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28 & — AR (citrinin) 7T e 2 B 0 T

BAG Y o KRBT RIAT B IBAREE

CARM R T AT AR ey R T 2 4 - Al
A ANFEHEE - BATHATEESZAFRHA
@270°Chm g o 4 VA5 2048 & AT (HPLC) #5 BL 4 St i

HE MR EE > LSRR PARBE AR ik o 5 53R e0.05~10 ppmZ A% F

PRI S ) F RS E T LA

AL AR BN R BRI S KRR 0 B R A

82.5~111.9% % M] » 2ZHx5kR 75 ik X A th IR & %50 ppb © FIJA £l I ik o 41 7 & & w481 - A
H16teA M E - AARERCRIATERATEREREZSF -

RAEER | M - R - SRRMEERE

il

Al

i B A 2 KL AR A B 7 L A e A
% HAATEEEE 2 #E 3% — W (Citrinin)
PTG REE R E R - BB Ry PenicilliumBF1
Aspergillus/BWE T EL 2 —MARBEY - 5T
B C,H,,0, 0 93 F8250.25 » RSN E—Frx
AYAT TR Bl - 28 SRR 53 By
P HEAT" - Larsen (1928)38 5245 A 8 B 67

OH
HOOC

0o CH,
CH,
B— - iBERzLEEER

B ERERE AT S5 [ REW - HBRZ
PREFBRFIE » WAE LA SR HE e R &
EHEET T EEER  TELBREESR
(Ochratoxin) MIf& % - EEZR T LAIREA B
ZENEREY - WEFE R TR 19314EH Penicillium
citrinumB FIA T HEHZRD o {EEVT SRR
P. Viridicatum/& iz = B ARG IR G Jo/ N A
RS~ 2 2R Ok BRERY KBS
HIER - EMEREEERGER - TrEERZL ER
TR - HYNEREE A B % (penicillic acid) °
T2 IEEE G R EE K N H
2 BB REEY  HMn s EaEES A
1 FR© ~ RELKEROE I TR RN & -
TS R AR B T R R S YL 1B I 2 B R B B
T 19994 1] B B2 & Monica S5 /317 T 65 12 FE #1480
K 2 IGHENE EL1E0.2~17.1 ppm®™ ° F
R HE R R ERAL - EREEEY
'& (nephrotoxic component)® 20044 1 1l &
HigiomEs [z REEREEBEMS - gk
TR T o JFORH ) A 8 32 B o 8 3 2 75 S PT RE L
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EBURI LR - A~ FHHZSEEE I EGEES
B AOKEAY T 1% B R B RS (endemic Balkan
nephropathy) ~ F&HYE R ~ F-HIRRERIE ~ 2U5H
Fe MR 2« 8 [120~80 umol/kg (5~20 mg)
HAE B R IR 5 22 2 R A - &S S U E s
iR~ IRR Sl R AL AS Rk AS HY 1 ) < 1T DAE fie
EHF20~160 pmol/kg (5~40 mg)HIHEEZE A HI
BREERN - fE8RE S &R0 & A ek 5 52
BB =20 pmol/kg 0 bR T & A g H- 3 5
Gh o R HI TR - MERK - ERERHEE
[ - B EE 540 pmol/kg HII €y 5 [ LB i
EHEE - ALEM/NE (distal tubules)HY 221 B
(vacuolation) * #THHi/[N& (proximal tulube)ff iEZHE
FIRE LD « RETFFCIE G EER A B R
T (teratogenicity) @ &I G EE R EEICAGES -
35 ECHE IR G B T A0 i T ~ Bl 2 B TE ~ HRER Y
TR AR S 06 e SESE T h 5 1) A TR S - 2
FEHRA R - IS - FENR T 2 FHEULE E
(LD, {E)53 Bl 57 ~ 95K2134 mg/kg™
eI AR Sy - R EER R BRAR A 2
&Y - BERUFEENILEHEE - T DIFER
TLC » HPLCHETEET 7 BER - Bl & E b
H o BT 3BT e R AR 1T A ] o A 1T R R Y 4
{F b - EEDIRARAEZERL - SORR EH B8 Y22
WA 74 acetonitrile  chloroform  ethylacetate
methanolZ » DL AKCI » HCI » H,SO, %
FHBC R FEFO B DL BRVATR » BRAIHE S - R
F B AR R R AR ol T ZE A - A D
43 » TLCRERE % i AN [F] thflethylacetate
methanol * chloroform M toluene® * iR A —7E Lk
IR - FeBHRAC & & B A] oI E T
BRI o HPLCHYWR BB IC ISR YR - Fid
G AN[A Fbflmethanol  acetonitrile  isopropanol £
RAETTHRVE - L REC & A] RO Es BN A B R
ST - DU B TR
EER R &R - HARAEE LR
TN R 8 3 R A R R & 0 B P Y R %8 1
F# o Hig#HE & &0 EKR0.2 ppm® o ARG
FEAE R DI (AR E F ] E R IR SRR B
W hEZ2%E - HEFBISTFI2ZH4IHEZRT

5098046264758 52 T B AR B RIREE
e HrP G IR & AL R B2 32 5200 ppblh
o R AL A S5 ppm AT - 5 FHRLAR JFUR S
A2 Bt Fy2 ppmPA T o

IR RS S AR B Tk B M - AR T
[ FATEAER B PR 2 R ER - RIS
TEREH 2% -

MRS
— - REETR

ARG E T R4 E i S - RIS RLEE
FLHE151F ~ RLBSERERMF ~ ALEORHES M ~ KLAREH
HZEESIF ~ RLERERD /2 JET (R BRI A8 1
R984E5~7 HiEH At S » #Ers « &l
JE i b R EEEE - HAh 0 SHIR98ME8~10 A I
EARBHITHEDIMETE - 26055038 15
S e A B R R -

s MR B

R 2R R PRSI A T . R
PR A -

()R E AR
1. A& 10mL -~ 20mLK&IL -

2. BYIERE I ¢ 30 mL » PP B I ES -

3. UM ¢ BE€47 mm » £L7€0.22 pm * Nylon

Ma -
4. $HEEIE S (Syringe filter) © ELf€13 mm »
JEMEFL€0.22 um * Nylonff'H -

EREEEA R 2 Fisd
ZREEKPAL 2 1 (viv)Z EEBRE AR Lk » B
IIAER mL - RE5% - DUEEEE
HEPERZ ENFRTATR -

(e HE VS W 2 B B« EUAG T 3% S TR R AR M o
(FEESigma/ HHE)KIS mg > FEHERE »
AR ES VA R0 22 210 mL{E R e R -
R TRGETE o 57 A IR U YR [ DL R B A R
0.05~20 pg/mL > E/EIEHEATR -

=~ &R
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(VR AT E A SR WatersA 5] 838 2
Atlantis T3E (5 um » A#%€4.6 mm X 25
cm) °©

CERor AT E © H A Hitachi/d &) 8E 2
L-2130EH  L-24858 Y HI#8 & L-2200H
i B gy o BUE s A DAEZChrom Elite
T 1 oo BRI R P AT -

E)hei iR & 28 (Vortex mixer) ©

() 7K 5 (Water bath) : JHZ=#E +1°CLARNFE »

(B 1#¥E(Grinder) °

s Rz SRS

TRk s AR S - Hihs g RS E R A
% - K1 g FEHEREE - BERIER ST
IR EE20 mL (V) @ #REIEEE - fEmES 159
# 0 BR70°CAKRIMA3058# - RER FEFES
Al o FEhEEE G 158 - AT E R EE R 0 HY
R ERRR -

h - tRERZHE

T B ST HE IR ] mLIRIIRZE Ffeiel ¢
Wi T MR R SRR - BT
ST SRR A AT E » R R I8 Mg T A
LA 2 e TR IR B E R AR -

R RO AT E R

JEHEFE © Atlantis T3 * 5 um * N1€4.6 mm

X 25c¢cm °
R A ¢ SR 330 nm 0 FEHT 500
nm °

BEIEAT : k= O ST AT -
BT ¢ 1.0 mL/min
N RSB E S ERITE
Kt UM B AME VA% 20 wL » X RITFEA
BRGSO AT E
(B T RRRE AT » Shhe i EELRE s ¥ F 15 e
RIS R E T o WK TS E R
BB & B (ppb)
ﬁ%¢%@%§imm=cﬁv

C ' Mg &R RISl T EER ZIRE (ng/
mL)

V 1 A TLZ B2 (mL)

M = B ie < EE ()

T~ [

BRI ET SRR 2E
R SRS 53 51550.05 ~ 0.2 ~ 15210 ppm ©
LM T T s iR B B RO
S WEIRERRDIRIIEE » FLI100%
B R [E R « SAERI R 53 B -

N\ ~ 7758 BIERR (Method Detection Limit ;
MDL)

A R R P 2 A R AR R VRS I ZE A 5 1
Rz =aE AN - EUPP B T R
B BRIl DS e R AT A F
a5 .Z IR (signa) FHESFEE (noise) FLIE AR
1078 .2 fe/ IMEHEE T IR 5 T3 iR A AR -

FEREET AR
—  ARERTIIAZ RS

ARITEL R EEZE AU 8 - £870°C gk - 14
DA 80 I T 8 (HPLC) 4 it 6 i HH 2 I
#E - RIS B EEE T -
53 HIRIN0.05~10 ppm 2 i i 32 12 % 5L A KL AR B
e KLEK -~ RLEEBHNZ ~ AR /2R B AL
LR JEME o BB EICENA82.5~111.9% 2[4 -
T HA PR & R50 ppb ©

Ik R R SERE R
T AR ERME S B BB HE - y = 28199 x —
23392 » R*{E£0.9997 ; fLEEK @y = 27073 x +
23539 » R¥E£50.999 ; FLEBEHEZ : y = 26709 x +
6238.1 * RME A1 ; ALERE/Z8F + y = 24701 x
— 24029 » R*(E0.9999 ; #LEBTH : y = 29666 x —
29387 » RE£50.9998 o 1% {32 A KL A K JEH K 4158
B i B E AR o LB E R AL
B 22 e TR IR RS B R AR YE A5 ppmiZ &
AR T AT A = Pl A 3R 2 R e Vi R
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(A)

16000000

14000000 [ y=27073x +23539
R*=0.999
12000000 [

10000000

8000000 [

Peak area

6000000

4000000

2000000

0
0 100 200 300 400 500 600

Concentration (ng/mL)

B

16000000

y =28199x - 23392
14000000 [ R2=0.9997

12000000
10000000 [

8000000 |

Peak area

6000000

4000000

2000000

0
0 100 200 300 400 500 600
Concentration (ng/mL)

B — - &= (A) { 2K (B) HIBRBRMALZIE

i
M#T R 10.350 8% - P BAR - /275 S RE H e %e -
SEERE -
HHER B 2 EWCRINE - 4 BT I10.05~10

ppm.Z I B A AT E L AR AR B 2 LBk -~ AL
¥t ez « ALRRE D /2 AL E 5 R
B R 5 B R AL AB B #€90.9~108.2% ~ FLEEK
83.3~93.7% ~ L ABEIEZ96.3~111.9% ~ FLEREN /28
F82.5~97.3% ~ #L58i19100.0~105.2% °

iR bt - ARG ZATREEEIOE - R
TR BAT - AR E B R e 2 EICRE £E
WA TR E T R AE T E A -

ZhEABBE - AIEEE - ATEK AT
HEREZ ~ AL A KA A
BREEFAEHER

citrinin

MMMMM

citrinin

T T T T T T T
0.0 25 50 75 10.0 125 15.0 175 20.0
MMMMM

Bl = - ZEE1%EE ((A) #IZ8K ~ (B) AIERB R ) PIANMNE
BRIZLEE, 5 ppm Z SHRAEETE

R98E5~7TH HEILHiEH T - s~ &

BE ~ sl i K38 B i B AT Rl 48 i -
FERLAR IR B4 1511 ~ ALABSE 21 ~ ALEBKIHS

F ~ KLERETRZAES M ~ KLBREN /28 Fr a7 BB
W E - MaBaAl ANz — PR » fESFEAL IR
BER o DURLER 275 BB T i B B » SEFALEEK
e 2 8ie HiGEE - 587 1R2.7~40.0 ppmZ
fid - S 10.0 ppmE £ o 1SEHAIERIE R s
w7 S B - Ehefh & & EA2.0 ppm -
B—E5£15.2 ppm o FLEK SIS AR RE R RS 1S
HH G 32 2 v 0O o AT ] 20 el Y R ] F i
ESVISAR I AR AN S ATE I AN CRE U
R8T REFRIRNE So & S (E R IR A
EALEE » TEALREKEELAT R B 2 b = 22k 43 Bl RS
FLEE o L RGRE 2 BEBEAE R - 48 feliE P16
fF - MHER33.3% » #iH0.1~2.0 ppmEH 74 - &
H12.0~10.0 ppm#EH 34 > #:(H10.0 ppmPh EFEH6
-



FZHTH - BEERFTERE - FE [ TRIERES ] www.angle.com.tw
113
THESHE R EEE S ERE
F— » TEALEE S FPIFEEE citrinin) iRERAS R
gz bll T fbafd R (ppm)
fFRL PR 0.1~2.0 2.0~10.0 >10.0
bl il 2 15 8 6 - 1
FLERSE 2 1 1 — -
QEEES 8 - - 3 >
AW Sl 8 8 — - _
KLERE ~ B R 7 7 - — -
R 8 8 - - —
fEEtT 48 32 (66.7%) 7 (14.6%) 3(6.2%) 6 (12.5%)

FARRER TR BRI F550 ppb

150 150

citrinin

2097

1004

2823

» MK RSP ia B 3.2 ppm 2 EXUARMEE
&

= BOWMEREE

4B R 984E8 H 5 H 7 SCAR 7S Bl A E iy iy
JF o R HEIR ST R i R A AL 0 %
Klatehs - DEHERE R ARG 2% - A5
fA8~10 ARG E 2614 fa i - 2k RO FH AL %R
Ko ARIRZ By R BR R -

DA Bt B 07 o 26 e il - SR H9
i e R GBS - 5 &2 L 7 b e H A
% S EMR0.4~30.5 ppm 2 - fHEREE
65.4%(F ") » B RMEZ BEME - #HAEFISF12
H4H®EEFH098046264757 52 T ARMME
HaERREEE ) - AR BEERE
Fo5 ppm Ak Bis SR TR S HHRL A K A S R S PR
AU > RNEMREE30.8% @ Tra & B a0
[REfEHEefE 2% » HEFETE -

citrinin

/

8

3

sssss

EtrE

O

T - B A B AR S AR R 2 i sk
% » H g B 2 BEHE — BEET M
REEIFE - AR EEZEIUREE - £870°CHN
Btk - LS SRR T B (HPLC) #E Bl & i Hi
ENEEE > ErElEs T REE s
Ea ik o KA EE - RLEK ~ RLEEEEZ -« FLAEE
¥ 128 Fr B AT R S5 25 HE i e 2 A VB S s B e R
Tr882.5~111.9% .2 [ » fala ik 2 i IR &R
50 ppb ° FIFH PRI Z 558 715 i B & 548
o e S EMEE - &= & E40.0 ppm
Hrp N DAL TR BV R E - B aAE
TR - TR26th i A ARk - B
EE T R AR EEE - & 1100.4~30.5 ppm
I R EE65.4% - RFEIAE RE R
DR tE] E B R E R B N S ko 2
%o
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xR AOMERTZBEER
B wmem  aon wmom Boek
1 i) FEEfE  98.08.06 16.5
2 FLERK FEEHE  98.08.06 22.0
3 FLERK FEEME  98.08.06 29.5
4 HL%H APt 98.08.06 2.9
5 EURALEERD O AREEEE 98.08.17 2.8
6 MR | It 98.08.17 9.9
7 irEe ARl I 98.08.17 1.6
8 JARZP'S FREACRE  98.08.19 2.1
9 RLEA HIEfHE  98.08.21 10.1
10 HLEA FREARE  98.08.21 15.7
11 HLEA HREEME  98.09.04 3.9
12 HLAERY EFE  98.09.04 ND
13 R FREARE  98.09.04 30.5
14 RLER HA  98.09.07 ND
15 FIECREERG BBl 98.09.15 13
16 KRRk FEEHE 98.09.16 0.4
17 ALEBEEENY)  REEHE 98.09.17 ND
18 HLEAK T/HE  98.09.17 3.2
19 HLEK TH 98.09.17 8.1
20 HLEK FEIAEET 98.09.30 ND
21 FLER FHEARE  98.10.05 ND
22 ALBIFEEUG R HHEIRREE  98.10.05 ND
23 RLER KPRt 98.10.06 ND
24 W% FEARE  98.10.16 3.9
25 %4 FHEIARE  98.10.16 ND
26 % FHEARE  98.10.16 ND
TND , Frfhg
2E B

2001 ° FLEE B 75 2 -
PEFE R L, o BT

1. JCHr ~ BT -
Citrinin © 307-313H - H&{E

e 5 R f:ﬂt °
EEE I 1970 FLE BEMEEETER -
81-85H - R #HZ:REE - B Mt - 5t -
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Survey on Citrinin in Commercial Monascus Products

CHIA-DING LIAO, PO-CHUAN LIN, HSU-YANG LIN, LIH-CHING CHIUEH
AND DANIEL YANG-CHIH SHIH

Divison of Research and Analysis

ABSTRACT

More and more people are taking Monascus products so that we need to pay attention to the citrinin
contamination. The determination of citrinin in Monascus products was performed by high performance liquid
chromatography (HPLC) with fluorescence detector for quantification. Citrinin was extracted with methanol and
heated at 70°C. Average recoveries of citrinin from various Monascus samples spiked at levels of 0.05 to 10 ppm
ranged from 82.5 to 111.9%. The quantification limit of citrinin was 50 ppb. A survey of citrinin in commercial
Monascus products in Taiwan was conducted in 2009. Citrinin contamination was found in 16 samples among

48 Monascus products.

Key words: Monascus, citrinin, high performance liquid chromatography



