 2L
MBI, 90 BE SR LR ZRFRICERE L, BVA
HIEM 4 #, 7 VX V43 fEEE (Resolution) 0. 25
Hz, BIERFRE] 60 7, A — F FG v A2 XDV A
FE, BEREIIRRE L, WPF8 LD ®CT
By TVER, BEEIESE, FI—AFx
2@ &L, EREHZOWT 3 ERIEZIT-7-.

NMR 5 — & ORI, BAET (B # Alice 2
for gNMR Z £, NEEREHED MY AF v
UNE—2%0ppm & L, v== 7 LIk T
MIE, F— =254 VHEZIT, v==
TIVETHRY —7 OFSEBEZRE L. E,
A|ETIREOMEL, & THERE %) 10k
DERRLE.

C. MRELEBE |

INE TORFIRERICHES T, STORANC
TEWGHTRERY T FVERE LTz, REER 1
[ N

(W) T e — 7 DRADFREMER 2T K
VEBREISNT, B) A HMLAY VR
DT FNVERBREL, TNOOT T FLOME
BEOVHEEETD. ZOHEY T TLOERR
ik, OXHBHEDOT o b THENE I D,
BRODBHEDa Ly 7 —A—Ta kb
SEOEALEETSH. (B) & SICHMENKL
o TGAITIE, BMICES Y 7T OREE
DFEHETHOT, BbHEND LWHEMESD 2
Wi, RBEVHEFEEZRT Y ST AOEERE
ERICRATZ. ZofGs, BF, o
TFNVTEBGEBETRALEVWEE 2N
D1, RBHBXKEBGOL T TNV eBET 5.
C.1. (E)-Capsaicin

Tz =)VEED 2 fLIZHKE TS §6.85 ppm D
T vy b7 Fan, JREIAB IZET D
7w, BIRLU7Z. TORE, MEIL, 99.5%&
BHENnE.
C.2. (E)-Cinnamic acid

R 247 (d fir) , 3L (a fir) WCH¥T
587y b FARERIABIZREL, M
BEOVITFINVOBSECLOVMELZREHLE
FER, 99.3% DENE L.
C.3. 6-Shogaol



Tx=)VED2 L, 5 fLICHEETAES T
Ly b7 FARKREAIABIZIHEL, ZHabD
OB VMELEH LMHR, 98 82%DEMN
Boni.

C.4. 10-Hydroxy-2-(E)-decenoic acid

JREIA, BIZHEHL L, BRESBDOL 7L THD
2T a b FAERBRL, MEEREE
L7ofE SR, 98 5%DEMRHE LT,

C.5. (1)-Menthol

B HIERBIB D 1 ALD Y 7 F L & i B D
BWHMLRUBIAN AT (841) OV T F Nk
BIRL, ThOoDEHEIVMELZREH L
A, 100%DEFE L. 2B, BEOK
I Lo T, 6 LRV 8 (LDHBENFELET
RWBEENRBZZBNATZD, ZOHAE, BE
oL LT, EETHALENRDD.

C.6. Amygdalin

AWHEIX, WBMEOD, BF OHIERSLME
TIBENHELL, ZOBEKT oW 2L 54
HEEICH L CHESBEFEL, RERTIT,
BB 72 MBI L7g v,

RLBEH DL T F B TR HIEHEBICH
B537 = VEOY TN, MELTHERD
BHAYE LTERE S22/, ZOERMEL,
DU L, 17 MOV 7 FAVOERER HEY
DL, EOLU L, 17 MOERMED 1%EBEK
VMEZRLTWS. @E, JVva—X 2 DR
&, WFEL DRER 6 BER all eq BREE L&
LRVWbDEEZ I, F, 1 LIk, B
HXRDODFEFOREELRVWLDLEEZD L, 7
= VEDOTRETFORMBBA > TWNDBH
EMEREZLND. - T, ZOHBE, O
fr, 1”7 DT T FNAOERBEOFEE THE %
BHIR&ELEZOND. B, BARATF VT
o hrOMERR, T AEOLDLY 3%IE
VMEZRLTWAR, Zhid, -CH(Ph)-CN (Z%f

L, C(Ph)=C=NH OFE#HERHbdLTHL, 5%
SHHATREL 228, SBROBRFBMETHS.
C.7. Arbutin
RUBVRD 2,6 MHEDT T FARKRD, 3,5
PLEED 2H 53D v 7 F NV EBIR UIRER, @
BOEDOFH LY, ME 9. 4% 3/ oz, 72
B, B0 U fiov 7 FAzonTh, REto
RHBFEINTVS.

C. 8. Curcumin
BWRPIZRBWTr b, =) —VEEENEE
WTHEET L2, MEEEEKOY 7TV
EADECERMEBHE S5 2 B2 VML
wchsd. JRAIABEERLT, 6,6 LD 2H
T TFNE, 9,9 DM GDT T FNE
BRLT, MBEOFHELY, MEL 98.0%&
B U, 728, 41, DMSO-d6 HC, Rk
D FHRE A < 72 5 BB T, MR &3
T2 FETHD.

C.9. Saikosaponin d

BOT )~ —RBCHEETH e brovs
FTAEERE, RbBEMARRART MU, 124620
BTy N TFATHBR, ZOvIFro
BOEE, 11 fov 7Tk 3%iEEESHE
B/AESL, NALDT 7 FADOFTICRF Y E—
BHEETDHON, 12OV T FABREICEES
B2 2ILFRBRBREBHFEEL TVD DD, 5l
BEERFPMELEIOND. avBa—F—
WL BEHEBEICLINE, ZoWyORERI VT
F—A—va RREEEINTEY, 13472
AL —T VEBERE O — T -0
12 LI EVWZ EBRRENTWS. LaL, 12
MDOKFER—RT-L OKBHGITEEN
HY, KBHEITEY, 120D KBOBEHE
DNESL 22 L DOBRAITHFELZNLD LB X
5. —JF, THUETORETIE, 16 irdk
BREDS AN THD Saikosaponin a T,



2D TF L, 1Dy 7k 1.5%
FEERBESNENLDOD, 13IICEE LT
— 7 )VEEFE % FF7= 72\ Saikosaponin b2 Tl 12
A, NLDOY 7 F A OERBETIEIEE LN &
PIHBH LTy 5. Saikosaponin O HIE X 90%
BETHY, TMHOFEIILBEHZNHD L
£2 5N50T, BEMICIE, BRI Z8A L,

EOBESEOED/NZIN(12 fLD) v T F D
BROEZFAT T LD LEZ LN,

Saikosaponin ZIZ2W T, hoow v K TOH|

EERELL, BlEmx Lo rIridxs -t

NED, BFEETOTFETHS.
C. 10. Dehydrocorydalin Nitrate

117, 12 fEDOV T FIMTERVE> TS
e, YT FNADOTIREERIIIHERBHEE W
DT, TN THRAIABEZREZTV I FLE
LT, 8, 1{i, 4ffZZBRL, ZhbDT 7
FAEOMEZEHLZEZA, 98.2%DEMN
Boni.
C.11. Hirsutin

600 Mz TORETIX, HbHEMALT 7L
EEZDBND 1T 9N EHBEEL THWRWT
EMBHBA L. —F, 10-12 it v 7 FiEE
NERMSI LAY 7 F e LTERBESNED
T, INLDVTFAEBRUZER, HE
95.5% L B sz, 4%, 800MHz TORIE%.
ERi L, ML E 17T LD Y 7 F D53 BN FTRE D>
EIh, BETL2FETHS.
C.12. Hesperidin

TIR D AR, BRERDY 7T,
ITNEFNELFE-oTHBLTWEZD, A BRBD
Low sy, BEROLOE Ny E LTRIRL.
WEDOFH LY, #E 2. 6%%FHH L.
C.13. Perillaldehyde

TAFE RTHY, BILEZTROTARE
EEMTHD. BRBEMALAY LV REEZD

NHEDITIMTHHN, LMY aF—t
— 7 DBB I, THMOBARTFREINS.
E->T, WiICHMigEr—r LE2bND 2%
BIRL, MEZEHLEZLEZS, 86 0%DEN
/Bonlk., KMEEHIE, ~FEVRICBWT=
Y7 F— A= a VINICRERBEENS —D L
IRV E DD, BIESHERFBLER LD L
EZBH. El, MEMRNZD, IOVMEOR
WHBITOBRMOEETHD.

C. 14. Rosmarinic acid
Aoy b Tz VT aXUEEan
v MEBODIRRES RIS (2,6,7,8(LL 57, 67 fif)
THEHBEIC 2%REENFET L. ZORE?H
ENTIERVWA, Bt —7 T 7S rom
BESIVENLOEZERT L EXVEUVR
D2fre, BAD _ERAHEKRDT,8LL D,
INLD30DV I FINOEBEOEH LY,
WIEE 93. TURE I SNz, 4%, ==y FMHET
DEHBEDCEVORREZMBHAT ILEN D D
2B, 1.8 LDV AEBFEET HFREHELH Y,
ZORIZDOWTIE, YAV RHRTHIZOF
BEHZSROLAEEZTOLEERHD LD
LEZ2boND. e, B uy FTREOZ
ERBRHIENED, TORLRNBLETHS.

D.E£&¥
AFFFETIE, 14 BBHIDWT oNMR ORIE %
1To7h, ZThbDEEID 5 5, (E)-Capsaicin,
(E)-Cinnamic acid, 6-Shogaol, 10-Hydroxy-2-
(E)-decenoic acid, (1)-Menthol, Arbutin,
Dehydrocorydalin Nitrate, Hesperidin @ 84k
BTN T, aNVR JIE DEROFEIR & 72 5~
EVITARBRENTZHDEEZD. BOOD
LEMZHONTIE, BIEHEIT O TEDERME
REBZEDETHEREV I TAVEZRBRL T

SFETHD.
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®1 BFRERFEETEREEMS OaNMRIZSESEEE—F (1/2)

Reference sample HEBRHEER Position Chernical Purity RSD(%) Solvent Standard
WEE M shift® (ppm) %) n=3
(E)-Capsaicin
Lot. LAN1767
100.0000 2-H 6.85 99.52 0.13 MeOH-d4 DSS-d6
H
HsCO. A ! i 4 R A CHy
N N 7
l P CHs
HO
s
(EY-Cinnamic acid
Lot. PEG5666
100.0000 a—H 7.54 99.10 0.59 CDCI3 1,4-BTMSB-d4
d-H 6.20 99.58 0.08
Average 99.34 042
<
6-Shogaol
Lot. LAE4354
0 89.176 2-H 6.76 99.01 0.29 MeOH-d4 DSS-d6
5-H 6.67 98.62 0.06
Average 98.82 0.18
10~Hydroxy-2—(E}-decenoic acid
Lot. DCNO416
- 2-H 5.78 98.51 0.05 MeOH-d4 DSS-d6
HO_ 1 : ! N
\ OH
3 5 7 9
o]
Fmenthol
Lot. EPF1122
- 1-H 3.23-3.07 100.48 0.14 cbCi3 1,4-BTMSB-d4
8-H 1.99-1.83 99.87 0.14
6-H 1.76-1.65 99.93 0.15
Average 100.09 0.15
Amygdalin
Lot. PEL5321
o 99.936  23456-H  767-750 9262 014 D20 DSS~d6
H%m& o 20
O HO' R v | O
HO 0-CH: 4
OH 7
6 5
Arbutin
Lot. CDJ4270
99.9084 2,6-H 7.10-7.01 96.34 0.09
OH 203 3,5-H 6.91-6.82 96.53 0.18 D20 DSS-d6
0 Average 96.44 0.14
OH 1 6 s
Curcumin
Lot. EPJ4012
- 6,6-H 7.08 97.48 0.33 acetone—d6  1,4-BTMSB-d4
9.9-H 6.63 98.53 0.39
Average 98.01 036

* FIHNCTMER, REUF—RERELTFIL 0 ppm ELELT:

- HEORELL



®1 BXRERHEXABRABRERDINMRICEHERE—5(2/2)

Reference sample RERGER  Position Chemical Purity RSD(%) Solvent Standard
HAE %) shift* (ppm) (%) n=3
Saikosaponin d
Lot. LAR0939
99.4351 12-H 5.93 9245 0.34 MeOH-d4 DSS-dé
Chy
CH;OH 0.0*
L——o \ N u/ ”cu,on
fon
N OH
OH
Dehydrocorydalin Nitrate
Lot. PEH5139
99.780 8-H 9.92 98.11 0.07 DMSO-d6 DSS-d6
1-H 742 98.03 0.23
4-H 7.21 98.51 0.13
Average 98.22 0.14
Hirsutin
Lot. CDE2282
100.0000 12-H 7.30 9537 0.35 MeOH-d4 DSS-d6
10-H 7.04 95.64 0.08
11-H 6.97 95.36 0.45
Average 95.46 029
Hesperizin
Lot. WKF0958
oH 100.0000 2,5, 6-H 7.04-6.86 92,67 0.12 DMSO-d6 DSS-dé
N 8, 6-H 6.17,6.15 92.56 0.26
I OCH
27 Average 9262 0.19
o O—CHz
CM3 " 0o 2
.
\"‘l /OH
OH OH
Perillaldehyds
Lot. DCM1370
CHO
1
2
- 2-H 6.61-6.53 86.03 0.06 CDCI3 1,4-BTMSB-d4
3
HyC CH,
9
Rosmarinic acid
Lot. DCJ4692
- 7-H 7.54 93.97 0.10 MeOH-d4 DSS-dé
2-H 7.03 93.66 0.07
8-H 6.25 93.31 0.21
Average 93.65 0.12

* SEHANSTMEIL, REVF—FEBESTFIL 0ppm ELRLS
- FIEORBLEL



