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Medicinal Components Detected in Chinese Dietary Supplement Caused Health Damages

Takashi HASEGAWA, Toshiyasu ISHII,
Fumio MIYAMOTO and Kozo ITO

I. IC&®HIT

HE, A2 ORRICHTLEHCELAEE>THD, BED
MeRr, HECHEBSRESEMEL TRERMMIVESHAVLGN S X
IS TN, LhL, ZhoRERKOPIZILVHRES
OEDEEENEEEELEESNAB SN, ThS#BRT S
ZEITEVEREEZZT VR EHMAEE<REINTY
2070, ERMETRICIRPEESY M Ty FRAREAMICN-Z
cOVIIIINTI, TN TI, BRBRLVE SR
EOEERRAVERIN, 3BLORCEEBD R R
ENREELZ. THLBREDFERROBEHENZEDRLEID, ¥
RRITEE S BiZid¥ 1 Ty MNARERSHORKE (RRXEHFEID
B TATATEVNLIOIND) KLBRELHILEITDILED
R ENTEELEY, ARIZBNLTH, ROEEDORMKMIBES
OfERZZ U SEBRZEIML - LN S BBEHEESHEAL,
ZORBIIDOVWTREZERBLZOT, TOMBEIIIDVLWTEHET
5,

0. REAX

1.8 H

TEENTAFLAERKEION TV &R E LT,

2. ARRUHRK

1) fEuel > 7 h5 3> (SIB) 3LKT Laboratories Inc.
. <TY2R—)L (MAZ) $Sigmatt®, 7z /)75 L A
> (PP) I3FIEAIE TEMEE MO/,

2) FEUEVEWK

(1) BAEEEREWIISIB (5 ng/mL), MAZ (0rg/mL) K&
PP (5mg/mL) &85 KD A% J —)IVIZHARR L T=.

(2) FERFASIBERERAWKIZI0, 50%T100ng/mLEAEDED A
5 ) —IZTERR U T,

(3) ERAMAZEEHERRHRIZ 1, 5 R0 g/mLERD LD A
& 7=V I,

(4) EEHPPEEMERMIZI0, 50K KI00g/mLEEDED A
5 ) —IViZtERR LTz,

3) FOMOAE

FTEEFERRKFR
(20064 1 B31B=B)

AT 7 —IVIZFEMET RWRREBEME, T2 MU
AR TREHRHPLCAH 2 MW, KiZ3 UR7EMILLIQ
LaboiZ K DRE L THW=, TOMOREI TR THRDRE
R E R W,

3. &% &

1) ARZOx 75 7/ABHHE (GC/MS) : MG HEHE
FrEIGCITA/QP5000% 2 i W /-,

2) 7MY F—R7 LM BRitGMEEERKIOT NI S
7 (HPLC/PDA)

(1) Waterstt®6168K > 7, WCHMEH S L4 —T >, i
996 RIPDARRHIZS 2 W /=, (MAZTEBRBRICHRD)

(2) HAZEHEPU-20898IK > o, [MAS-20558 A4 — b4 >
77—, RFCO20658 K5 LA+ —7T >, [HMD-20158PDAKH
mEH W, (PPERMRBRICHER)

3) mdkkr o< 7T T /E&SE (LC/MS) @ Waters
26958 XL —2 3 B a—)b, HZQI000RE #5375t
L LRV

4. MEZRH

1) GC/MSEE &M
#1524 DB-5ms (0.25mm id.X30m, 0.25um, 1T LHEE 70
C (243) — 10°C/min — 280°C (541, {EATHEE : 250°C,
ANUYLAHA, @ 1.2mL/min, EA® 1 ul, 7Y v b
L, BlEEREEHMA 0 m/z10~350

2) HPLC/PDARIE &4

(1) MAZEBils%

515 4 0 TSK-GEL ODS80-Ts (1.6mm id.X250mm, 5/m),
BEhM C 0.02MY) B KFENY T LTEK (PH30) /7 bRk
UL (3:1), i : LomL/min, AR :20ul, 15 LME:
10°C, BIEF - 210~400nm, BRHHE L 269nm

(2) PP &ilBk

715 4t Inertsil ODS-3 (L.6mm i.c. X 150mm, 5 um), FEHH
K/ 72 RZRUIV(3:2), i 1L0mL/min, JEA® 201 L,
N5 LRE 10°C, B LS 200~100nm, R L 205nm

3) LC/MSHlE&#

515 A ¢ Atlantis dCI8 (2.01nm id. X 150mm, 3 xm), FBEHH :
AWE 0.1%FEETAHE, Bl 0LIXFMEETLERZNUIL, 52
IREME: 0 (A:B=95:5) — 1557 (A:B=80:20) — 30
4y (A:B=20:80), #d:02mL/min, EFAE :10puL, H5
L D 10°C, 1A ALiE D ESIR YT 1 7, a—2 &I 30K
60V, HIEE & : m/z100~500



T-EEFRE  H29% 3710 20054

5. HBRABRDOHR

ZE50FEVICHN, ATV ORNEREREICHREL, T
IMSRNLgEREICED, A/ —)20mLEMA30 M
L, 05umD A>T 7 1)LF—TAi#L, WkBER

A MAZ
ELF. MBEEEZISITAY /=)L T[FIHRL, GC/MS
(SCAN) HKRUHPLC/PDARBRIAHK E L7z, GC/MS (SIM)
FA BRI L ABRIEH E A 5/ —I)L T0065ICHIML TH . LC SIB PP
/MSHIRBIEIIZ AR 2 A ¥ /=)L TS HRL THW _/q
I ERRUEs 75 10 20
B 1
1. GC/MSIZ & HHERA R
IR & B 2 GC/MSOSCANE— R THllE L 245 R, Fig. | 2
IZRT /O NS LMo, REEHEEI6.251ISIBOE — l 3
phimHEN, FOIZAARYZ Midm/z NI REBEE — 7 73,
72, 38, RIZTIT AL M AIMBRINL (Fig. 2). R i " "-—J 20“—“——}""""_
BEI2L3ICMAZOE— 7 RS, ZDTXARY bLZ Retention Time (min)
m/z2661Z BB — 7 A%, 231, 102, 88IZT T T A hAF M
BEIN, E7-, (RESEREER330 0O — 2 3PPTH D, m/2211 Fig. 1. GC/MS Chromatograms of Mix Standard Solution and

IZHMEY — 2%, 318, 225, 181, 12T T T A MAA UHE
BIN/, PPIARGIEERRE 2HERL TOHRLALEE, |
BIHTIRBRHEINT 2 HE THRIEE N2, ZHEPPAF Y ES
D—=HFLIIRELD | HETRBRHEEN 2 -dDEE
ZAohd, RBRBEREZFERICON LR, KREFRRF6.22,
2137 RUWIFITE— Dk E N, EORAARYT MLidE
NFNSIB, MAZ, PPOREHES & —FL /=,

m W

i SIB

k
O

I

18 1%

Sample Solution
(A) Mix standard solution ; Sibtramine (SIB) (Sug/mL),
Mazindol (MAZ) (50pg/mL), Phenolphthalein (PP) (5

mg/mL) , (B) Sample solution

Peak 1

l n
| ¥
IBEEETIE IR ¥ . IWERE
I ! iy ' 1 ' !

]
1w

15 .
R | * g M
5‘531 ‘ % 1% '”’mlm
U 'l Lo [m pld J I.ln‘ 1 3‘51 kil
10 n

m
5%

LU

m
!

%0 ]
T

w2

"
Jm !
L ]L ]
I\LLJ? e . 3

1w

Fig. 2.

GC/MS Chromatograms Shown in Fig. 1
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Mass Spectra of Peaks at 16.2, 21.3 and 23.3 Minutes in the
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Fig. 3. HPLC Chfomatograms and UV Spectra of Standard MAZ
Solution and Sample Solution

Fig. 4. HPLC Chromatograms and UV Spectra of Standard PP
and Sample Solution
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Fig. 5. Mass Spectra of Peaks at 23.4, 27.8 and 28.2 Minutes Obtained from Standard Solution and 23.8, 27.9

and 28.5 Minutes Sample Solution by LC/MS

(A) Standard MAZ (peak at 23.4 min), (B) Standard SIB (peak at 27.8 min), (C) Standard PP (peak at
28.2 min), (D) Sample (peak at 23.8 min), (E) Sample (peak at 27.9 min), (F) Sample (peak at 28.5 min)
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