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2. REOHENFIE

FAEZENLOARLIZE Y 454 A Y » F(Oleanolic acid, Hederagenin, Phytolaccagenic
acid H)Z B L BEO R RO FIRA TR T 5. FERFCIEIILEL T
v’ LC-MS/MS : Agilent 6420 (7L > K « 77 /J mr ¥ —)
v’ 717 A :Discovery® HS F5 HPLC U 7 A, 2.1 x 250 mm, 5 pm (Sigma-Aldrich)
EEA LTS,

2.1. MS & H1R&

Oleanolic acid (1.010 mg), Hederagenin (1.080 mg) (IX 3, N % 50%A X ) — VKA
W10 mL (22> L, 100 pg/mL EEHEYA#E & L7=. F 7=, Phytolaccagenic acid (1.000 mg)
(K 5)% 50% A % 7 — VKWK 1| mLIZE2L, 1 mg/mL EERKE Lo, fEWTIi
B % 50%A % — VKWW TAF L, Oleanolic acid, Hederagenin, Phytolaccagenic acid
? 10 pg/mL FEMEREZFH L7, R L EERRICE LTI T 2245 L7295 AT
MS2 Scan, Productlon Scan™ I/ £ Z 1TV, DO T VA —H—A F D m/z, T &
I M FrDmlz, 77T A —FE, a)Varzx X —RELL. RELL
MS SEIZSHT A Y » RiTm L 7.
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3 Oleanolic acid 4 Hederagenin 5 Phytolaccagenic acid

&1 MSEH#H
Precursor ion Product ion Fragmenter Collision energy Polarity
(m/z) (m/z) V) V)

Oleanolic acid 439.4 203.1 130 25 Positive

Oleanolic acid 439.4 191.1 130 13 Positive
Hederagenin 4554 203.2 135 24 Positive
Hederagenin 437.43 391.5 135 20 Positive
Phytolaccagenic acid 499 .4 481.1 130 9 Positive
Phytolaccagenic acid 499.4 111 130 25 Positive

Gas Temp. : 300 °C

Gas Flow (N2) : 10 L/min
Nebulizer : 30 psi
Capillary : 4000 V

"4 MS2 Scan & Product Scan IZ & 12 LC-MS/MS OHIEE— KT, Z I ClEoMWfED
VA=Y —AF e Tad s " T HBIRET HIZDITHEN LTS, MS2 Scan
TETVH—HF—AF PN ZOEFERBBREITEON DO T, HEEEKIZH LT MS2
Scan 179 Z L CHOMHEO TV I —H—A F O m/z ZIRETHIENTED.
Product Ion Scan |3 ED SV 1 —H —A F U NZHKT BT X7 b A T UFED m/z &
HETHE—RFRTHY, EAERBRWKIZX L T Product Ion Scan #1795 Z & THOMHFED 7
Xy MU mizBIRETDHIENTES.
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6 MS2 Scan (£), Product Ion Scan ()
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2.2. HPLC D& H#&Et
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Time (min) | A 0.1% Formic acid aq (%) | B Acetonitrile (%)
0 100 0

2.0 50 50

5.0 75 25

11 65 35

10 5 95

18 5 95

Flow Rate : 0.25 mL/min
Column Temp. : 40 °C
Injection Volume : 3.0 uL

%104 |+ES| TIC MAM Frag=130.0v CF=0.000 DF=0.000 CID@E™ [* - ] Phytolaceagenic MAM.d
1 1

05 1 15 2 25 3 35 4 45 5 55 B 65 ¢ 75 8 85 9 95 10 105 11 115 12 125 13 135 14 145 15 185 16 165 17 175
Counts vz, Acquisition Time (min]

K7 R2FHETHELOA-9OT LTS A
FROBEEABKEZ T/ IV VRO BRHEITo72. 7T =RV LVORE
EE LERHE ) THREEZITomE 2 A, =7 OEZ D NHEH S, R
B Efs s~ N 7508586070 T, 20O HPLC &2 5 A Y v FiC
BB L 72
®3 7FELFr=ZFIUILDEEZEZS LIz HPLC &#

Time (min) | A 0.1% Formic acid aq (%) | B Acetonitrile (%)
0 100 0

2.0 50 50

5.0 50 50

10 25 75

15 25 75
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Flow Rate : 0.25 mL/min
Column Temp. : 40 °C
Injection Volume : 3.0 uL
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FEITWVD, B L BMT 200 A Y v KO MS S & HPLC 4% E L 7=

BIMLESHAY y FAWTHRERZIMERLIZE Z A, 0ppb~ 1000 ppb O #i[H T ELHR
PERFER SN, SBIEIEBOSIICHEHA Lo, DAY v FIZBEZ Mz TnL.

Oleanolic acid -5 Levels, 4 Levels Used, 10 Paints, 8 Points Used, 0 (Cs

1.054
14
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0.5
0.454
0.4

Responses

w1054 y = 44810821 " » +38.243004
114 R"2= 098645733
Type:Linear, QrigincBlank offset, Weight None 8
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T T |
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Caoncentration [ng/mi)
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Hederagenin - 5 Levels, 4 Levels Uzed. 10 Paints, 8 Points Uszed, 0 0Cs
«10% |y = 1857571 " » + 0376681
1 R"2=0.99182571

Type:Linear, QrigincBlank offset, Weight None

Responses

0&O
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Caoncentration [ng/mi)

Phytolaccagenic acid - 5 Levels, 4 Levels Used. 10 Paints, 8 Pointz Uzed, 0 0Cs
B w1094 ¥ =33402675 "« + 3368610
£ 43| R"2-099354828
2 4 o5 TvpeLinear, OriginBlank offset, Weight:None
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9 Oleanolic acid, Hederagenin, Phytolaccagenic acid M 1R £ &

1) A “LC/MS, LC/MS/MS @ JEfE & 2. 4 — A%k, 2014.
2) MRS EEBAER. “LC-MS O ZEREAT 1 K7, NS4S B 8ERT. 2022.
https://www. an. shimadzu. co. jp/lems/support/lib/foundation_guide. htm, (£ 2022-11-11).

AN

* E-mail: r.kuramasu@ml.tech.tottori-u.ac.jp
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