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$H5 L : InertSustain G18 5 ¢t m (250 % 4.6 mm) (GL Science)
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300 — Lycopsamine

382 — Symphytine, Symviridine, Symlandine
398 — Echimidine
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GRS ar 7 U—X 0B L7 A 1-4 O NMR A< L

HEF3-1
Symphytine (1)
1H NMR (600 MHz, CDCls)
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13C NMR (150 MHz, CDCls)
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Echimidine (2)
1H NMR (600 MHz, CDCls)
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Echimidine N-oxide (3)
1H NMR (600 MHz, CDCls)

13C NMR (150 MHz, CDCls)
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Lycopsamine (4)
1H NMR (600 MHz, CDCls)
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Echimidine N-oxide (3)
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Myoscorpine (10)
IH NMR (400 MHz, CDCl3)

13C NMR (100 MHz, CDCls)
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Symlandine (11)
IH NMR (400 MHz, CDCl3)
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7-Acetyllycopsamine (12)
IH NMR (400 MHz, CDCl3)

13C NMR (150 MHz, CDCls)
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ZhL 6-2
7-Acetyllycopsamine (12)
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2,7 )L X (Petasites japonicus), Crude base
77 L InertSustain C18 5 4 m (250 X 4.6 mm) (GL Science)
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55Tk 0 min AB=70:30
15 min A:B=0:100

FiiE : 0.4 mL/min
HoLA—=T :30°C
MS : ESI (positive)

m/z

366 — Senkirkine
382 — Petasitenine(Fukinotoxin)
424 — Neopetasitenine
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ZEF8 7% L0 yBE L7 ALA 13-16 O NMR A3 R L

ZkE8-1
Neopetasitenine (13)
IH NMR (400 MHz, CDCls)
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13C NMR (150 MHz, CDCls)
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Petasitenine (14)
1H NMR (600 MHz, CDCls)
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Senkirkine (15)
1H NMR (600 MHz, CDCls)
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PJ-4 (16) (New alkaloid)
1H NMR (400 MHz, CDCls)

13C NMR (150 MHz, CDCls)
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Neopetasitenine (13)
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Senkirkine (15)
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Condition

77X X0 Bk L72(bE 13-15 O HPLC 74T
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Column: Waters Atlantis dC18 5 um (250 x4 .6 mm 1.D.)
Eluent: A 0.1 viv% HCOzH ag., B MeOH; A 55 %, B 45 % (0-20 min)

Flow rate: 0.8 mL/min

Column temp.: 30°C

Detection: ESI-MS (positive mode, MS analysis)
UV (200 nm, PDA analysis)
Injection: 3 uL (10 ng/mL, MS analysis)
2 pL (10 mg/mL, PDA analysis)
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A, Petasitenine (14); B, Senkirkine (15); C, Neopetasitenine (13).



Erkl 1

Neopetasitenine (13)
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Senkirkine (15)
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