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BEAS, RLAS) ;s 74 AV Y (B8 s T Reoraxra—L (I~ _X—LF—
)3 77272V 7 ) v rEEABERECX X (FH) ; 7/ A4 K (7% -
Tx ) D) T A, X=T o S X by e =X A b Y
Ny 2 oy 2R N 7 Uk REEEH Rath~xho i (f
. VUIREMAAR Natt~xY=o® (%7, NV vT77r, A EH
kL RE U NAS—F  BUHGREAEREK T NS SRS UL
Fr MHEED) ; o7 o A% — ity ForE kit (FvEr =
V) =TIV RIER, =aF T I RE/ X VATF R 2R LY NRTFHEROME
¥, orv=r X2k == lkmEbemy s a7 VA Yy Jax e
& ) —/VHiHE Sy (1BEE) ; =A==y TR 3 N7 F =K "I LAF ST E
KEHER Y 5 T 4 F SR =X A GG 70 A2 b (fgsg) 5 ST F Hhhi
W, =Ty 2 BOKI=E ) — Ui oS Y BERIEA 5 N7 kR
SOV XTImry B L3y 22— L) s N T AR H R R B
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REGy 5 R UBERERIRRRER Yy 5 B —TF YRR s e B oY FEUK/= S ) —
MR, e oey (ay)  Ev 7= Uik (e XRYUT) AL A
=T IR (B, eXAFTV s BERTH N (RNyvarT7—VHT)
EXIVB6 EXIUD; e Redu A EAS L (BRME) B 7 0 AW, TF
=V ERXY a7 a T XA RN VAR vraXx ) U ok v (BERROREER
M) s EreX ) x0T RIS (AW s 7T (N=0U V) T
T )= T aA F Ly (BB Tax Ty (B T AHROT T
vy s 777 bA U THE T ONEZ ) — TRl R ST Ava—
T T TV —W ; 77K A REHBEER, 7R —L
Kaempferol ; 7 /\—~_U —ZEHHY) ; 7v— i v 2> (%=
U); TN =R 2 VUBETIVRT—E (KELE) ; e 7= Al %HiLAE
FEGARRE; Va2 I KNI XFF K RPR ; 7 aval —FiEeo T Ui
Wy, 7avyal—F /)Xy y)v; 7Tuar7—8 (A 7y VRE, e, ik ¥
UFX), Felre ke raly (27— UHRRTFR) ;AR T
FUNF Yy WREEINY) ; XU ITFT T R—hF (vh) ;X2 HaA
NI A= s RA XY —HhiW, Bk 7= 37 vav N R, 7uT
A VHEEHFRASTF R Ry 73— NaOH #iti#, 7 =V T8, p-7 <~/ ; 7
v THEK ST V=P A=y AR Y RV T U EA PAEERE SC-
1THIE., RV T Iy (Fhryy, ZAR_LIT0 ZXLIV) R A NFL TS
RIAR s ~xA%0, A= =, avIhe (KW) ; ~A % 7Bokihiity ;
~JualikF /X (savra) HEARK~Y A 72 RNA ; ~ 7 EMEY ; <
T R ARBOKI =& ) — VIR R ; ~ VTR 7 ) A v eSS
R (NTFIY) v A RRARFEE T v A —HEEA X ) — Ui v
V) arERAL )Y v R A s U A Rk X B R K
H s AFAY LT 3= A Z s AV o Pafiti® ; AaT a2/ 1 e (18
B aXUEY) ; Au U BUHREY (A—"—FF T RURLZ—EEH) ; A
—)v (o) 'Y B B (FEEE, Aspergillus sojae, A.oryzae,
Akawachii) ; UV HHEEA VT AT 32— b Y CUERMEY ; £V VY
KE; Y~7 v Fralmm—7 i, Y~7 2 it ; v~ e 8kt
W, 2—27 L7 EOD-1 #k (NI Imr@ah) ; 2 AR 7 — At ; e
J—=n (BrMaz AL QL0) ; IVb=r =/ XX FTUCEMEY ; Vay
YEBHE MY MU — s Jar el MRETZ U T VRS (ICZ0VEE ; U
TRy (X)) FEBUKHEY ., Sy oY ru—xx ) — Vi, Thvav~=x
X )= s U > RO R G kurroo k) s VT A (B s T Ay BT R
PrFU LART fu—)L (T RY) ; LF =), B-ART Y by RT AR
—Hgy; VI =8 bEUANA=_FEF X Nuacetyl-L-cystein ; L& ~— FL

_13_



MY ; LEV R m—A NE—D o F vy s eafR ity v — X~ —
THRA, m—Xv U —fElRHEE =% X ; v —Y /L8 Y — Lactobacillus
panisapium M1 5 ; o X~V Vg (VYREZFEEI IRATF V) ; TA L RY A
By s UA CHEVR (OSSR) BRALT ) —VlE U A R  #EN P
PTEREZ Y ) — VY ; PSSR EUKIHY) ; (=T =% / — Vil ; RFEH
Kcis A7 X T2 U MR v AR ; vERCHLERHR GO, SRE)  MiE
TERE A RIS 0 IR  WPEE I BT A R« 7axHoF o (B8R ; ik
FHdeAti & = RHEEZREOK  WARMIEY ; 18D T T A HKROWEEERY 7 = ) —
NV (Tmagr=y) B aX ) B Y ; SRR T VX VR R
VR R a v A2 ) — i, v a v AR T2 ) — v (VU7
o—)L) ; SERKBIRIZEREN (KD NU 27T YY) #/0 D-allulose. D-fructose
DCITt~—; MHNNFIFHRZ L VE AREAEE R7P Y OET)
faliEk 2-€ 7 DHA 7Vt — ; BRI ZAF o _XTF R iR & X
B (EIFED)  GRFEBUKRHY BRIk ) 7+ U (R
Baccharis dracunculifolia) ; iR (BEFRW) WSS ER R (17 3) ; &
FRTH ) — Vi, BN = & ) — Vil  FLEE SV ARGy ; BESRALER A~ R
YT SRR TE 7 24 X U  BER RO T 5 BEREK RNA ; B
REHR o -~ T BTG BERY s S LA VIR GE R s m ) =
(KT) ; mErEE s o7& ; Bt ; Babit 7 I 8 BRI, 3,4-
dihydroxybenzoic acid ; #bBEHIkA XV >, FaUHERKA XV v FMEE T 7R
YRAxHZ ) — Ui (RIEREY: 722 o8) a8 MidEdskT  vre—2
(W) ; BetEe "IN o4 ) I8 B/ ) 77U —ikEe & ) — Uil 5% v X
V7= X RT A ML) 5 SEAREOKINY ; IERINK SR 5 AR ; &7
T DK 5 WNRT T INERRT F ) R T v RHIRRFEM ATV
YOt ONF o a hAaa, vaT ) BEREREES ; KR LB A X T
K KBS X0 (A7 RO X T KEERDME (7727 b4 I8 #E(k
W By, RUTHARa—R) ; §253 TR H35 7 R R
TS THEHIR ; TR VKA N T T8 ) v Rl A W) ; B sk
ZHE , RE_TF R ; KEM, RKEAY 7 IR Ko hTF o HL— b ; il
GG 5 §AA ILARGE - e % / — VR ; FRLB NN X —  BEEEET 2 b
U BEE Ry (EERME N ZERD) 5 FLIRES ; FLBETH SSL-1 ; ks 7 U kg
NTF R (TGS O BETESH) By (F—XFxA) s MEHRT TR
Y WEE TTCC12 ; el T ) Ry 70 ¥ U = 7HERERE= 2 ) —
NEXRA  FBEE T — 7o _TF IRy — (KERET T, KEM) ; %S Ok
WA, P738) ; o — bt 7 Zp5y K RICEO-EX ; KIEFLT V7 2
Vo KRIRFLY VX IR BRI A 2 7 — VR ; BT 7 a— )L ik
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B2 5 IR R T T R IREIIAK R T T R SR sahh HEE S 5 4 (csn-
miR166¢-3p & A infl) ; ERIZ K 2 — b — ) KRG FBUkRhtiy (B 5 3R
AH ) —EY  1,6-7 e Ka-D 7y h—R& (a4 =/ V) ; 10-hydroxy-cic-
12-octadecenoic acid (fENf) ; 10-8 Fa X LI F U, mLIdAx7n—/L B
I D, W7y 1—=T A% ) VU~ A ; 15-hydroxy-5Z,8Z, 11Z, 13E,
17Z-eicosapentaenoic acid /& A fHHEZr  (HIEEH) ; 1-kestose ; 2', 9-
epoxylyoniresinol (#f) ; 2-aza-8-oxohypoxanthine ; 2-7 23 /L7 7 h—2A (b h 3
NI A TRE) 2| NVITFTY (B ;3@ REF -3 A XU T =)
0 YA R E A KFEEEY) ; 5- (3, 5-dihydroxyphenyl)-y-valerolactone (f%45) ; 5
carboxypelargonidin-3-glucopyranoside. vitisin A, 1-glucopyranosyl-3-(3,4-
dihydroxyphenyl)-2E-propenoic acid, quercetin-3-0-glucopyranoside (71 >) ;5 -
TIVT7UUER, 7 uns R ; 5-Hydroxy-7-methoxyflavone ik (B a v
#) ; 6-(methylsulfiny)hexyl isothiocyanate (V4 t’) ; 67-kDa laminin receptor
(#%45) ; 8-methoxykaemferol-3-O-(2"-p-coumaroyl)-glucoside (£ —HR—1>) ; 9-
XV S UiETT v (BERD ; Apilactobacillus kosoi ; Companilactobacillus
alimentarius KH4 (¥ A F) ; cyclo (£78) ; DDMP (2,3-dihydro-3,5-dihydroxy-6-
methyl-4H-pyran-4-one) ; delphinidin-3-rutinoside, rosmarinic acid, myo-inositol
(oA, 7YY, #E) ; DEOATAK®P1 (=—b—AGHHY, 2R v HEE
%) ; Dipeptidyl peptidase 4 BLEEMETF R (kg v X) ;D-7 7= ;D&Y
> ; Ecklonia cava polyphenol (#&#:3H 7 ¥ A) ; Enterococcus faecalis KH2 ;
FEnterococcus faccium Hi4 ¥kt ) T ®~—F¥ (~LZ) ; EPA, DHA ;
Ethyl-4-methoxycinnamate (3= 7 AF} Kencur) ; fisetin (7 7748 / A4 ) ;
Fructobacillus fructosus 0S-1010 ; Grains of Paradise #ilHi# ; Hexaraphane (6-
methylsulfinylhexyl isothiocyanate; &K 4> X 1Y) ; Heyndrickxia coagulans
SANK70258 ; I'-acetoxychavicol acetate (¥ 1 > = 7 %) ; Lacticaseibacillus
paracasei 327 ; Lacticaseibacillus paracasei MCC1849 ; Lacticaseibacillus
paracasel shidare ; Lacticaseibacillus paracasei strain Shirota ; Lactiplantibacillus
plantarum 06CC2 ; Lactiplantibacillus plantarum FMS8 ; Lactiplantibacillus
plantarum K4-9 ; Lactiplantibacillus plantarum NBRC 15891 kA 75 <y
7 )V ; Lactiplantibacillus plantarum SNK12 ; Lactiplantibacillus plantarum
TK61406 ; Lactobacillus crispatus KT-11 ; Lactobacillus delbrueckii ssp.
bulgaricus (OLL1073R-1). Streptococcus thermophilus (OLS3059) ; Lactobacillus
Jjohnsonii SBT0309 ; Lactobacillus paragasseri OLL2716 ; Lactobacillus
paragasseri SBT2055 ; Lactococcus cremoris subsp. cremoris FC ; Lactococcus
lactis subsp. lactis 11/19-B1 ; Lentilactobacillus hilgardii H 50 3¢ SLP ;
Lentilactobacillus hilgardii H-50 ; LP22A-3 ; Milk-based Culture of White Mold
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(FLFEEEY) ; momordin Ie (=7 > 7 >3 % E 7 #iH#) ; N-caffeoyltryptophan

(r 7' A% 22—k —) ; Nigella sativa L.FE 7l 14 ; OVA &5 -~ FH FLEEH

(optOVA-L. brevis ATCC367) ; PA F#f): SC-1 ; procyanidin A1 (7 v &A1) ;
Pterostilbene (3,5-dimethoxy-4-stilbene) (7" K7) ; Rl-barrigenol (%%) ;
Streptococcus thermophilus (3 — 7 )V ) ; Streptococcus thermophilus
JCM17834 ; Suillusol A, B (/\~} 1 Z7F) ; sulfoquinovosyl diacylglycerol (L7 A
HZ7T7~<7 V) ; TUS204-2 ; vialinin A (V7' A R % /) ; Weizmannia (Bacillus)
coagulans SANK70258 ; o-7 7 7/ 7 X ; B-hydroxybutyrat; g-b w7

(R LER) 5 B-I Ty (bBE) ; BTNy (Y=TVZ7) B-TI N

(BEH) ; parrVv=y (KRE),; B-avr7)v=s~_"7FF (KH); &7
LA —BRREEMSE Y (T R) ; v-7 2/ EEEE. GABA SfRRERIE T SN >
y-AUF = CRBD) ; v-F VY — CKil), 7 a7 VT =17 =/VT

(LK) vy INEINSAFNAVATA Y (L7~ R)
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BT BRI S EARB  (R 5 D R HEEDTTEF )
WD D BERE R fh & ST 9 D AR E DIER » ARIRBS IEITAR D fat&AE BRI O Ffi - FEF D720 OBFSE

Sy B gE R
WD D IR b DRI SE
— WD D IR R I ORI E OFER « RIRPIIEZ BE) & U 7ol it ge —

W E R AT

FENZE S R A A ZERT AR BEMREE

WHoeo s A E ENERMRSEANIES AR s =R

MAEE
& L TEERM.

REEEEZ A E LT,
WCEENDT VA Ry & THE LT,

bl

VW D FEFER S OB EUTEC R 3 2 [ E 2 KRR IET 5729,
TIaA R, ATuaA REHERZECER L, "BECEEN k0 0%
AREEIZTRY A 2RGE LEES IO O EER G, S HICHE

KFEORER, TV U HOEOHMEWIZIEIEERE, 7 una 7 ¢ )VFE, FEHE, B-carotene,
glucomoringin %8, digiprolactone, caffeine, niazirin, #/]
glucomoringin DF(EZ MR LTz, —FH. AT A REHRIZOWTIEEE, BBV TH
B BEOGFENER SN2 0 > 72, Glucomoringin [FHEREM:FE R & 5 OFEEMERD 5-5 50 TH
D, EIZIMETHLID, BHICEEBECHET I LN OEBRERICHEELETLHLE

EE =Nty BYAY D s

=
FE

%, MO sucrose &

A. HREH

W 2 HER L O 18 B R IR 9 B fd B
WEERIRICE LT D20, EEE BT DK
ELTEERSS, TAhnAd K, A7 A
FECBERSEIZER L /RIS E EN D0 D
FREFEA B & Lo, AEE LT Y U 0 %
XL LIBEB L OO FER Iy, S I
ECEENDT A A R EHE LT,
EFU T (1] A4 FREOUYHE ) X
BUYE /) FRUY L * (Moringaoleifera
Lam.) O#EFRTH Y, s & LT, E£70F
FEREDOLGHIZBWTHIAS HNLR TN D,
g (DY E %) IR/ ED LS ¥
WAEFEOZ LICHRT 5, B Y UM,
M BN T @O AR ) & B 2R R &l &
ORERED | ok X 0 B2 OEAL2N 2% B B9ICH]
HEanT&siz &b [FHoAKR (Miracle
Tree) | & bIREND, 3AIEA » Kb T 7
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U 7, HREE KSR OBV - BV e IR < &
O, EWNTH RS TREE 23 T T
W5,

KT HANC B DO H 70 b T &
LCHEM I, TEOHIE TIES R AR
THEIRSRERR P D E BN R SN TN D, —F
T, BRICBIT A BTV RAIXRERERN T
&Y | IEPEMm~DOEBIUHIIR & W o 7oL E o
BN 72 ST D 2],

B. WrZE5IE
) EV HEERY X — D3RR
TROERGREY U HE Y Z— (1.9
kg) % EtOH THiH L. IEHMEFRIA % K1 IERE
L C. n-Hexane, EtOAc, n-BuOH TIE />l
L7c.n-Hexane Bi53 %2 < U I 75/ T K7 |
~ 777 4 —=To#EEITV MOH 1~8 %
372 MOH2 IZDW TV U ATV T A1




~ NJT 7 4 —%4TV MOH2-1~10 245372,
EtOAc E/JIZOW T U B F N BT AT R
~ NJT 7 4 —%4TV\y MOE1~11 %137,
MOES (oW T U BTN BT L7 a~w b
77 4 —%&41T\ MOHS-1~11 % 15&7-, K&
SSIZONWTODS o bhra~ NI T7 44—
1TV MOW-1~6 #4537= (X 1),
Q BV VHERYT—IZEENDT NS
2 A RO R

TIROBERSREY U HEE T Z— (1kg)
Z EtOH THIM U, IRMEFE 2 2% ARk
R & EtOAc THEL LT-, 5 bkt
H /312 Na,COs Mz pH9 & L7=D % CHCl,
THEL L7z, CHCL B4\ T Y B 7L
BT L a~< NTTT7 4 —%fT\ MOCl~
10 215%7- (X2),
(3) TV WA DRI

MiRDOE Y » AHF (30.17g) ZAR—/L
XY — T, MeOH Tl L., Ik
% K2R L C . n-Hexane, EtOAc. n-BuOH
THEXRSECT 5 Z &2 X Y MSH,MSE, MSB,
MSW Z157- (X3),

C. WoRER - BE
() BV S HEEND F— DRI IER

MOHI A4 LA B [3] LHEE+ 5 'H
NMR #5RL72 Lok REaFisiEiR
FHER Gy EE X BT,

MOH2~6 1% 1.6, 1.7, 2.0, 2.1, 5.1ppm (Z
squalene [4] A& HZ X HILVDH ¥ 7TV B
=i,

MOH3 (X 3~4 ppm 5 L V5 & FRAEIRIC
Bovr by MRBlllsnzZ LN, 7
an 7 gV (5] OFENRE ST,

MOHS5~8 I, REafifshiteo > 7 F
DB E N Z &0 D BEIRE OIFAE D R
e,

MOH2-3~4 |¥B-carotene [6] & [FI7E L7z,

MOH2-9~10 L squalene ¥i & & 2 HiL D,
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MOE!1 ZAERFEEE D> 7 F BB S
77

MOE2~3 % squalene JH& & 2 HILH 7
FUBBLIH S vz,

MOE4 X7 v v 7 ¢ VHA, iR D > 7
FUBRBH S iz,

MOES5 (% 1.3, 1.5, 1.8 ppm VT ICFE/)
DL LT 3 DD 7Ly MBS N
T2 LinD TR CEDOIFIER RIE ST,
T BRE LB OND V7N EII &
niz,

MOE6~8 %, glucomoringin %8 [7]. #EiEE
DIFEDNRIE ST,

MOE9~11 [IHEREE D> 7 F L 3@l &
niz,

MOES5-11 1%, T &RIET 2{6EW
MEHERS TH Y AFE 2 ot NMR JIELC
KO iEHT L7= & 2 A, digiprolactone [8] T
HZEEHABMMZLE (K4, Tablel),

MOES-2 |345#E 2 ¥k ot NMR HIE 2 & 0 i
Mr L7z & Z A niazirin [9, 10] & 2 DDAl
FullENFE, galactose, grycerol 7> 5 72 2 HEE'E
[11] DIREMTH D EHeE Lz (X5, Table
2),

MOWI1~3 [Z 'THNMR A7 kL L0 B
MEER S &5 2 B2, MOW1 @ *C NMR
AT RV LY sucrose [12] BWETHDH Z &
ZH LM LT,

MOWS5~6 |35 FHEMHEIKIC 2 DD X7 Ly
N3 S 472 Z & D5 | glucomoringin D
TFAEDN R S iz,

Q) EVHERGE—IIHEENDTNVT
0 A RO RERE

MOC /% '"HNMR 27 kL L 0 REafifs
WAE%E. A M¥ U E7201F N-AF LB LUWE
¥, BRI OIFEN TR ST,

MOC1 [EAEaFIRE IR DAEAED RIR S
770



MOC3 (3T FEBREILIC 2 >DZX T L b
MBI S 47z Z & 7 B | glucomoringin FHO A7
TEDS R S L7z,

MOCS5 IZAEFIAENIEE, caffeine [13], ==
F UM [14] OFFEDRES 2 (X 6,
Table 3, 4),

MOC8 [ZFR A7 7 F =l FEIRED
FAED R ST,

MOCY9 [ZTAR AT 7 F Y ral
glucomoringin 8 DIFAENN R STz,

(3) EV  HHEA DR

n-Hexane H53 (34 LA Ve L HEUIT 5 'H
NMR %7k L7=2 Llc kv, REafighsmes
THER Y & B 2 BT, EtOAc 53 (T AN
FENIR DVE 7> BEREFS K O p-E#a~
B DA RET D 7 F BB S
Zenno, AafmiEN BB LW
glucomoringin 473 EE 5y & B 2 BTz, n-
BuOH H[53 13853 LY, p-E#f~_ L EBrov
7B S Tz, K4S 'THNMR (236
W 1.2ppm fHEIZ# 7 Ly b, 3~5ppm ff
EANHED > 7T v FFEBERIRIZ 2 2D X7
Ly BB S 7o, TS DWW TIEATE 2
%ot NMR JIEIC L0 it L7z & 2 A,
sucrose & glucomoringin [7] DIEAMITH 5
ZEEWLMILIE (K7, 8, Table5, 6),

D. &

TY A DEIZOWTER MG & EREH
A UTCRER, FRE CIREIEm L LT
digiprolactone., glucomoringin, niazirin, caffeine
ZER L, —h., BroO#EAE TR
glucomoringin Z 78 L 72,

Digiprolactone (5[4 Loliolide) 155\ \fifiz
LTENE, MR OREE SRS STV D [8],

Glucomoringin |ZFEREMEZR R & Sh OFERENE
BGRsy [15] THY, BEITIIHEETH 525,
FEFIZI3K) 3 wi% THIET 5 2 &b ER
BIEEZETLIEEADND,

- 19

Niazirin | in vitro TBRZE 7 FLERLIETE, &
MAEIT & o TEFHEFE S5 e MbE 5 38 i >
T8 77 10 el oD A5 A Il 9~ D AE 72 &S
EnTwa [16],

WAEELIEITAMEE AT DR T
WA EEM) T D glucomoringin FHIZ DUV T
BELTWMERDL B2 LN,

E. BFE%X
1. RSO
L

2. FEHEEK
L

F. SEOMEEMED HIFE - BRI
L
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extracted by EtOH

EtOH extract (129.75 g)
‘ partitioned by Hexane and H,O

BREETIVHEMEK (1.9 kg)

extracted by EtOAc

Hexane layer (MOH) extracted by BuOH

(241.79 g, wet weight)

EtOAc layer (MOE)

16.4 g
2.72 g)
SiO; column BuOH layer (MOB
(Hexane/EtOAC/MeOH) ( 4.(3/7 g() ) H.0 |(2y1eg (g“;lOW)
[T T T TTTT1 SiO, column '
(Hexane/EtOAc/MeOH) ODS column
193458788 (MeOH/H,0)

R 123458
345678 91011

N —

SiO, column |
(Hexane/EtOAc/MeOH) 1

BEREREREE Horameret
(Hexane/EtOAc/MeOH)
123 45678 910
NERERRERRE
12 3 456 7 8 91011

1 FUHEDOSEEAX— LA

BEREETIVHEMRE (1kg)
‘ extracted by EtOH

MeOH extract (103.36 g)
‘ partitioned by EtOAc and 2% tartaric acid aq.

adjusted at pH 9 by Na,CO3; and extracted by CHCI3

EtOAc layer
CHClj3 layer (MOC) H,O layer
(416.61 mg)
SiO, column
(CHCI3/MeOH)
| | | | | | | |
1 2 3 4 5 6 8 9 10

90.3 19.5 27.8 62.1 58.6 37.2 47.7 18.3 116.3 (mg)

X2EY U HEDTILVIOA NELSOSEEA F— A

_21_



BUVHEFIEY (30.17 g)
‘ extracted by MeOH
MeOH extract (2.87 g)
‘ partitioned by Hexane and H,O

extracted by EtOAc

Hexane layer (MSH) BUOH
(854.4 mg) ‘ extracted by BuO
EtOAc layer (MSE)
(19.5 mg)
BuOH layer (MSB) H,O layer (MSW)
(90.7'mg) (2218.2 mg)

3 Y UAFEADTEEAF— A

N

N
D
HO™ ) ©

— 'H-"H cosy
— HMBC

4  Digiprolactone ® 2 Xt NMR

o @‘Af\\”

HO OH
OH

— 'H-"H cosy
— HMBC

5 Niazirin ® 2 &7t NMR
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g L0
A

— 'H-"H cosy
— HMBC

6 =—aFE¥E L nicotine @ 2 kot NMR

/\
OSO3H
1H 'H cosY
— HMBC

7 Glucomoringin @ 2 ¥ 5t NMR

HOKO/—‘%

OH

— "H-"H cosY
— HMBC

8 Sucrose @ 2 ¥kt NMR
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Table 1. 'H and '*C NMR data of digiprolactone.

experimental® literature®
No. S 3¢ Su dc
172.0 172.0
3 5.69 (1H, s) 112.8 570 (1H, s) 112.8
3a 182.6 183.0
359 359
5 1.52 (1H, dd, 14.5, 3.6) 47.2 1.53 (1H, dd, 14.4, 3.6) 47.3
1.97 (1H, dt, 14.5, 2.4) 1.99 (1H, dd, 14.4, 2.4)
6 432 (1H, m) 66.7 433 (1H, 5) 66.7
7 1.77 (1H, dd, 13.1, 4.0) 455 1.77 (1H, d, 3.6) 456
2.46 (1H, dt, 14.1,2.23) 2.47 (1H, dt, 14.4, 2.4)
7a 86.8 1.99 (1H, m) 86.8
8 1.46 (3H, 5) 26.4 1.47 (3H, 5) 26.5
9 1.26 (3H, 5) 30.6 127 (3H, 5) 30.7
10 1.77 (3H, 5) 26.9 1.79 (3H, 5) 27.0

*in CDCl;

®Chong, K. T. D., Tran, C. L., Nguyen, Q. C. T., Pham, Q. N, Dai, T. X. T., Luu, T. D., Nguyen, T. T.:
Isolation and evaluation of the antioxidant capacity of comounds from Ehretia asperula Zoll. & Moritzi.
Indonesian Journal of Chemistry, 24(4), 1206-1217 (2024).
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Table 2. 'H and '3C NMR data of niazirin.

7 3
N//a 4 2
5 > 4 O
1 0) 38
~ -OH
‘1 ToH
OH
experimental® literature®*
No. Su oc oy CDCI3 dc CDCI13
1 155.7 156.03
2,6 7.00 (2H, d, 8.6) 116.9 7.05 (2H, d, 8.9) 116.65
3,5 7.17 (2H, d, 8.6) 129.1 7.25 (2H, d, 8.9) 129.23
4 123.4 132.64
7 3.65 (2H, 5) 227 3.69 (2H, 5) 22.90
8 118.0 123.72
R 5.47 (1H, brs) 97.8 551 (1H, d, 1.9) 97.96
2’ 4.14 (1H, brs) 70.6 4.14 (1H, dd, 3.4,1.9) 70.87
3 397 (1H,9.5,2.4) 71.4 3.97 (1H, dd, 9.1, 3.4) 71.70
4 3.57 (1H, dd, 9.5, 9.5) 72.5 3.54 (1H,t,9.1) 73.48
5 3.67 (1H, m) 69.0 3.75 (1H, m) 68.83
6 1.23 (3H, 6.0) 17.5 127 (3H, d, 6.2) 17.49
*in CD;0D
b in CDC13

Faizi, S., Siddiqui, B. S., Saleem, R., Siddiqui, S., Aftab, K., Gilani, A. H.: Isolation and structure
elucidation of new nitrile and mustard oil glycosides from Moringa oleifera and their effect on blood
pressure. Journal of Natural Products, 57, 1256-1261 (1994).

Table 3. 'H and '*C NMR data of nicotinic acid analogue.

5 @COOR
6 )

N

experimental® Database value®*
No. S 3¢ On dc
2 9.03 (1H, brs) 149.5 9.129 (1H, d, 1.7) 150.21
3 131.3 126.66
4 8.30 (1H, ddd, 7.9,1.9,1.9) 1373 8.315 (1H, ddd, 7.9, 1.8, 1.7) 136.90
5 7.55 (1H, dd, 7.9, 4.5) 125.1 7.581 (1H, ddd, 7.9, 4.9, 0.9) 123.71
6 8.69 (1H, brd, 4.5) 152.8 8.832 (1H, dd, 4.9, 1.8) 153.18
7 N.D. 13.5 (1H, m) 166.23
*in CD;0D
®in DMSO-ds

¢ https://sdbs.db.aist.go.jp/CompoundLanding.aspx?sdbsno=7944
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Table 4. 'H and '3C NMR data of caffeine.

experimental® Database value®*
No. Ou oc Su dc
2 153.2 148.67
4 149.8 151.66
5 108.7 107.51
6 156.7 155.32
8 7.87 (1H, s) 144.0 7.512 (1H, s) 141.57
10 3.34 (3H, s) 28.2 3.407 (3H, s) 29.70
11 3.52 (3H, s) 30.2 3.584 (3H, s) 27.88
12 3.97 (3H, s) 34.0 3.997 (3H, s) 33.57
#in CD;0D
®in CDCls

“https://sdbs.db.aist.go.jp/CompoundLanding.aspx?sdbsno=1898

Table 5. 'H and '*C NMR data of sucrose.

experimental® Database value*®

No. 51—[ Sc 8]—[ Sc

1 5.37 (1H, brs) 93.0 5.418 (1H) 93.20
2 3.52 (1H, brd, 10.1) 71.9 3.563 (1H) 72.14
3 3.72 (1H,ddd, 9.8,9.7,2.1)  73.4 3.762 (1H) 73.68
4 3.43 (1H, ddd, 9.8, 9.9, 2.0) 70.0 3.476 (1H) 70.31
5 3.80 (1H, m) 73.2 3.86 (1H) 73.44
6 3.78 (2H, m) 60.9 3.817 (2H) 61.24
I’ 3.63 (2H, m) 62.1 3.679 (2H) 62.46
2’ 104.5 104.71
3 4.18 (1H, dd, 8.7, 2.1) 77.2 4.219 (1H) 77.51
4 401 (1H, ddd, 8.7, 8.6,2.0)  74.8 4.055 (1H) 75.09
5 3.85 (1H, m) 82.2 3.89 (1H) 82.42
6 3.78 (2H, m) 63.2 3.826 (2H) 63.44

*in D,O
® https://sdbs.db.aist.go.jp/CompoundLanding.aspx?sdbsno=1188
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Table 6. 'H and *C NMR data of glucomoringin.

experimental

No. On dc
1 155.5
2,6 7.11 (2H, brd, 6.9) 118.4
3,5 7.33 (2H, brd, 6.9) 130.2
4 130.2
7 4.06 (2H, brs) 383
8 163.5
r 4.67 (1H, brd, 7.7) 82.2
2 3.29 (1H, m) 77.8
3 3.29 (1H, m) 72.6
4 3.37 (1H, ddd, 9.2,9.2, 1.5) 69.5
5 3.20 (1H, m) 80.7
6’ 3.60 (2H, brt, 3.1) 61.1
1” 5.52 (1H, brs) 98.9
2”7 4.13 (1H, m) 70.8
3” 3.97 (1H, ddd, 9.8, 2.6, 2.6) 70.9
4”7 3.48 (1H, ddd, 9.9, 9.8, 2.0) 72.9
57 3.77 (1H, m) 70.2
6” 1.20 3H, dd, 6.2, 1.7) 17.5
*in D,O
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MOES5-11 *C NMR
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MOE5-11 HSQC
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MOES5S-11 HMBC
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MOES-2 *C NMR
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MOC5 *C NMR
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MOCS5 'H-'H COSY
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MOC5 HMBC
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MSW 3C NMR
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MSW 'H-'H COSY
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MSW 'H-'H COSY (EB453¥HEK)
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MSW HETCOR

7.0 6.0 5.0 4.0 3.0 2.0 o 1.0 2.0
1 i i 1 i f h i
= SE——
E— 3
ke
=g
= —
=
=1 31
3
=
=
s
= - e
E
- s —_—
- 4
= ] d
= k
- g
£
3
= ———
—_—
= =
= . = = !=
=3 - Jpra——
3
S F—
— ——
= | =
2
b
P
=
-
3]
=
e
w
s ]
=
~ E
s
=
= v
.1
s ] .
= -
s
=] =

_54_




BT ER)

L
pvA
=]

MSQ HETCOR (

4.9

L 0 025 A ) A A 821 ] 1 30 [0 ) A [ [0 0 S 0 ] s [ A [N DM [ ) A2 2] A ] 0] A T AR B A B 2
83.0 82.0 810 80.0 79.0 78.0 77.0 76,0 75.0 74.0 73.0 72.0 71.0 70.0 69.0 68.0 67.0 66.0 65.0 64.0 63.0 620 61.0 60.0 59.0 58.0 57.0 56.0 55.0 54.0 53.0 52.0 51.0 50.0 49.0 48.0 47.0 46.0 45.0 44.0 43.0 42.0 41.0 40.0 39.0 B( 0

L L

100 2.0

_55_



MSW HMBC
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val—) e A%y (10 mL) #/0x 10 5fE4#E | Waters ACQUITY UPLC BEH C18 (1.7 pm, 2.1

& 995, 15°C, 3500rpm T 10 43f#iE | mm i.d. x 100 mm)

DAYEEL, KBEE TS, ZoHEE | BEME -

3TV, Sy r7aue A4 U | (A)0.1% FhEK

I mLIZOW TR L2179 . &% | B)0.1% X7 h=rD L

TER=RFU (0.5mL) IZFEML, | B mz: 178 (M+H])

L 02um OVY T 4 NE—T

AHihd 5.
7w v al—, | sulforaphane 5g DREEY 7 mmr AKX (50 mL) | HPLC-UV R LOD: 0.88 pg/mL | 4
Tryal—2A FCT5DBBRTSTA AL, BHET30| HT 4 LOQ: 2.68 pg/mL
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Y, XA A,
AT LVE A=
Y, FyRXYY
22— A, ¥y~
VR

DFABRLT 4 NE—TAHHTDH. A
WaEYrnn AL T50mLICAHIRL,
3SCCTERICI VIR LT 5. Rk
72 h=hKU/L (ImL) IZFREMREL,
L 02um DAV T T T 4 )VH—
TAHIMT 5.

BEia
60% TEr=FVU L
MEWNE : 254 nm

7mayal—|rrarv/)rL—F Hr g S L7230k 0.5 ¢ & 70% A & | (glucoraphanin, gluconapin) A 2 1) —= | glucoraphanin &
(fR, 38, 2,96, | ( progoitrin, | / —/LHIT 1 3R L7205, 70°C | HPLC-UV v 7, fE& | gluconapin {2\
) glucoiberin,  sinigrin, | OIRIBEH T 15 pEHT 5. ZOHRE | BT A T
glucoraphanin, JRC 30 S LR L, 13,000x g T | Waters ACQUITY UPLC BEH C18 (1.7 um, 2.1 LOD: 1.34 pg/mL
gluconapin, 4- | 5 SyfEliE Lo BE L 7o BIE A BIEE 259 | mmid. x 100 mm) LOQ: 4.05 pg/mL
hydroxyglucobrassicin, | 5. ZEEZAKICHEMEL, L2 0.22um @ | BEA :
glucotropaeolin, VYUV T4 NE—THETS. (A)0.1% K
glucoerucin, (B)0.1% X7 h=hKU/L
glucobrassicin, HERE : 290 nm
gluconasturtiin, 4-
methoxyglucobrassicin, (oM T ar s L—1h)
neoglucobrassicin) LC-QTOF-MS (positive and negative)
T A
Waters ACQUITY UPLC BEH C18 (1.7 pm, 2.1
mm i.d. x 100 mm)
Bahte - [\ E
7 w1 v 2 Y — | sulforaphane, indole-3- | 38t 100 g Z ¥ L 5 3 AETF A X | LC-QTOF-MS (positive) E8 (sulforaphane)
(18) carbinol 9 5. K (50mL) #NZ, 45°COUEHR | 7T A LOD: 0.77 mg/L
G 3 A ¥ 2 X— 3 9%, | Merck Chromolith RP (4.6 mm i.d. x 100 mm) LOQ: 2.35 mg/L
Z DIKYEIR A % T 30 /vEiE LT Al | BEA
L, YZuu AKX (50mL) T3adh | A%/ — K (80/20) (indole-3-carbinol)
HL, 74 VE =BT 5. DT 7 | QIEA L : LOD: 0.42 mg/L
w2 Z I HKAREET R Y A (2 | (sulforaphane) 178.0355 LOQ: 1.29 mg/L
g) Mz, BiK$ 5. Ak, WEH | (indole-3-carbinol) 170.0577
ZLSmLIZTD. TDH5H 5 uL
D, A% J)—)L (495uL) &Mz 5.
7 1 v 22 Y — | sulforaphene, HEL50 g ok (50mL) Nz 30500 | (E&) TR - BN | G L
({E), &%+ X7 | sulforaphane REDTA XL, =|RT 2 KEE##FET | HPLC-UV
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Gg), ¥ A=
(), 77
(GE), NI YA
Gg) 777
FREY) 11 FE

H., FREIVR— NIV /7au X R %
MZRHE L, Y7aax 2 @i
T4 —=SHET . Ak E R R
T 5.

AT A

KYA Technology HiQsil C18 (5 pm, 4.6 mm i.d. x
250 mm)

BEAE -

T R=RYUL K (30/70)

R R © 254 nm

(EE)
GC-MS
717 I : Agilent DB-5 (0.25 mm i.d. x 30 m)

168y, m A ¥ /L | sulforaphane FoEHT 45°CTCEz ST 5. 168 | LC-MS/MS (MRM, positive) i LOD: 3 pg/kg
Y — WZOWTIEEB05g iz AZ 2 —v (12 | BT A LOQ:
mL) &% 10 />f#EE 99 5. 7 —-F | Phenomenex Kinetex fused-core type column C18 168 8 ng/ke
BV —IZOWTIFEB 1.6 g2 A ¥ / | (2.6 um, 4.6 mm i.d. x 150 mm) o—Y LYY —
—/ (5mL) ZMZ 1 L7z | BEME - 10 pg/kg
B 5 B ERAETS. HMINEEZ | (A)0.02M X7 v E=7 A
10°C, 11,000rpm T 10 srfEiELOBEL | B) 7 h=FU L
T EBICOWTEEEAREL, Bmic | h7rvvar 178> 114 (&
DNTIE ImL, 7AFLEY —Zo0n 178 > 72 (GEME)
TUE2mL DA F /) —/VICHEML, L
045 um OF A BT 4 NVE—TAH
5.
EHHD sulforaphane 25 g ODARETVF A RXLIZHEZK (5| LC-MS/MS (MRM, positive) E B (=nF 71—
mL) T#HIRL, StrataXSPE H— LV v | BT A& =t
CICAMT H. AH¥ /—/L (2mL) T¥ | Phenomenex Synergi Hydro-RP C18 (4 um, 4.6 A Y —=n=—,
HL, W A FLES 045 um O F 4 1> | mm id. x 150 mm) FlLrorey
TANE =Y DT 4V —THil | BE : H honm—)
T 5. (A)0.02M FEET L E=T A LOD: 0.5 pg/kg
B) 7TEr=FrU LOQ: 1.8 pg/kg
RZ7ovvar 178> 114 (Eh:
178 > 72 (EME) (~P—=n=—)
LOD: 0.8 ng/kg
LOQ: 2.6 ng/kg
7w w2V —, | sulforaphane, (B bR ) HPLC-DAD i (sulforaphane)
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AT FF

glucoraphain

a3l —400 g ZiEAKH T 6 4
BihL7=0b, 30 pRFHET L. 550
BT EBERS R T2, Ty al) —
WK TCT L =2 L0 A F,
30 SRIEFERIC 7 A L F—ABLTA
R BAE T 5.

(F—7 )

Juyal)—400gET L X —T/hE
IV A Zx, 30 /rFkERIC 135°COA
— T TAS IG5, TR TF v
J AK—F— ET35°C, 600mL D7
2aAZ ALY HHEITY, T4
Z—AL, WHEETS. koloo e
v 2 Y —E53IE AR 7K (500 mL) THHMH
L, 7 ANE—AiakD AR % HAEL
BT 5.

(BT Lo VB

7u w3l —400 g & REEK (200 mL)
mTT L =2k n iy
te. 1 RFfEFRER, EFL Y T45 %0
MG 5. Wi, ~ I3 TF v 7 A H
—Z—FET35°C, Yr7un A& (600
mL) (CX VL, 74 vZ =21,
W ET A, o7 rnyal —i
SIEAREIK (500mL) CHiEL, 7 o v
X — Btk O AR & RS R T 5 .

(2 5 —FHea)

Jayal—400gET L UF—ITRY
A2~ < G0 2N RS 53 % LR RS
BT 5. BERHSIE~I 3T v 7 AH
—Z—FET35°C, Yr7un Xz (600

(sulforaphane)

T A

Agilent ZORBAX Extend-C18 (5 um, 4.6 mm i.d.
x 250 mm)

BEhE

30% 7Eh=HFVU L

R 202 nm

(glucoraphanin)

IR VN

Agilent ZORBAX Eclipse SB-aq (5 um, 4.6 mm
i.d. x 150 mm)

BaEte

T R= MUK FEE (1/990.1)
HIEF K : 235 nm

LOD: 29.7 ng/mL
LOQ: 90 ng/mL

(glucoraphanin)
LOD: 198 ng/mL
LOQ: 600 ng/mL
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mL) (ZX Vi EITY, T4 E—5
WL, BIEEETS. Bolz7nyal
— BB IIAREE K (500mL) THEHE L, 7
S IV B — BTk O AR % B T
5.

(RAF—<—FREMN)
7uyal—400g = AF— LTI T
30 SEINET S, ~ I xF v AF—
ZF—FT 35°C, vrumuxAHr (600
mL) (ZXVHHEITY, T4 E—5
WL, WIEETD. ol yal
—ERAyIE ARG K (500mL) THIH L, 7
g NVE— B TE D AR T AR
5.

(LT HFFr V)
LTPFX Y 400g HUID A, <
TRXF I AR —F— T 35°C, 7
aa AKX (800 mL) 12XV T
W, TANA—AEL, BEEETD.
Beol-7myal —E33Z&EK (500
mL) THIHL, 742 —AilkE0A

R 2 BAE I 5.

7 1 v 2 Y — | sulforaphane (3E) HPLC-DAD T LOD: 0.2 mg/L
40°COA—7  CTHIBRSEMBLER | 1T 4 (0.8 mg/kg FH4)
$h0.50 g ICEEMEVAIL (4 mg/g #1577 1 | Phenomenex Synergi Hydro-RP C18 (4 pm, 4.6 LOQ: 0.6 mg/L
va—Eb LT A3/ R | mmid x 150 mm) (2.5 mg/kg FH4)

ZEde. 0.1 M HEEEC pH 5.0 I[ZFRE) | BEMAE -

(7mL) Nz, 1 SEEBHELEZOL [20mM XB7vE=0UL,/ 7T r=FU L
35°C, 4 REfA—7 A AN THIR SR | (55/45)
T 5. HEWE : 196 nm

ST
4




40°COA—7 » CHofp STk L 72k
BE0.25 g ICEMVEIR (4 mg/g Wl 1
vaY—=eRDEIT AN @
ZEte. 0.1 M HiFE T pH 5.0 ([ZFRE)
(5mL) 2Nz, 1 EERL-ObE
I% 45°C, 2 IKFfH, #hd 55°C, 1 R4 —
T A AIVTINAKI RS 5.

TR fiRt% DRI A F )V tert-T7 F )L
T—7 /v (25mL) ZMZ 1 5y s
MPEL, S5127.0g (38, 55¢ (B -
) OMAKREET N U U AEMZ A
9 5. A% StrataSI-1 U B H— KU
v VICAWT D, A%/ —/ (2mL) T
WL, WIEEEROREY =% ) —
b (ImL) (ZFHEMEL T, fLAE 0.45 um
DFAaL T ANE—THETH.

7 1 v 2 Y — | sulforaphane 50 g DFREFERFEL, ~F P (400mL) | HPLC-UV

(&) ZMZT3HMIEE S Li-ob, Ml | BT 4

SHD5. wEREHT 0.05M U U FEkETE | Agilent ZORBAX Eclipse XDV-C18 (5 um, 4.6
% (pH5.8) (100mL) & FEfE—=F /v (200 | mm i.d. x 250 mm)

mL) &0z 4 WKL <#R L, St | BB
FThUTA 20g) MM D. BT | (A) K, B) A&/ —)L

NEET 4 NE—AEL, 74N0F— | PIEKE : 241 nm

LR & [F & O Fg = VRIS
L. ZOEEE L O — MY XY, FER
TFNEELEOEEELREL, FREIC
001M 7 = gV U RIEMENR (pH2.2,
3.0,4.0,5.0,6.0) (ZFVAEMEL, L£%0.45
um DAV T T2 T 4 NH—=ThHiT
24}

FEe L

it
i

7w v @ Y — | sulforaphane, 50 mg DOBWFERLEE K O L7230k %2 | LC-MS/MS (MRM, positive) (sulforaphane)
() sulforaphane nitrile FEEL, 10mL/g DETKREMZ, 3057 | BT A LOD: 0.005 uM
MR CHE LK iEd 5. Eifg— | Waters ACQUITY BEH C8 (1.7 um, 2.1 mm i.d. x LOQ: 0.01 uM
Fv 3mL) ERifE~ 7 322U A%N | 50 mm)

i
i
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., 2000rpm T 20 sy fEifft#R3 5. 8,603
xg TS5orME 0L, Hifg—TF L8
Z R OFRBRE T, Ko T AKEITH
L CHB =T L& I 2 AR O#EEE 2
[Elfk 0 RS . HERE = T L g & 2 O BRI
BEL, E% 10mM Eifg7 o t=v
LiEEHR (pH 4.5) /0.1% BT & b
= R~ UL (70/30) \ZFREAfE L, FLEE 0.22
um O PVDF A>T T 7 4 NV H—THh
5.

BEIME
(A) 10 mM FERET & =7 MEEHE (pH 4.5)
(B)0.1% ¥FE7rE r=rU/L
o vvar:
(sulforaphane) 178.0 > 114.0
178.0 > 55.0

(sulforaphane nitrile) 146.1 > 55.0

146.1 > 81.9

(sulforaphane
nitrile)

LOD: 0.06 uM
LOQ: 0.16 uM

7oy al—

(&, €, %5

sulforaphane

B R ERERICL Y ELICHES
o, BHETEREZITOILSE TR 5. 10
g ODBERICA~FT &I ZEIR TR
BAET 5. 20mM U RS U T LR
& (pH7.2) (100mL) % /iN % =R{E.C 8
ML 5 LIRS RS 5. HEwmoy s
2w A KT 3 ERE L CEIREED,
WL LT 5. RiE%E 5% 72 h=h
U (50mL) IZTFEfREL, FEDOF
FoT 2 HkETS. TR =L
BEEEOY 7o A& T 3 A
L, 74 V2 —AT 5. AIR%E
EL, EBEEAZ /7 — Bml) ([CFHE
R L CHE 045 um DAL T T 7 4
NE—THETH. A 2mL %, vV
HTN60 (1g) ZHFEDIZT T AT T L
(5 mm i.d. x 300 mm) (CAfRTS. A
&/ —)b (4mL) THHL, E£FRI2ED
2 mL ([ZIRHMET B, EBICILER 0.45 um
DALT T T 4 VE—THET 5.

(E&
HPLC-UV
BT A
Waters Spherisorb C8 (5 um, 4.6 mm i.d. x 250
mm)
BEE -
T h=bFUL K (35/65)
MEFE : 254 nm

(EME)
GC-MS
RV
Agilent HP-5ms (0.25 um, 0.25 mm i.d. x 30 m)

s
fein
il

FldZR L
(kg &= A T A
23 50 pg/mL)

Jayal—

(e, %, %)

sulforaphane

AR 1 g UTHAERLEES 150 mg & FF
=, B2 (pH6) (4mL) #hNx, 45°C
DARBH T 2.5 KRR REST 2. ¥
nuAX Ly 20mL) M0z 1 SRR

HPLC-DAD

RV

Exmere SS Exsil ODS C18 (5 pum, 4.6 mm i.d. x
250 mm)

i
i

LOD: 0.58 pg/mL
LOQ: Fidk7z L

(F & fe TR
M 4 ug/mL)
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LD bL=IRT 1 RRKRES 5. Wik% | BEIME -

Bakerbond SPE Silicagel 3mL % 7 AZ& | 7 F=F U/ /K (30/70)
L, A% /—n 3mL) THEHETS. | WERKE : 202 nm

W L L, miEZ7E = UL (2
mL) ([T 5. 30 ORI L, fLi%
045um DA LT T 2T 4 )L H —THil
T5.

51 H

10.

11.

12.
13.

14.

15.

Rt RS IFES ¥ > ALT) (&S 1764, MASHT 4 —= A F o —) O HEEZRTERLY

BeRetER RS [ AV T+ 777 ) (EHFES D355, 73 ARASt) o ilEE~T &R LY

Ali Redha, A., Hong, H.T., Torquati, L., Nash G.R., Gidley M.J. & Cozzolino D. (2024). Development of Liquid Chromatography-Mass Spectrometry (LC-MS) Method for Quantification
of Broccoli Sulforaphane. Food Analytical Methods, 17, 1-6.

Park, S., Kim, K. R., Kim, K., Kim, H. W., Lee, C. J., & Sung, J. (2024). Method Validation for the Determination of Sulforaphane in Cruciferous Vegetables. Journal of the Korean Society
of Food Science and Nutrition, 53(4), 385-391.
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MS method. Food Chemistry, 334, 127519.
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Table 2. = — 7 L &GR0BT 5 0411k

Gt

HWELEY

ACEHITAL PR

HETE

LOD, LOQ

Ref.

gEHl (=—7 1
T E=FEMEHCE
ip)

paramylon

B L RIOE R AREEICED. K (§40
mL) %1% TS & IR i+ 5 £
THRH L7, 100°0CTIRE 5 L, Atk
oy & V3. 3000rpm/min T 5 4y [
DoBEL, REZERLS. Soh-ikEy
WXt L, BRI A~ hVRlEHE
K (F4mL) Nz THIITIRET .
3000rpm/min T 5 pfHliECoyBEL, G
R B mtEmIIR L, S BIT
BRI A~ M VRIE R EAK (K1
ml) Z%, FHEOEIEERITS. Bbh
72L& IZ DMSO &l % 10 mL IZER L,
BHAEMRANIBNT 100°CT 1 FERIINEHD
HEITS. Z? 0.1 mL ZEMIZ/EL,
IR YEE (1 mg/mLDSS) (I1mL) M
OEERRILE 227 vV EKA (022
mL) Z&hE, +oIiBf Lz b0 aR
BRI E 5.

'H NMR (500 MHz)

oA L

2— 7 1)

a— 7 LY
(7= /) —)V g, 7
TR A RE 2562
L&)

(a7 = J —)LER)

HASHEE SR 1 g A X ) — %
iz 25°CT 1 e e 9 L, 10,000 x g
T 1 OEET D, 96 R L— KT
k3E Q@5uL), Bia A7k (125ul), 95%
=% /—/L (25uL), 50% Folin—Ciocalteu
K (125 L) 2%, 5 RIRIC 5% %
2 N U WA (25uL) N KEHTT 1 IRE
MEE 5.

(7 I7HR /A4 K)

HASHEBE SR 1 g lITA X ) — %
% 25°CT 1 BREEE & 5 L, 10,000 x g
T 1 Sy T 5. 96 )R L— RIT

7z /) —NEE, 7784 RER)

RELSSW0ERES

HIEWNKE  725mm (BT = ) —/LVEg)
415nm (87 7R/ A F)

(A & A\ — LEHT)
LC-QTOF-MS (positive and negative)
T

Agilent Poroshell 120 EC-C18 (2.7 pm, 2.1 mm i.d.

x 100 mm)

BaEE -

(A)0.1% FHE/K

(B)0.1% FXEETE  =FrV /L

A7 —=
YU ER

FEe L
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k& ouL), 10% EL7AI=U L (4
pul), A% /—/ (60uL), 1M EEfg /Y
7 (4ul), AR (1124l) #0Z,
T 30 S HFET .

(A &R v — LT
BOREHL G S W7 10 mg 12 70% =%
J = (NFEL LT 25 ng /mL DAL
7 VA MR UEET) (600uL) ZINZ
¥R L, 14,000rpm T 10 4y & DA BES
2.

2 — 27 L/ 5 | paramylon B 1 mL 22O L7287 S e iz | aRWESEEE (7 =/ —)b - Bifgis) & FLik7e L
L 72 XF IMNaOH (1mL) Z/Mz /37 I 1 U5 | JIEREE : 490 nm
= 45 F TROK 12 HRIEE 5. K TH
BT 80%7 = / —/L (25puL) Nz i
L, B2 25mL) =Nz 5.
a—7 1) a— 7 L REY | (TOFMS 24T H) QTOF-MS (infusion), '"H NMR (600 MHz) A7 Y —= |l
1432 bt & W | BOERER S SO 25 mg (2K A Z N4
(TOFMS), 338 fk | —/v (50/50) (SmL) &~FH > (5mL)
&4 (NMR) Bz, KExzHs.
(NMR 2347 )
HURE R ST MIAE 25 mg 12K A 2
—b-dy (1/1) (630 pL) & 5 mM DSS-ds
KLOT AT M) U LB EHT D EKE
% (A= ; Chenomix IS-2) (70 L) Nz,
10 73 Loy EEL, NMR BB,
2—7 L paramylon, (paramylon) (paramylon) E RolliZe L
chlorophyll, RE#8 0k % 5,000rpm T 10 43Rl O o0BE L, | AIBRBRCE SR (7 = /7 — )b - BiRIE)
carotenoid, TR A K 2 [AIPEE LT 75°CT 12 | #IEKE : 490 nm
malondialdehyde WFf Rz S 2. Fih Sme (27 & o

(4mL) #ZMx, 1 BEHFETD.
5,000rpm “C 5 4y fElisE DAy BE L, TRRRIS 1%
SDS (1mL) %Iz, 85°CTC 30 4 fHIEzA

(chlorophyll, carotenoid)
AT
WEWRE
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9 5%. 2,000rpm T 5 3l O0BEL, TG
B % 50°CTHBEEE D, 9550 ug 28R
D 1mLIZERL, 6% 7=/ — (0.5
mL) LiEREEE SmL) 2Nz CTEHLT
WAL, =IET 20 /H#EET 5.

(chlorophyll, carotenoid)
HIRIZT & &2 NZ, 30 53R & A
WL, 4°CT24 WRyfIfH{ET 2.

(malondialdehyde)
AL BIZ 20% TCA (5mL) ZA1Z
T %, 3,000rpm T 10 43345 B
L, EFiE3mLiZ0.6%2-F4 LY —
JUEE (3 mL) ANz, 100°COKIEH T 30
Oy EE Uiz D30I AT 5.

646, 663, 750 nm (Chlorophyll)
470, 750 nm (carotenoid)

(malondialdehyde)
AR A
HIFEWE - 450, 532, 600 nm

a—7 L

paramylon, % D=
— 7 VR
2458 {54 (positive
ion mode), 1376
& ¥ (negative ion
mode)

(paramylon)

K% % 5,000rpm T Doy B L, T %
ALK TYHE L CTHE D, BIRIR M T
24 R L 712, B s 5. o
FEWLHRL 200 mg 12 95% T &/ —b (50
mL) &A%, 37°COKBH T 24 WA
VX aX—T 395, 5000rpm T 55
i oL, FEE# T, EIZ 1%
SDS (2mL) %Nz, 85°CT 1 HEfEHE
9 5. kiE% 85°CT 12 BERMEA L 7= 4
FTARA TR T 7 AN=T A NVZ—TH
MWL, 85°CT 12 Byl s ¥ 5.

(A 2 R 1 — AR
MRS Ly b & R A 3R T RS S -
80°CC 24 WERIMR L 7= 2 BAS LT 5.
HRE R AL 200mg [2 A &/ —/L (1 mL)
Z Nz CHRR L, KK T 30 SR EE L

(paramylon)
HBETHE DT 4 VZ —DOEREZE (§—§) %3
FInvEELETA.

(R &R v — LRAT)
LC-Orbitrap-MS (positive and negative)
T A
Waters ACQUITY UPLC HSS T3 (1.8 pm, 2.1 mm
i.d. x 150 mm)
BEMH
(A)0.1% FHz/K
B) 7Er=FUL

A7) —=
VT ER

FEe L
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7ok, BEIWALE A 2 [[4TH . -20°C T 1
HEMI#RE L 7274 13,000rpm C 20 5 iz O
LTH NI BRI EES. RiEEH
AEHZEE L, 0.1% ¥k (1mL) IZFHEMR
T5.

a—7 L)

a— 7 v G
4860 1t 534 (positive
ion mode), 2505 1t
&% (negative ion
mode)

phaseic acid, hydroxy
abscisate,
sedoheptulose 7-
phosphate, quercetin
3-sulfate,
triphosphate 2%

indosine

AIE 2 Milli-Q /K C 3 [E¥E% L, 4,000rpm

T 6 ML oBET 5. RIE & B

LARETTARXT 5. 595 20mg 2K/

AK =)L (50/50) (5 mL) &~FHr
(5mL) ZNZ, /KJE 100 pL % SEC {2

F KT 2.

SEC 4:f1F

BTN

Agilent PL-Aquagel-OH Mixed-M (4.6 mm

i.d. x 250 mm) x 2 A

BEE

10 mM REET VE= A in K/ AKX

—/L (50/50)

it : DAD (220 nm, 254 nm)

QTOF-MS (infusion, positive and negative)

A7) —=

N4

ALl L

a—J L)

o— 7 LRy
137 {b&% (REhiz,
HHEEE, 7 /B,
g, ¥, Tl
A, BB, IBE
TodiaAd R, XS
F R)

30 mL ORI % 4°C, 10,000 x g T 10
oyfEiE B 5. TR L7 fiiE % 8.5%
AL DY D AT [EBRGE L, RIAESR
THIME Z 5.

LC-QTOF-MS (QTOF, positive and negative)

T A

Waters ACQUITY UPLC BEH Amide (1.7 pm, 2.1
mm i.d. x 100 mm)

BEIE

(A) 25 mM FEEE 7 =17 5 +25 mM KEEL
TR A

B) 7Tt F=FU L

A7) —=

N4

AL L

=7 L

BE  (ribose, fucose,
mannose, galactose,

glucose, f -glucan)

B 10 g 12 80% T4 / —/L (400 mL)
N Z T 16 FREERE L 721, 4,000rpm T
10 3 iiE D EEST 5. 2 O#fEE BiEN
AT 5 F TR T GaE 4E).
L Mk (300mL) %1% 100°CC 40
BT 5. HEIE 4,500pm T 15 43
O, RIEERDS. ZoEEx

GC-MS

T A

Phenomenex ZB-5 Zebron (0.25 pm, 0.25 mm i.d. x
30 m)

F
o
&l
s

oA L
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2[E#ED KT, RIEEDTPVPP (R B
=ARIERrY NY) 2N CTEERLE
# 3,000rpm T 5 /il LaEET 5. 2%
Bt FAe) Vv aENLZ, Kl
&< . 4,500rpm T 10 [z O oBEL, IE
JB:1Z 4 M NaCl % Il 2. 60°CC 30 Sy
T5. 96% =X/ —/LEMZ, 4,500rpm
T 10 i Lo BET 5. tEE A 4°C, 0.5
M NaCl 1 C—Bu@Ehr 3 5. BN OV %
£, 96% TF ) —/LENMZT4CITHE
&, SR ERE S Y. =i, 3,000rpm
T2 OB L, HSTERSES.
2B 2mgll A% /) —)v,/3MHCLRA

(2 mL) &% 80°CT 24 BFIG &+
D, AKX —)LTHHL, BRTHIHES
2. Tri-Sil HTP (200 uL) % /1% 80°C
T 1RRMIGEE, FY 2T AT U b
T 5. HiRETHAEEL, ERCTHBIE
5. BEICA~¥Y L 2QmL) 2Nz, =
ODBET . ~X Y UBERML, ~F
P AN Z T 200 pL (23 5.

a—7LF maramylon (paramylon) (paramylon) A7) —=| Ffke L 10
ER#8ii & 4°C, 5,000 x g T 5 ofilia0gy | AIERNOLERE (7 =/ —b - filgis) VI EE
B9 2. (LBeA 0.5MNaOH (2mL) (¥ | MIER & : 480 nm
fitEL, 9B 50uL % 0.5% 7 =/ —/ (0.5
mL) LRET S, Rt SmL) 2Nz
WU HBRFRL, 30 EFiET 5.
-7 paramylon, f5/if#% | (paramylon) (paramylon) E Ri#ZR L 11

(ALA, EPA, DHA
% ), o-tocopherol,
phytol

BURSHLIE S/ 5 mg 2FFE L,
10% TCA (250puL) ([Z8E L, 15 /[
T LR L7214 65°COKIBHIZ 30 47
FHET 5. EIRE CWmAIE, 15000xg T
20 Syl o BE L, TR TV U R
(20 g/L RFEF KU o A& 4 g/l NaOH)

AL VE (7 = ) — )L - BRlETE)
HIEHF © 490 nm

(EE)
GC-MS
717 I : Agilent FFAP (0.3 pm, 0.2 mm i.d. x 25 m)
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(0.5 mL) #hnx, =mOoBET 5. o
K ) —/L (3mL) THiE L%, 2¢gL
SDS (3 mL) %1z 37°CC 24 B
BT 5., mOLoBEL, SDS Z Mz T
WOBET . REiAE OZEK (3mL)
T2 [P L, IMNaOH (2mL) (VR
T5.5% 7= /—/ (1mL), e (5
mL) ZJEIC AN TEBICHEEL, 10 55
FiET 5. 30 PEESE L%, EROK
BT 20 SrFEIFRE T D

(R RAFRSE)
WRE LI S 72 M 2~25 mg & REY
FARXL, JuakiLh,/ RAHX ) —)b
(2/1) (1 mL) 2MMz%. ZOHERELE
NEL, WEREEDPESD. HH300uL 12
C17:0 FU ZUtm—/ (3045 pg) &
C17:0 (15.0pg) ZMNz, ZEFHEITL D ELE
PRET L. EEA AT —7 /L (1mL)
WAL, 05N T hU AR Ry
R in MeOH (500 pL) & il 2 i@ %
Z, 45°CT 5 rfMmeEs 5. Alm——7
V& 15% flEAKFEST Y 7 A (Iml) &
Mz, BRMT—TVBIZOW TR E
L, EEEZ~FTV (150 ul) ICHE
B4 5.

(£ DfttE4)
GC-MS
717 I ¢ Agilent DB-5 (0.25 pm, 0.25 mm i.d. x 30
m)

a—7 L

paramylon,
chlorophyll

(paramylon)

BR48R 25 mL % 30 BRI L, 24°C,

3,000 x g T 5 4yfilim i L C B3 &
Th. ZAZB/K 25mL) (2% L TR
HOEEL C BB E B C ORI EEL 3
[mf75. =% /7 —/L (10mL) ZMZ THK
24°CC 30 /ff#fE L, 24°C, 8,000xg T
5 SyfliE D oyBET S, XLy MT SDS-

(paramylon)
ARSI (7 = ) —)b - BRIBTE)
I & 480 nm

(chlorophyll)
RELLSW0ERES
HIEM R : 650, 665 nm

&l
i

FEe L

12
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EDTA &3 (1% SDS, 5% EDTA-2Na) (10
mL) &M%, 90°CHKIBH T 30 ARk
B35, 24°C, 8,000xg T 5 4yl sy
BEL, EIE%2#C5. ILEIZ O SDS-EDTA
I (ImL) &K (9mL) 2Nz T
R L, 24°C, 8,000x g T 5 4yflm sy
B9 5. TREHCERK 20mL) 2Nz
R L, 24°C, 8,000x g T35 ZyMiE LSy
B 5. ILEIZ 5 mL @ 1 M NaOH %
Z TR L, 24°CT 12 FF#%E 9 5. 9
H05mLiZ05mL?D5% 7=/ —L
25 mL OREfEZEMZFELNITIRE T
24°CTC 30 fHFHET 5.

(chlorophyll)
MfEIC A % 7 —vEIZ 30 SrRERET
5.

=7

paramylon, JENf&,
o —7 LT
R 86 (L&t (7
Mk, AHERER, BE
%)

(paramylon)
B S 5 mg 127~ & SDS
EMZ5. yESE=obh, 0.5MNaOH
WL, 05% 7=/ —/VERA
. Ihifg (SmL) 2L < Bk L,
30 ERET D

(HEWG)
WU S 20 mg (27 e RV A

(0.75mL) &i@ffik (0.3mL) ([Z&Mz
TIBEL, =T 1 EMHET 5. 58
Ny 77— (LEB: 7 muhkiLh )/
A& )= (2/1) +0.1 W% 7 Fre R
g%y hlxy) 2ml) #INZEIRT 30
SRS, ZoaRL ABEERD,
£V ICHE LEB QmL) 2Nz THE#T
5. ZOBMEEL D 3ERYIRL, &5

(paramylon)
TR EE (7= ) —)L - BilgLE)
HIEHRE : 480 nm

(ETE)
GC-MS
717 I ¢ Agilent DB-5 (0.25 pm, 0.25 mm i.d. x 30

m)

(R 2R a— LfFHT)
GC-MS
77 A ¢ Agilent HP-5ms (0.25 mm i.d. x 30 m)

A7 Y —=
YU R

oA L

13

(i




4 B raRLABESDE, 1M
KCI (0.5mL), 7k (0.5mL) ODJE THHE
5. 7uuaRVAEBEL, FREIZ 14%
MU ZnFduekRvikE (50% A F ) —IR
RN HAR LTS (600 uL) %z T
100°CT 30 73 IFFEMILT 5. WIEE L
TATXTH U8k 20pg) 2Nz Tk,
SR E THAR, ~FF (500 L) &
Nz 30 BEHEY, 400 x g T2 45iE D
DEEL, ~XYUREERD.

(Z D)

108 [HOMRZE A % /) — /7 aak
LA (103/1) (ImL) IZRREB L, W
RERICLDHE L @fEZ 5 [0
9. 4°C, 14,000x g T 3 2y LayEE L,
3% 100 uL (2 PNAZ (100 ug/mL U-13C- Y
B R—) (10 pL) &Iz, WiHEZ2H
ET 5. 5EICA MU T I UERE (10
puL) ZfNx 30°CT 90 /yf#EE 5 L, N-
AFIWV-N-(F YU AF LU )TFA (90
ul) ZNz, 37°CT 30 4yEaEEm
2

BRASHR U7- AHC 3 mM B3R 3RS (100

a—7 ) succinate, lactate HPLC-DAD B Foa L 14
pul) Mz 5. AT LYy 7 RSpak KC-811
FBENFE : 3 mM YRR
WA N T LFFERREE
02mM 7rEFE—/NLTIL—%ET 15 mM
VBT N Y U SRR
HIEW R : 445 nm
a—7vF cysteine, glutathionyl | @& L7212 20 mg 2 50% 7% b= | HPLC-FLD A7 Y —=| Fifk2 L 15
spermidine, UNnZMZ 60°CTHIN T 2. FA—NL%& | BT L !
glutathionyl T/ 7 uetw s CE#RTS. F &2 > 27 ACEARCIS8 (5 pm, 4. 6mm i.d. x 250

spermidine, ovothiol,

mm)
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glutathione, BEIM

trypanothione,  nor- (A) 0.225% FEElE
trypanothione B)9%0% 7E =KV

JiEE AR« 385 nm, HOEHIR 460 nm

LC-UV-ion trap-MS (ion trap, positive)

T

Phenomenex Kinetex XB-C18 (2.6 um, 2.1 mm i.d.
x 50 mm)

BEE

(A) 0.1% FREK

B) 7TEr=FrU

HEFE : 390 nm

514

10.

11.

BEREMER RS [ D 2ica—2r LbF IR - 7R - A LA BRetEon s (st 1563, Mikatta—2rvF) ke nd&e L v

Inwongwan, S., Sriwari, S., & Pumas, C. (2025). Metabolomic Insights into the Adaptations and Biotechnological Potential of Euglena gracilis Under Different Trophic
Conditions. Plants, 14(11), 1580.

Fukuda, M., Kinkawa, M., & Hayashi, M. (2024). Fed-batch cultivation of Euglena gracilis for the high-yield production and GPC-assisted molecular weight determination of
paramylon. Bioscience, Biotechnology, and Biochemistry, 88(2), 206-211.

Farjallah, A., Roy, A., & Guéguen, C. (2024). NMR-and HRMS-based untargeted metabolomic study of metal-stressed Euglena gracilis cells. Algal Research, 78, 103383.

Yuan, A., Sui, F., Li, S., Liu, Y., Lu, X, Lu, Y., & Fan, Y. (2024). Transcriptome analysis of the effects of different carbon dioxide concentrations on paramylon accumulation in Euglena
gracilis Z. Bioresource Technology, 393, 130114.
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carbohydrate and natural product biochemistry. Molecular BioSystems, 11(10), 2808-2820.

_80_



Table 3. <€ U > &AM BIT D00

g U 7= ARHUEHT 10 mL/g DT

WEFE :

Bk HWElED BRI ALBRYE O 2 HETE T LOD, LOQ Ref.
gEAl (£ V >4 | glucomoringin #HEH0.50g #EREICES. 7K 20mL) | HPLC-UV E B Ll L 1
- % JEURE B ZREHECIN A, BERAEE 5 0 | 1T L0
ZEte) 175 . TS EfEZ 2mL 253H | GL % =2 2 Inertsil HILIC (5 pm, 4.6 mm
LT, AKS7ER=FUL (1/3) T | id x 250 mm)
50mLICERL, 5 oMKET S, L | BEME
£ 02 um O PTFE 7 4 M Z —TAil | 7T F=F UL 10 mM FBHET »E=7 A
T5. (93/7)
HIEPE L : 220 nm
BEEEIK (B | glucomoringin ok SmL ZIEfEIZE Y, /KT20mL | HPLC-UV & Ll Ze L 2
Vo HHETF & WCERTD. ERMK SmL % Oasis | BT A
FEMEHZETe) WAX [ZERT L, 28%7 > E=77K/ | Merck ZIC-pHILIC (5 pm, 4.6 mm i.d. x 150
AH 7 —)(2/8) (5mL) TIRHT 5. | mm)
W EL, e A2 ) — (5| BEMH :
mL) ([CHEMLTC, L 02um @ | 7 h=hJ L 10 mM K7 o E=17 A
PTFE 7 4 VZ —TAIHT 5. (pH 3.0) (75/25)
HEPEE : 230 nm
EFVH (FE) | 7TRIANR, T8, | L ToREE 1 g ICHERZK (10mL) | LC-Orbitrap-MS A7 Y — | Gl L 3
T aA K, gluicomoringin | Z %, 100°CT 2 E&EHHIH T 5. | 7T 4 - =7
HBLEW Iz (100mL) ZH1%, 12,000 | Waters ACQUITY UPLC HSS T3 (1.7 pm, 2.1
xg T 10 43 fE 04 BE L 10 21275 | mm i.d. x 100 mm)
LCHEL 022 ym D7 4 VX —TA | BEHH :
Bl R (A)0.1% FHEEK
B) 7Ehr=FrUL
£ U A (# | glucomoringin , moringin , (glucomoringin, moringin, thiourea) (glucomoringin, moringin, thiourea) E & LOD: 4
1) thiourea, 7 =/ —/L{# (gallic | MR U723 EHZ SmL/g DT | LC-DAD FodkZe L
acid , chlorogenic acid , p-| FNV=—FT NV EMZBNET S. BiE | 7 4
coumaric acid, trigonelline , L7=MRIZSmL/g DT E N2 30 | Agilent ZORBAX Eclipse C18 (5 um, 4.6 mm LOQ:
caffeic acid, feruluic acid), 7 | 3ff#E & 9 L, 4°C, 17,400x g T 30 | i.d. x 150 mm) (glucomoringin,
v a A4 K (caffeine , | il O orBES 5. BEE moringin,
theobromine, theophylline) (A) 0.1%FFE/K thiourea)
(Z Ot LE) (B) 0.1% ¥ 7 & h=hF VUL RoEZa L
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80% A X/ —/E&INZx 30 R E
9L, 4°C, 17,400xg T 10 iz
DEET S, REEROIEEEIZ O
THREOREL 2 FHEYIRT. ki
BEDIRBREE L, EifiE 80%A 4
J—v 2mL) \[ZHREMRELT, L2
022 um OFAEE LB —ARX T T
VT 4NE—TAHIETD.

227 nm (glucomoringin), 280 nm (moringin,

thiourea)
(£ DthAbE)
LC-DAD
T
Zorbax Eclipse C18 (5 um, 4.6 mm i.d. x 150
mm)
BENAE
(A) 0.1% HEREK
B) A& /) —
WER R

270 nm (trigonelline, theobromine, theophylline,
caffeine, gallic acid), 320 nm (chlorogenic acid,

caffeic acid, p-coumaric acid, feruluic acid)

(trigonelline)
1 pg/mL
(gallic acid)

5 pg/mL
(theobromine)
0.9 pg/mL
(theophylline)
0.2 pg/mL
(chlorogenic
acid)

0.7 pg/mL
(caffeine)

1 pg/mL
(caffeic acid)
0.28 pg/mL
(p-coumaric
acid)

0.28 pg/mL
(feruluic acid)
0.28 pg/mL
vV FE | ZunrT g BIRAL U723l 0.5 g (CAHTAREE (= | PIHIOL L RE TL iE Rz L
B )=, AL )=, T R XL | BIEBE 645,663 nm
DMF, 50mL) Z#MMx, 5 5[EHEd
5. DIk, 4, 25 X1iF 45°CT 10,
30 XiX 60 s3fEfhiH L, 2000rpm T 5
Sy E O BET 2.
EYVUT @) | Iravr—h, TR | R LEZRE Lgliz=% /—/L (10 | LC-QTOF-MS (negative) A7 Y — | FE#ERL
AR, 7=/ —/VBFET77{tA | mL) &2z, 4°CT 10 MO ERE | 717 4 =7
¥ WLER % 2 [BIfT 9. 4°C, 2,000xg T 10 | Phenomenex Luna Omega Polar C18 (3 um, 4.6
SRR L BET 5. mm i.d. x 150 mm)
BEE
(A)0.1% FMEE/K
(B)0.1% F7r & bh=krU/L
EYH () | Frav /) L—b (progoitrin, | ByAR(L L7z#E 50 mg (2 70°CD 80% | LC-UV T (progoitrin)
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glucomoringin, chlorogenic acid,

caffeic acid, rutin)

A% ) —n (ImL) &Mz 10 FoR#
L, 30 0MEE 2T 5. HHk,
B EBRW BB O W TR D
E% 2 [0 K3 . EEEED, 1L
£ 045 pm O PTFE 7 4 LV Z —T5
W5,

T

Phenomenex Luna C18 (5 um, 4.6 mm i.d. x 150
mm)

BENAE

(A) 0.1%EE/K

(B)0.1%XE7T+E =KV L

BRI & - 230 nm

LOD:
png/mL
LOQ: 1.3 ng/mL
(glucomoringin)
LOD: 1.5 pg/mL
LOQ: 5.0 pg/mL
(chlorogenic
acid)

LOD: 1.0 pg/mL
LOQ: 2.5 pg/mL
(caffeic acid)
LOD: 0.8 ng/mL
LOQ: 2.5 pg/mL
(rutin)

LOD: 1.0 pg/mL
LOQ: 2.5 pg/mL

0.45

EYU W (%) | germerine, piperazine-1,4- | #o S L7-30k} 25 ¢ & A % /| LC-ion trap-MS A7 Y — | @z
diyldiethane-2, hexanedioic acid, | —/V /7K (80/30) HZ 7 HFHI=RT | T 4 =7
quercetin  3,3".4",7-tetrasulfate, | &I 5. fiHE A 7 1 /L% — Al | ThermoFisher C18 Hypersil gold (1.9 um, 2.1
triolein,  phosphatidylcholine, | L, T/ /3K L — & —CiHE L CHAE | mmid. x 50 mm)
hexabromodiphenyl oxide, | #2425, HASHIERY) 20 mg 2 A ¥ | BENH -
phosphatidylinositol, ferric- | ./ —/V (500 uL) %1% 20°CT 1043 | (A) 0.1% SFHEEK
adenosine triphosphate complex, | M8 Z R AE T 5. 11,356 x ¢ T 10 | (B) 0.1% FERA & / —/L
atropine,  palmitate,  3,3'.5- | /R OVEEL, EE% 022 um O
triiodothyroacetic ~ acid, »n-| AU TRELUVALT I T 4 LH
tetratetracontan 2% —THET 5.
€Y (ff, | gallic acid, chlorogenic acid, | 3 AR(L L7=38t 1 g Z EREIZFEE L, | LC-MS/MS (MRM, negative) TE& igélgclasc;i; ngmL
IR, §R, IE) vanillin, ferulic acid, gallogen, | A% / —/L& /1% T 20°CT 40 53 | 7 & - LOQ: 50.98 ng/mL

rutin, isoquercetin, quercitrin,

baicalin, quercetin, kaempferide

AEW PS5, L% 022 um D7
A INH—TAHIETD.

Waters ACQUITY UPLC BEH C18 (1.7 um, 2.1
mm i.d. x 100 mm)

BEA

(A)0.1% ¥®7E =KL

(B) 0.1% =Ffg/K

o vvar:

(chlorogenic acid)
LOD: 15.21 ng/mL
LOQ: 50.69 ng/mL
(vanillin)

LOD: 103.13 ng/mL
LOQ: 343.77 ng/mL
(ferulic acid)

LOD: 0.87 ng/mL
LOQ: 2.90 ng/mL
(gallogen)
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gallic acid: 168.96>125.04 (FH

)

chlorogenic acid: 353.09>191.11 () , 85.12
(&)

vanillin: 150.99>106.99 (&) ,83.06 (E)

ferulic acid: 193.03 > 134.09 (E&) ,178.12 (&

)

gallogen: 301.06 > 151.11 (EH&) ,179.07 (&

)

rutin: 609.10 >300.24 (&) ,271.11 (E)

isoquercetin: 463.03 > 300.24 (TH) , 271.12
(EM)

quercitrin: 447.03>300.42 (E&) ,271.11 (&

)

baicalin: 445.08 >269.10 (‘E&) ,275.00 (&

)

quercetin: 301.00>151.05 (E&) ,179.08 (&

)

kaempferide: 298.97 > 284.13 (T&
(EME)

,79.07 (&

, 151.04

LOD: 0.84 ng/mL
LOQ: 2.81 ng/mL
(rutin)

LOD: 0.65 ng/mL
LOQ: 2.18 ng/mL
(isoquercetin)
LOD: 0.86 ng/mL
LOQ: 2.86 ng/mL
(quercitrin)

LOD: 0.61 ng/mL
LOQ: 2.05 ng/mL
(baicalin)

LOD: 3.00 ng/mL
LOQ: 9.99 ng/mL
(quercetin)

LOD: 5.21 ng/mL
LOQ:17.36 ng/mL
(kaempferide)
LOD: 6.78 ng/mL
LOQ: 22.59 ng/mL

EY A (%) | 1,3,5-cycloheptatriene, p-xylene, | #3Afk L7278} 1000 g =% / —/L | GC-MS 27U — | E#zrL 10
pyrimidin-2-one, 4-[N- | BT 48 S 5. =% 7 —/Ldh | 5 A : ThermoFisher TG-5MS (0.25 pm, 0.25 | =2 2
methylureido]-1-[4- HiEZEERAY UAATAHBLATZ AT | mmid x 30 m)
methylaminocarbonyloxymethyl, | —/V & I L7201 T AIZi@T. AR
octadecadiynoic acid methyl | % =/ \K L — & —TEMFT 5.
ester, vitamin A aldehyde,
androst-5,7-dien-3-o0l-17-one,
ethyl iso-allocholate, 6,9,12,15-
docosatetraenoic acid methyl
ester, oleic acid 3-(octadecyloxy)
propyl ester
®YLH E, |7 v a3 v ) b o— b | BERSEEHEERENIISAI LT | LC-MS/MS (QQQ & QTOF DffH, positive | A 7 U — | Zli#iZe L 11
fiEr, 2%, #M | (glucomoringin X OMAIEHIEV | & = K UL - DMSO - DMF % &% | and negative) =7

53 U)

6 i)

B, Bt iRl I3 L

VA7V B I

- 84




80% A X ) —/L &M% 34y RE Y
FARXT D, REIR— % 25°C,
5,600 x g C 3 Sy s L EET 5.

Poly LC Polyhydroxyethylaspartamide (3 pm,
4.6 mm i.d. x 200 mm)

BEFE 1:30mM X7 =7 A (pHS5.4-

8.0) in 82.587% 7 & k= F VU L /K
(82.5/15)
BT h2
Merck ZIC-HILIC (5 pm, 4.6 mm i.d. x 150 mm)
FENH 2 :
15mM ¥iE7 > E="7 A (pH4.5) in70% 7
v h=hUL

EYH (FE,
fifl, &0, HEHA)

total isothiocyanates, astragalin

(K fhHD)

¥Rk U7=alBHz 60~70°C o7k &N
z, 45 MR E 535, HbikE 7
A NF =B L, BHRERMRT 5. A F
S —IAZEIRT 5.

(50% =% /— V)
MR Lokt % 50% =% /) —v
WZHED LN 5 48 BEfEEE L, it
WeE7 4 NVE—ATH., =& /) —
NETNRL—X—THREL, HRE
L7oKITHAE R ChRET 5. A4
J—IVICIRIRET 5.

(95% =&/ — L)
MR LB E 95% =& ) — 1
WHED LR 5 48 FFRIIE L, 7«
NE—A L, R ETH. A%
— VT 5.

HPLC-UV/VIS

(total isothiocyanates)

PR

0.25 mL OFEHAIRIZ 0.25 mL @ 100 mM Y
CEE=T ) U LR (pH8.5) MUY 0.5mL
@ 10 mM 1,2-benzenedithiol Z 1z, 65°CT 2
RSG5, FiRE TWwHIE, 045 um
DFAaLT fINE—TABTH.

BT

Phenomenex Gemini C18 (K77 5 pm)
BENE -

KAAR = (4/1)

REM R : 365 nm

(astragalin)

77 2 : Phenomenex Luna C18 (B 7% 5 pm)
BEIME

0.1% FEe (pH45) /7% h=h UL (3/1)
PEW K : 267 nm

s
o

(total
isothiocyanates)
LOD: 0.13
pg/mL

LOQ: 0.5 pg/mL

(astragalin)
LOD: 0.10
pg/mL

LOQ: 0.5 pg/mL

EY A (E)

crypto-chlorogenic acid,

isoquercetin, astragalin

WRIE L=k 5.0 g 2 EMEICHE
L, 20mL/g DT 70% ©4 /) —/b
HIZEIR TRAFED L7222 5 72 R
RIET 5. R ZEEEE L, Eik
100 mg # EFEICHFREL, 50% A&/

HPLC-UV

T 5

ThermoFisher Hypersil BDS C18 (5 pm, 4.6 mm
i.d. x 150 mm)

BEIE :

s
o

(crypto-
chlorogenic
acid)

LOD: 0.008
pg/mL
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—b (10 mL) R4 5. FLE 02 | (A) 1% JKEFRE/K LOQ: 0.024

um DOFA B AT T T 4)H | B) TE=FY L pg/mL

—TAHET 5. REWHE : 334 nm (isoquercetin)
LOD: 0.015
pg/mL
LOQ: 0.044
png/mL
(astragalin)
LOD: 0.011
pg/mL
LOQ: 0.032
pg/mL

TV (FE) | 7TF 8K /A4 N (quercetin, | (A7 Y —=27) (RT Y —=27) A 27U — | (quercetin) 14
kaempferol) LI AR L7238 (~100 mg) |2 | LC-DAD-MS/MS (positive) =v 7 E | iz L

0.1%ERE in 70% A % / —)L (25mL) | 71T A : iy (M & T

ZINz 25 yfEfh L, 2 BFEERIE C | Phenomenex Prodigy ODS3 (5 um, 3.2 mm i.d. x BN 375

i 5. 20255 1 mL 245 | 150 mm) ug/mL)

045um D7 4 L H—THET 5. BER

(A) 0.1% Bk (kaempferol)
(&) (B) 0.1% X7 =K VUL RL#EIZR L

B 100mg (2 A %/ —)b (15mL) | HIEHE : 254, 289, 370 nm (BERKT

Nz, 15 MBEEEAET S, k& J <O R [

WEE (1.5mL) 2z, 2 BERERT | (E8) pg/mL)

5. RILE THEAE, 25mL IZEAT | LC-DAD-MS (positive)

5. ZDO55K 1 mL A 045 um | BT A AL

D7 4 NVHE—THilET 5. BE ALk

HEPE K : 370 nm
FY A (%) | crypto-chlorogenic acid, | My RIL L7=3k}E 5.0 ¢ & EREICFERE | TLC JE (crypto- 15
isoquercetin, astragalin L, 20mL/g DT 70% =%/ —/ | FL—h: chlorogenic

HIZEIR TRATED L2 D 725 | REM Y 57 L — b acid)

RET 5. ZOBMELZ S ERRD RS, | RBHELE LOD: 14.93

I 2 D TR =R L, FRIEIC | BEiR—F v /X Til /7K (34/3.5/1.5/7) ng/mL

50% AH J—/LZ&MzZT10mLIZE | iR : 340 nm LOQ: 48.93

KT 5D, LR 045 um OF A oA ng/mL
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VTG T ANE—TAETD. (isoquercetin)
LOD: 13.80
ng/mL
LOQ: 45.99
ng/mL
(astragalin)
LOD: 10.84
png/mL
LOQ: 36.13
pg/mL

E VU H (B, | o-tocopherol, y-tocopherol Hr U 040 ¢ IZE B 7 = — )L | HPLC-DAD T (a-tocopherol) 16
1t, %) (200 uL) & 0.5 M JKEE(LHI Y T A | BT A LOD: 140

AL =R (5 mL) %Mz, 20 | Exmere SS Exil ODS (5 um, 4 mm i.d. x 250 mm) ng/mL

FORIREE L, 80°COKIHIT 15 43 | BEHHR - LOQ: #d #k 7¢

HiET 5 SoBIc ISPt | A%/ —1 /7 =KV (20/80) L

%). KKTHmEE, KK (1mL) | BIEEE : 208 nm (REMRE T

LY (SmL) 20X, 155 J T pg/mL)

9 5. 425xg T2 4y MEOEEL,

3E 3 mL B BRI LV B (y-tocopherol)

ET5. EEEAZ ) —N /T LOD: 160

= kU (10/80) (3 mL) (ZF¥AfEL, ng/mL

LR 0S50 um DAV T T T 4K LOQ: it # 72

—TAHRT 5. L

(M T
LN 0.4 pg/mL)

51

1. HEEtEFRo R TOSIEEE) (BHES 1218, 7 U I VRS E) B E R &k L

2. HEREMERS AL TRV LWEIEE ) (B HE S H1006, BRKILFEKRNSH) S ka2 "98R8 LY

3. Wang,J.,Du, Y, Jiang, L., Li, J., Yu, B., Ren, C., ... & He, B. (2024). LC-MS/MS-based chemical profiling of water extracts of Moringa oleifera leaves and pharmacokinetics of their major
constituents in rat plasma. Food Chemistry: X, 23, 101585.

4. Liu, Y, Chin, F. W. L., Huang, D., Liu, S. Q., & Lu, Y. (2024). The thermal degradation of glucomoringin and changes of phenolic compounds in moringa seed kernels during different
degrees of roasting. Food Chemistry, 454, 139782.

5. Ngcobo, S., Bada, S. O., Ukpong, A. M., & Risenga, 1. (2024). Optimal chlorophyll extraction conditions and postharvest stability in Moringa (M. Oleifera) leaves. Journal of Food
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AT BB TEE M (R b DL MR HEENT FEHE )
WD D RERE R dh & 9 D AERERE DIER « ARIRB IEIZER 2 fabEAE BRIRH O BEfR - TR DT DOFSE

Sy bR

Wb D HERER AT & D fEFEHE O R EIRICEE D
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WSREE
ARBFFE T, WD DR S IS KD E DO RIRBG ILIZE T A MOINELZ HrEL
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FMEHHIZOWT PubMed %52 W TEEMA RS A L7 R IEIRT v N COMREF/ A~
HEPMERINT, Fio, - B EBMEEARE T 28HE, BERALIVR ST EWHIMELHY | 4
FIZ—BL QW ehotz, —JF, OECD HARTA L HEPLO — kBRI L b 28 BT O
WE MRS T BT e 7 7 ANV BRI OERMEEE O T 272012 kSl
A% FE a3 DAMER DB 2 DTz, TNV EEDE FIEAT =X LREHI W T, BE#
DZvh 28 H RIS ERE 1 #5572 RRER TS U7 U Rk Cof FRRE 30 OV el | kS
1 ) 2R, 7k RNA & — 7 2 2T LTz, 4 IR X TTIA47 7V — I
FLHEAGT- L MR CHEERZHSS QC FRIRIZEIZADNIZb DD 7 TAX— A O X
OV fi 5 B & A 1~ O E ME IR X RTRE & HIWr &AL 7=, Loupe Browser fEAT CIXALERETY T
AL —HDOEEIMPFROH B, Haverl (Kim=1) BE Y Len2(Ngal) OFEBLIMEREL S ALEFET LR
L. XHRRBECIXRER ThH o7, Lo T, FEHIF MBI E O~ — I — 238 5 R Ay O 5
PERFMZH IS AT RE TH DT LM RIBES LT,

FENZER A R A AMIZERT B == =k
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AWFFEHHZ BT U A 7 Rt 8k sy
ELTHIE SNV AEERLTH
BHEY A ONT, BEERZZEMIC
THEMEST D & & bIcEWE W=k
TR D it D I DWW TR 2,

F 7o AR OB RN A D
RET DT Ty MTBW T EMED R
NI TN DB TENEA 1 = X LD 5y
JRELEA R A2 U CL R &8
2 Ry ORI & 1 H AT e e FiE A
WRT 2,

B. AL
B-1. £V VA OEMERTAE

PubMed (DT — & _X— A |ZEBWTE Y
v H ORI HOWTHER L, &
DT — X ENEE LT,

B-2. 7 v MW TBE®IER I
TrRUVNVER DB TIERA I = X LD
at

TVNVEED T N AW 28 BRI
B OB G5 H MR () Toxicol Pathol,
2025; 38(4): 223-236) MH&ELNT-HER
gt o 7 vz v MEREO SEREEERS K OF
EHERE (B - 10 mg/kg, M : 3 mg/kg)
D 1LHFNZDNT, 7V RNA & —
U AR AT o, V=0 = AR
#HTE L 8 Cell Ranger f#NTIXZ 1 T /34 4
BRASHHICZRFE LT,
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WA > DAZ A Rl - BLEE L |
Chromium X (10x Genomics) % 7=
Chromium 3 digital gene expression 7 A 7'
TV —%{ER LT, 7477V —fERiC
I%. Chromium Next GEM Single Cell 3’
Reagent Kits v3.1 (Dual Index) . Chromium
Next GEM Chip G Single Cell Kit, Dual
Index Kit TT Set A (10x Genomics) 33 X
NIC+ Nuclei Isolation kit Full (S2
Genomics) ZfifH L=, 1ERZ7 147 F Y
— O E X BioAnalyzer |2 CEEM L 7=,

T —7r Al NovaSeq X Plus

(MNumina) % AWTHEM L. HIEIIE
NovaSeq X Series 10B Reagent Kit

(Illumina) 35 &Y PhiX Control Kit v3

(Illumina) ZfMA L7z, > —747  ABHH#
Y7 b =7 & LT, Real Time Analysis
(RTA) v4.6.7 (lllumina) . NovaSegXSeries
Control Software v1.2.0 (Illumina) ., BCL
Convert v4.3.6 (Illumina) % AW 7=, HUfS
L7- FASTQ 7 7 A V% FAu T Cell Ranger

(10x Genomics) TCHIMLEEZAT - 7214,
Loupe Browser (10x Genomics) T#K ¥
TIATONWT Y T A7 — ikt & F2hia L
HHFRMEEREE~—I—ThH S Kim-1

(Haverl) X Ngal (Len2) OBEIGT
FEHLZ Al L LT, RFHREE & ALERE T
L7,

C. AR/ EROELE
C-1. ) VY HOFEMEEHRAE

HWRT v MZEV U HETH RE « N
o OYERN W) 2 FLIRFUBHISE 175 me/kg
Y O HET 10 &G Lorb R, Wik
NEFITHLNTZEWVIWERD -T2 (]
Ethnopharmacol, 1992, 36, 147-154), F7-
il b B DI R I DN TE Y U HD
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DIERETRILY 7T ADRRD v,
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Tablel. EY v HOEMBERINERER (FEA D DA

RiiE wE5HE ®5RE EERE BR MEES £ 5 EH
175 mg/kg
Rats (JT#R) 10 A (BUYHEL MK - R HOER B JRE J Ethnopharmacol 1992 36 147-154
HY) % oI RHRE)
60 B 60 H: 250, 500, 1500 mg/kg 60 H : &Mim L
Wister male rats i H[E: 6400 mg/kg LUF (BO). 0O, BERE H[E : LD50 > 2000 mg/kg (BO). J Ethnopharmacol 2012 31 330-6
==
2000 mg/kg LUT (REpE LD50 = 1585 mg/kg (REf=
90 H 90 B : 150, 300, 600 mg/kg WH:EERFUEAL
Wister rats =g J Food Biochem 2020 44  e13400
==1E) H[E] 1 2000 mg/kg H[a] : LD50 > 2000 mg/kg
28 H 28 H : 125, 250, 500, 1000 mg/kg 1000 mg/kg : BT - B&=MH
ICR mice iqm Sci Prog 2021 104 1-36
E[a] @] 1 2000 mg/kg A : LD50 > 2000 mg/kg

28 A : NOAEL : #iHH7& 1000mg/ke.
28 A 28 A : 250, 500, 1000 mg/kg

Swiss mice &O M7 250 m/kg J Ethnopharmacol 2022 296 115504
E[a] E[@] : 2000 and 5000 mg/kg
S 1 LD50 > 2000 mg/kg

90 H 90 A : 190, 380, 760 mg/kg 90 B: Mk, AF. B. LIESE~DFEEHE
Wister rat g J Ethnopharmacol 2026 354 120545
LAE H[a] : 5000 mg/kg AT 2t 1 LD50 = 3808 mg/kg
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XSERET - 1

1,025

Estimated Number of Cells

327,297

Mean Reads per Cell

795

Median Genes per Cell

Run Summary

Sample 1D SCO101_01ATTGO1 M)
Sample Description

Chemistry Single Cell 3' v3
Include introns Trve

Transcriptome rattus_norvegicus-5co102

Pipeline Version collranger-8.0.1

XPERET - M
1,018

Estimated Number of Cells

688

Median Genes per Cell

278,002

Mean Reads per Cell

Run Summary

Sample 1D 5C0101_0IATTHOY M1
Sample Description

Chemistry Single Cell 3' v
Include introns Troe

Transeriptome rattus_norvegicus-50102

Pipeline Version cellranger-8.0.1

XPORES - 1

t-SNE Projection of Cells Colored by UMI Counts,

UMI counts
4000
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z
b 4
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1000

IPEREY - M

t-SNE Projection of Cells Colored by UMI Counts

UM counts.

3000

+-SNE2

1000
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E T IND T T A —fRMT

Cells »

Barcode Rank Plot

[——
Backoround

Estimated Number of Cells 1,08

Fraction Reads in Cells. B0
Mean Reads per Cell 1,297

Median UMI Counts per Cell

1.0

Median Genes per Cell

Total Genes Detected

Cells »

Barcode Rank Plot

—cats
Background

1 100 10k

Barcodes

Estimated Number of Cells 1o

Fraction Reads in Cells nn
Mean Reads per Cell 278,002
Median UMI Counts per Cell
Median Genes per Cell ose

Total Genes Detected 19,446

t-SNE Projection of Cells by Clustering

t-SNE2

t-SNE Projection of Cells by Clustering

ESNE2

t-SNET

Cluster)

Cluster s

Cluster!
Cluster2
Cluster 3
Cluster &
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SLVERE - I
6,678

Estimated Number of Cels

38,126

Mean Reads per Cell

1,802

Median Genes per Cell

Run Summary

Somple 10 SCO101_02ATTGH K1
Sample Description

Chemistry single Cell ' v3
Include introns Troe
Transeriptome s rorvegicus-5c0102
Pipeline Version collranger-8.0.1

SLEEY - M
5,750

Estimated Number of Cels

47,148

Mean Reads per Cell

1,967

Median Genes per Cell

Run Summary

Sample 1D o1 eanTTHOT N1
Sample Description

Chemistry Stngle cell 3 v3
Include introns. Troe
Transeriptome eattus_norvegicus-sco102
Pipeline Version cellranger-8.0.1

1. Cell Ranger fEHTIC S KV 7 d QC #& R

SVEEY - I

t-SNE Projection of Cells Colored by UMI Counts

UM counts.

+SNE2

SERE -

t-SNE Projection of Cells Colored by UMI Counts

UMi counts.
1%

108

t-SNE2
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Cells o
Barcode Rank Plot
—us
eadground
p 104
8
5 100
3
h 3 T ™
Barcodes
Estimated Number of Cells 7%
Fraction Reads in Cells so.on
Mean Reads per Cell a1
Median UMI Counts per Cell 12
Median Genes per Cell 1,967
Total Genes Detected 2,00

t-SNE Projection of Cells by Clustering

+SNE2

t-SNE Projection of Cells by Clusterine

tSNE2

Cluster1
Cluster 2
Cluster 3
Cluster 4
Cluster
Cluster 6
Cluster 7
Cluster 8
Cluster9
Cluster 10
Cluster 1}
Cluster12
Cluster13

9

Cluster

Cluster 12



XSEREE - I SVERT - I

<

XPEREE - SVEEE - M

X 3. KXYV RBIT D Haverl (Kim-1) DO3REL

X 0RET - SVERT - I

X IREF - M SVEES - M

SR X

X 4, £V BT D Len2 (Ngal) DOIEE

_94_

e



AT BB TEE M (R b DL MR HEENT FEHE )
WD D RERE R dh & 9 D AERERE DIER « ARIRB IEIZER 2 fabEAE BRIRH O BEfR - TR DT DOFSE

O AR
Wb DRI K DR E O R AN BT B A58

—VWDWLEFERMTHDLEY I RT X —I2BT LR BRIED B
Fo K OMUE R RR (Z F U D A BRR DL A —

Mgt % R OE ECEESASAVEIT SRR R
Wgeth s B B ENERESRSBVEDI ASRAVEREE HEEE

WIEEE

U, WhWw B @HERMAEEICE L L TR, @REESRES N TS, EBRICHK
DETHAF 6 FIWDp HHET 7Y A v NIRRT 2 IR FHAE LIE0, KEICE
W, BRTEICHLETY VIR L =LV LERTBEOBTENEAEL TS, 2
D=, BIEIZR T 2 TEREHEOBLID SEARERE ORBIEN, SKEEORESCRE T
FEONCR T DIRRZEH DO =D, HEERORERIES RO 5N TWD, L, Wbwd
TR AT Z OFEFHNIAL . MBIEORFPMLELEZ b, 7. FETIIREHE
BT84 8 A 31 HIZKDV | MR REND Y b, RIS LR EE 2
BRI, B 7/ VHIZEIZ DU T Good Manufacturing Practice (GMP) ™ Ji HH B AL 23 58 2 H61 T X
NHZEERoTNDHEDOD, BREMFRTEMIMI S VDD DB MNP L BAFET S
ZEMmL, FHAEBHEHORNLZHETHI DD EEZ DN, 2D, BEFEEEFIZBW
T, WEEHOERELIERET A2MLERH LI O EEZZ BN,

F TR T, BABEEB LR VAR —D L ) R T AEFELS
TNEBXLNLHEFEREZRIRL, WDOWLRERLO—FTHY, IHF, I LTET
WLEY AN E =% HNT, RBEORTF RS T, 2T, Wb S fEFEELDOR
EEROBEEROREL LT, MRORLFEITV., TOMEL E LDz,

i

i

BUE., A E O R IZIE, Rt L A2
PEIZ DWW T —E DI 7= L 7 R RE

b & UCL R PR £ HEREER R B
BIOREBERRERMDH DL, Zb 3 DI
ST VERELAH D D (K1), Rz,
ZD 3 OIZEEY L WnZ Do 5L O E
FITHFETITR D, 2D, BRI RED
FEAMMBRTEIN TR, A0 T

BROFMABHELLREEZEZADND Z LMD,

—ROFEHIE, FEEFEOREVNETH Y |

FERENRS SN TV D, FEEIC, BRAERE
VH = BT R I BT b fa
ik, A2 FEREIX 3,526 T, S35 6
FEREIX LI31~1,875 & 7o T B D E T2,
B 6 FITIX, FAE TV DWW LAY 7Y
A MBI D HBINRAE Lz, BT, kK
[ CIm A 2 SRR & 32 55 b #d ST
Wh, G T EICREL, BEALTHDTE
Vo —%HRET LI LERTREF
FOFHFIT, [F CHEMEE RV 3 thopgdh
NY a— Lt o7, FHRKEBIX
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Salmonella Richmond T, SLTHNII o7 d
DD, TINZBNWT, 11 LOBENHERIN
= EHITIE, R KRET, BIEHIL LT
DTENEANSNEZE) o H AT E =L D
PLERT OEPEFHNRESNLTND,
ZOFEFNT, R E TR S PE AR R
T, YIEEEORIEILSF 748 A 24 AT,
T8 4E 1 A 29 HIRFALT, 28 B FF 65 4
DEREDRESNL VDY, Lo X5z, »
b L EEFER OB ERAIL, BRICHEFE O
TR S b KB & 70 D ATRetED @, —
FHT,BAE LTOZERI NG, 172 iAE
YIREIL IS SN TEHT ., BRYHORE
BI OB IEICB W T, fAERERBS LW
JRIEE OREIEOMNIDILE L EZ DR 5D,
Wb D REFER ST O R & FEE, &
oh T B4 12 £V Hazard Analysis and Critical

Control Point(LA T, HACCP)IZ -5 < #E & BE,

% L <I& HACCP O3 %2 J7 &MY Aivi-fiit
BHEMARD LN TS, 2055, 24l 17
TAFIEDORBICONTIEE HICH EM A
Good Manufacturing Practice (GMP)D H V) A~

PR STV 2130 9 EAEMERR & I

SR8 A 31 HE TRl E L 7o TV D
H DD RIS % AR & 3 2 5EAl, 7
TR NVAIEIZOW T, GMP 23 @ HE AL 9 X
N5 ELpoTVND, LL, Wb DHdtE
BT EER BRI S EIER
AN EENTERY, BEFEF T D /4
BRI OMRNBLELEZ BT,

Z 2T, ARWRE I AR A IS 2 T,
W B EHE A S IC S\ O IR BE T AR T BE
ENTWARHRFEIZOWT, U oo x
—HZOXMR L LHABRIEORE 2T L &
HIZ, Wb DR S ORISR IZ BT D
FAEHRNOFMEZITV, ZOMEL E L
O,

B. BfzEHE
1. FBRYE DR
1-1. &k

A FEEY U =T X —1 BERIC OV THE
A L7, B MmOJEEHIE Y o HDH T, A
— = T X—=U O TIE, K EITR
LB & 2130, Bl EIC b &
INTWD, E7o, EWREIRIX 2 £ & LT
W5,

1-2. % akiRik

WAFERR R & LT, — RS IR
ERE, 7 A N7 WEEEE LTHEAT R
VEE, YLEXTRE. EL Y ZAEBLID
Cronobacter sakazakii % X5 & Uiz, \WT LD
ARBEICBWTH, EY AR TL— 10g &
HFMELE L, n=5 IZL VG L7z, £72.
MALEERRREEY X —DIRAER
IZBW T n=5 09 b 1 RIFZRIRL, &51C
IFEY AT H—10 g & MilliQ K 90 g %
BALEHDIZHOWT pH ZHIE LTz,

1-2-1. —fixA R

FY ARG E— 10 g 12 0.1%~XT7 k0
APRRIEK 90g Z AL, A N~y H—T2%
MRF L7=, BONTIREHE 0.1% 7~
INAEBREE R KIT T 10 fEREB AT IR L. 5B I
ONTImL 22Oy Y —VIZERL, 7
X aT 4 TIEEEREM(BEREAT V)T
47 A, BHA) 15mL Z{EfSE, Eb#&IC
35°CIZC 48 RFfEIRE R L=, £7, /IR
DSWT, 1 mL 72 2 f® Petrifilm AC
(NEOGEN, 7 A U & %H) |[CHfE L,
32°C48 W[ LT,

1-2-2. BV R B R

E Y A7 X — 10 g | Buffered peptone
water (Thermo Fisher, 7 A U H&%&E., LLF
BPW) 90 g # AfL. A b~ > 1 —7T2pHik
L7z, #HNTziRE % BPW (2T 10 fi5F
B L, ABEBEC 2V T 10 mL $°2 2 #kod
Uy —UVICHER L, SBIC, TXaT T
VRBG #EXREM (BEZ AT 7T 47 X,
HA) 15mL ZiEF L, EEZIZE 512 10mL

_96_



ORI AZERE Lo, T LB AEEL
72DB, 37°CIZ T 24 FRfE: Lo (RRBRIE
1L 1S0O 21528-2:2017 #& ML, W& L),

F7m. FARIKRICHOWT, ImL T2 2D
Petrifilm EB (NEOGEN, 7 2 U B &[H) (T
BERE L, 37°C, 24 W2 L7-,

123, ZuARYI7F

EY AN THE— 10 g 12 0.1%<7 0
ABRIEAK 90g Z AN, ARy I—T2%
MR L7, BONTZIREHKE 0.1% 7 K
INABR KT T 10 fEREBAIR L, 45 BefEI
DWNWT 10 mL T2 2 DT FRIZAN., T
XaT 477 ARNY YT HIERE; RS H

(BEBAAT T )T 47 A, HA) 15mL %
BAML AU FROOEZEELZOL, ELE
w7z, B ESE72 b D% 35°CITT 24 FRfiEs
#LT-,

1-2-4. BT K UEKE

EFYUHNTHL— 10 g IZ BPW 90 g & A
. A~y —"7T2 pMEMLE, 551
ToIRA W Z BPW 12T 10 fSEMEBEAIR L, & B
FE 22T 0.1 mL 7 -> Baird-parker 5%
(Merck Millipore, KA ) |[ZEFELT-DOL,
37°C, 48 B§fEIEF#E L7- (ARABRIAIL 1SO6888-
12 L, ®WELE),

F72. 1 mL 92 2 ¥ ® Petrifilm Rapid STX
(NEOGEN, 7 A U B &% H) [CHfE L 37°C,
24 EfRIRERRE L, WU v Mk, 48 IFfH & THEAE
ik L7-, BB Lizan=—ZoW\ T,
Baird-parker B5HILIZHERE L, —BRESEREZ, 1
— DAL HE LT,
1-2-5. VTR T BE

EY ARG E— 10 glZ BPW 90 g = A
WA Ny h—T20MRfM L7005, 37°C,
20 FEfEEG AR LTz, BB OBRARE T X 27
AT TR — IR U 75 ¢ A2 (BEL
AT T )T 47 A, AR, LI, RV £ih) (2
PERE L, 42°CIZC 22 WEffRE3E L7z, BB H% O
RV §5#i % — 4 H XLD |[Z#fE L, 37°C, 22

e B L7,

T, BEGEOEY VAU X —L BPW D
VA% % Petrifilm Rapid SALX (NEOGEN, 7
AV BERE) I -AEHHERE L, 41.5°C, 22
RFfAIG 2R L7,

1-2-6. LT AH

EFEVHANTE— 10 g |
EANA R~y —"T2 R L, 55
NTRAWRZ 01mL 32027 X227 47
NGKG R H(BERA AT 7 )T 47 A, H
AL, LUF NGKG ZER¥EH) (28R L, 32°C,
48 IR 2E LTz,

EHIC, BAW 1 mL 2R 2% BM
N TF =RV AT A3 I,
32°C24 WEEE&E L7~ b, —A4 H % NGKG
BEHIIC R U 72, 247% NGKG B Hh & 32°C48 B

ftsE L1,

WZABEREIK 90 g

1-2-7.

EY AN X — 10 g IZ BPW 90 g & Al
A }\‘? /j:] /C 2 ﬁfﬁ/ﬂi%[] ]\/71:_0 ?Ef%j/bf_(ﬂﬁ
B A VT, 18022964:2017 IZHEV, £238 L
77,

Cronobacter sakazakii

2. fEEE R SRR 2B
TR R AT i S R
BB ATR LI,

B L P A
j}ﬁ%& \—/)l/\_(\ﬁli L/\

C. BRBIVEBE
1. RBRIEORKE

— AT S BRIRDORIT (n=5) ®HH 3
B CTan=—OREFENRD LN (F 1)
ETIEZENETNOFITIZOW T HEMIC
1~5 FTCHEFZEME L, i# LT, if:\ +
YU HNRgE— 10g & 0.1%<7 o4k
HAEHEK 90 g DIRGHRZ =107 ik & LT,
& A BRI s 2 GO L 72 No. 2 Tl x107° i T,
2DV —L DL 1 IZBWT 1 ar=
—73, No.3 TIFx10? FHHIK T, 2 D>+ —
LD H I IZBWT T 22 =—75% No.4 C
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1Ex102 B L UOX10° UK T E b, 2D~
¥Y—L DL 1 KIZBWT 1 ag=—2RNEE

L7z, 8%, PRI LA, ABRRSICHE
WV, 3 =R T 5 b DO TH DHH, 4E
DOFEFRTIZ No.2 BLD No3 TldkbiEwn
X1 AR THRENROLNT . TN LD b
BWAIREEOREHZ B W Ca g =—0%E
L7z, x10" #PUK THRENRD bz No. 4
IZBWTHX10? AR T H RIEAFEE L T
LHZEME, BV AN —IZLSTHED
RENDMH STV D RN E 2 BT,
Z 2T <10 R HOWT, IRAICHEA L
T AR Z L0 1 IR AR L, pH & 7E
L7c, F/o, BV AT X — 10g & MilliQ
K90 g ZEA LIZbDIZHOWTHHIE L,
ZOFER, MilliQ /K, 0.1%~27 b INAF £
K, BPW B L OVAERIRIEKZRA LD
ZHEN T, pH 5.88, 589, 6.58 8L 594
ThHo7z, BPW TIHIZEFHETHL L OOD,
— WA EORER T L7 0.1%~<7 k>N
AR K Z & T2 DIEDDOBEE K L O
MilliQ /K TiZ, ML R LT, 2ThHD 2
EDD, BV I NRYZ—IZ K DEREBEER
ARBRFE RIS L TV D AREMENE 2 bz,
L L. pH4.0 £V b7 0 il cdh v | &l
fin HR O HE T HE S A B T & HIF E TR o
Foo SO, Y L H Y H—D pH L,
DOREMEITITFE L9 2, RBRFERICE
B, WRICEENDEBDBERE LY HKL
B S5 RTREME DS RIE S T,

W7 RO EREORBR T, S RIEDRIT
H o1 BRIAETx10" HREICBNT, 2 o
Petrifilm Rapid STX ([ZZ N EFL, 2 a3 =—,
Ha4ao=—nEELLLOD, WThO=
7 =—1%,, Baird-parker 551 CIN & SIS 23589
b T, AT FUKETIIRNbDEE X
bz, £72. ZOELORIK, B Fhic
BWThan=—DEFIIROLNRNST,

INHUANORBRTIIon =—DREILER
OB T,

2. fEEEA S RLE R BT B R A BRI
DA

AL 2B B EIC ET25)D )
5. B Jifia% (% Original Equipment Manufacturer
(LLF. OEM) 7213 Original design
manufacturing (LA, ODM) % E{&E 5T
LC, R reL b EL TR, EIC
JFRE AR AL, TSN TIRA, FI5EL., &
HRADOFHEEIT> TV D THTH -7, C
MiFRIT S 5% TN T R B ORI 2170
FT8E, AT TV DHIED, AR e %
L, HEZLAZEAN, FRET LR
gL T e, WIRoBisk ., 150 4L E
DB ZHEL . GMP FRFFICIMZ T, £D
H1Z HACCP 238 £ TV 5 1S02200:2018 %
BfE: L T2 lia% Tdh - 7=, GMP FRGE% B
BLTNDZ &nn, RUSEHEYEE, fhEg s
R WEEHMARERL JOFIEER S
GMP THLEL L SN 5 EHNEf S TE
0. R LA I RmEyIcEE ST
W, Fo, A HELE D, FEIEES
HRE REITR < BRmEAERIE BN 2
SNTWIEM, CUERFFOEHRA LRI
THY., MVEZDORILTER ENT AT L
fbEn Tz,

— T, HERERMOEFEER DKM E L
T, OEM BXO'ODM A&\ Z & &5
IO B 2 AL, IRE RV L, T8
LTHRETLIFEENELL, —2ORMIZE
BOEEENRDDD > TWND I ENRENT L
WHIT LD, £, WEERER EIXHEARN
WA DEEH LTS, 207,
FTTIC B TEBEINTNDLEEZLND D
DD, Sk, FEEBEDMEANLIIHAY
L. HAEEHROMREEZITo TN Z R EN
VTR o TL b L BbhT,

.
ARFFRIZ LD EY AR X =TI pHIZ
L0 M OO FIH 2 & | BB R

D
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ICHE L TV D ATHEME N RIR STz, A%, IR
AR BR A1 & 0 sRBRIE OB 21T 9 M
DD EZEZ BN, F7o, R RS
BT D EAEHTHEICB VLTI, GMP B X
Y HACCP ([ZHEE S FAEE BN 72 S TUN Tz
AR 1) R | A bl AV b (1 A BN s 1L
Thh 2MExREDVHTHLHZ D, 5l&Hkt
THETOIMERHDL DO EE X DL,

E. 2&3C
. Wbwwd TEFEREM] OFR— L=V
( https://www.mhlw.go.jp/stf/seisakunitsuite/b

unya/kenkou_iryou/shokuhin/hokenkinou/index
.html, 202642 A 24 H7 7 & X)

2. ESIHFEBRFETEN RIS - G - SRARHT
e TREEERAL ) O - AR #
375 H5270R fREER G TR 2 5 M
EZOWT (PIO-NET 1E# L V), f&il 4
(https://hfnet.nibn.go.jp/column/27/, 2026
2H24RA77&X)

3. Investigation Update:

Salmonella Outbreak,
Moringa Leaf Powder | Salmonella Infection |

CDC

_99_

(https://www.cdc.gov/salmonella/outbreaks/sup
plement-10-25/investigation.html, 2026 & 2 H
20 HT7 7 ER)

4. When People Got Sick: Salmonella Outbreak,
January 2026 | Salmonella Infection | CDC)
(https://www.cdc.gov/salmonella/outbreaks/sup
ergreenssupplementpowders-1-26/timeline.html .
2026 -2 H 20 H7Y 7 & X)

5. fEAERIEFE 0311 25 & 643 11
H

6. A6 ENRITEREE 108 5

F. BFezes#

1. mCFER

L
2. FRRER
L

G. HHMEMEDHRE « RERN

L



Whpd TMREER)
L

R R
r 1 1
i =1 %mﬁﬁ N [=] Ly o = | =] g =
KER EEa R REHAERT |HEERTER | HERERARSR EXRS
FRR (EENBEED)
L " A " )
B& ExL

BAEBBET T TR— (https://www. mhiw go. jp/stf/seisakunitsuite/bunya/kenkou_iryou/shokuhin/hokenk inou/index. html) & U okZE

M1 bW 3D

x 1 B RBEARRRR

ZiEl1Tw No. 1 No. 2 No. 3 No. 4 No. 5

FIREH x107 x102 x10° x107! x102 x10°% x107! x102 x10°% x107% x102 x10° x107 x102 x 107
IZAEREREH,, 0/0 0/0 0/0 0/0 0/0 1/0 0/0 1/0 0/0 1/0 1/0 0/0 0/0 0/0 0/0
Petrifilm ACyxs  0/0  0/0 0/0 0/0 0/0 0/0 0/0 0/0 0/0 0/0  0/0 0/0 0/0  0/0 0/0
X1 N=bDBREZNETNICEENICESZ([F5 LT

X2 'Y AL — 10g £01%~_T7 b NEBEIEK 90 gDRERE x 10 R & L7,

XK HEE2RDY v — L ZNZTNICEB L0 —HKERLTWS,
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