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1 BfR. Determination of pyrrolizidine alkaloids(PA) in honey by SPE-LC-MS/MS Method
Protocol (BfR-PA-Honey-1.0/2013)
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<« 0.05 mol/mLHit A # 30 mL#sN
—— L T3055WEE 2
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X1 FEHHORRFIE
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LC-MS/MS D&t 3 2 Kol OBEH &5a £ 3 177,

&2 LC-MS/MS DHEEMH
rErE Acquity UPLC (Waters)
h3 L InertSustainC18 (GL Sciences)
HhoLRE 40°C
EE L BEIH A 315 mg DXEET E=7 L% 5mL OKTEML, 1 mL
DX ERNE, KTILIZERLZHOD
BEMH B: 315 mg OXMET > E=7 L% 5mL O/KTEML. 1 mL
DXWBERME, AX /) —VTILIZERLEZHO
VAR = s
(min) A (%) B (%)
0 95 5
0.5 95 5
6.5 50 50
0.5 20 80
0.1 0 100
1.4 0 100
IR 0.3 mL/min
MS/MS A F oAk EST IEA A vE— K
o uFER 3 pA




A F PRIREE © 150°C
7'r—7IRE : 500°C

a— AV
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%3 50 L/h
%5 1000 L/h

al) g HAFRE : 7422 0.2 mL/min
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DHTFE . fAY DHTFE . A
174> (miz) 174> (miz)
(m/z) (m/z)
A H—AT 4 300 138 /) rmarY v 342 137
N 300 156 e 342 118
cxsUL 398 120 RN 314 138
398 220 314 156
N 336 138 ~U AU % 330 138
xR =
336 120 ZEtY) 330 172
,E ‘\ N = [za=d
I A= 352 118 S B 412 120
R 352 136 412 336
. 7 3 e
T 334 120 Z 428 254
334 138 ERZBW 428 136
R T4 U
F 74 350 118 Joa s 300 156
ERBY 350 136 300 138
NV I N 366 150 PN =% 352 120
366 168 352 138
e . 354 120 L hely % 368 118
FVarx3
354 222 H{b 368 136
F)ruarl) 326 120
326 237
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1 ng/mL O&SHREOERERIEZEA L, SIN=3 ([T Y T 2R E 2 MRS (LOD) |
SIN=10 ([ZHHY T 2R E A ERRK (LOQ) & L7z, AEZIT- =& LOD kWY
LOQ ##&K 4 1ZRT,

*x4 FEZFITo-7HED LOD RV LOQ

HTiE LOD (ug/kg) | LOQ (pg/kg)
AVHE—=RAT 4~ 0.06 0.17
TxFIVV 0.03 0.09
e SV 0.12 0.40
TR = BRI 0.08 0.26
x4 U 0.08 0.26
TRV T 4 U BB 0.11 0.35
NIV 0.03 0.09
FyaFzxly 0.19 0.61
S/ = I 0.15 0.50
/7y ) CERBIEY 0.10 0.33
~UF Y v 0.03 0.08
AU A R U EERIEY 0.08 0.24
TUAINE 0.02 0.06
S F N L BERRI 0.03 0.08
yarzyIv 0.04 0.14
PN = A% 0.10 0.32
L by o EZERBRIE 0.07 0.23
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2.4.6. FHNOEIYRLER
KM% 0.3 pglkg, LOQ KN 5 uglkg ORMEE CEALN 3TN L, T
[ K OV TR XIE#ER 22 (RSDr) %R &7z, &0 WO EHTMEII R 83%~
115%D#HIPHTH Y | FARTZ DHPHTH 7,
B o M FE D R ENENN R & Y RSDr &% 5 127,

%5 EHHEOFHFMEIRE

IR E
0.3 ug/kg LOQ 5 ug/kg
iR A A A

i | RS0 mmE | | maE | RS

(%) (%) (%)
AB—=RAT 4 89 14 83 3.6 114 4.0
Tx IV 107 6.2 98 3.8 100 2.9
s S 108 3.7 102 6.1 111 1.2
R A = BRI 92 3.1 104 4.1 91 5.4
gt SR AP I 89 7.8 89 7.8 106 5.1
gl AP INE - E N 7] 85 9.9 86 5.7 83 4.2
UL F 102 4.6 107 2.1 98 3.7
FUaFzxyv 110 6.1 102 11 112 4.4
T/ 7aH Y 98 9.9 107 4.9 106 9.7
R/ A= RINE-E S ()] 96 9.9 95 4.1 96 5.8
~NYF Y v 101 8.4 87 6.7 108 1.9
~NU AR CERBREY) 92 10 94 6.3 108 2.2
FUFHNE 108 2.1 97 5.9 100 4.1
F U F IV AR 107 3.3 105 3.5 94 1.5
UyazIv 95 5.2 86 2.3 115 4.6
vhaiyr 108 9.9 91 4.6 110 1.1
ER N =TI -E S 2] 92 7.8 93 4.1 94 5.1
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SIMTRE L 2 TR OWINRE (LOQ X TN 5 pglkg) OREYMER % & & H Ui
L. F—3lBo# 0 I URERER (n=7) Z, 27225 3 HTHH LEFOHE L, 5iRE
(CRUT D ENHIUEEERZ (RSDI) Z5HHH L7z,

FOHRED RSDLIZWNT IS 2000 FTH Y, FFATE DHIPATH 72,

S3WTfE 2 & o RSDi &% 6 1R

x6 HOMEBOENBEFBE

43158 RINEE RSDi RINEE RSDi
(ng/kg) (%) (ng/kg) (%)
AVE—RAT 4 0.2 13 5 8.3
TxFIVV 0.1 11 5 5.4
TR A= 0.4 9.6 5 7.0
gl S = E S 7] 0.3 8.9 5 12
R T4 U 0.3 14 5 5.8
TR T 4 U UERBEY 0.4 12 5 10
o F X 0.1 6.5 5 4.9
c)asFzxlyv 0.7 15 5 5.9
®/7aBy v 0.5 5.3 5 12
E7uak ) oERBIY 0.4 6.0 5 8.7
~NUARY 0.1 17 5 6.8
~U A bV R 0.3 8.5 5 7.1
FLF I 0.1 11 5 5.4
VA N N 4 0.1 4.5 5 7.4
VyarHIv 0.2 15 5 10
L hayw 0.4 9.5 5 10
PR =W RIS 3 (A7) 0.3 12 5 11
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3. DHOFER
17 o) T AnA REEZENENVERL, ZORFHEELZIZDLAOD
Bro oY 7Tahaa NERELE Lz, 7272 L. Lower bound (LB) 1. LOQ i
DOSMFEDEEZ 0L LTRER ) DU T v ha A REE%Z#HH Upper Bound (UB)
i%. LOD KD dR % LOD & [EfE, LOD UL E LOQ KD HtrfEz LOQ &
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IXHHOD 1T HIEOKRE R ) PV T v haA REOOHTFERZFR 712, fxtEE
iz 212/ LT,
HEEZTSTITHHODIFEALITBNT, )y TralnA NEITEER
FAHENENLL TOREDER Th o7z,
SBEIOFEREROPRAE (4.2 pgkg) (X, FAEFZLELTWDLIER VU TR
A RN/ D70, BHMIZHEBIZTE RN OO, RN THIRSN TV AIEHA DD E
n ) OV aA REREORER K2 AR 1,116 &, 8 28 pgkg) &tk
i LT RIEICEVMETH - 72,

2 EFSA. Scientific Opinion on Pyrrolizidine alkaloids in food and feed (EFSA Journal
2011;9(11): 2406)



x7 FuHO2FOHBERYOOUTILADA FE (17785 O&aF

cewrw  LOQ XKifh EHE h R {E mAME
DHTE Bk S| -
DEE (1g/kg) (bg/kg)  (ng/kg)

j LB 8.0 0.0 444

AN INZ 0,
2ARDEEF 240 55% UB 191 49 446
e 94 179 LB 4.6 1.2 32
I RO UB 8.5 5.1 36
TRULAD  WE 6 0% LB 89 41 313
ot UB 93 44 317
o 20 13% LB 292 2.0 313
UB 25 5.6 317
LB 1.9 0.0 48

2 0
60 5% UB 6.0 4.2 59
IR0 N I . LB 4.4 0.5 39
B I 30 30% UB 8.4 4.4 42
) LB 2.8 0.0 48

PA=: 0,
ARt 90 60% UB 6.8 4.2 52
LB 6.2 0.0 444

E| 0
[ 90 69% UB 10 4.2 446
- i LB 16 0.3 210

R N S 0,
[ERi&:3 WS\ PE 30 37% UB 50 id 914
j LB 8.6 0.0 444

PA=S 0,
et 120 81% UB 13 4.2 446
LB 20 12 267

1+ 0
EU 1,116 8% UB 36 28 278
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ARISEHE L= EEFHECIX, ENTIREINTWDIEbAa>Hokenr ) vV 7L
oA NE Q7T HEEOAF) OBREIL, 2L AN L0Q i L0Q Kt Tho7-, —
HOIXHLAOTIX RE R ) PP T v huA REOREENKINOFEREFAEICBIT DK
B (278 pglkg) LV HLEWLDONRH T, ZOH, SRIOEREHEICE TSk
SULT AT OA NEOREKE (446 pglkg) %R LIZIZbHRODOHREIER LI-54 0k
HHEHE A2 PRICHEE LT (E8),

£8 FOYTLIDUTILAOA FEOEEROIERNRSE

HE=Z(9/B) A E Enyoorrmibhod
gy  hRfED 99.7 /\—+ ! FEDOHEROERE
1/2 R A IET (k) (Mg/kg AE/R)
S 1T 6.6" — 32.7 55.4* 0.263
[ (17j 55J; 0.0062
6.6 1.95 — 55.4 0.016
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O I ORE 0B RE

RN & i 22 (EFSA) 1%, 800~1,700 pg/kg hE/ R n Y P07 alnaA
NEE OB A 2 e T 7= RIS ERIRPAZEME R . (PR E O —F) A UTIERIN H 5
ZEEHREZLTWVWS, ZiUE, #mE STV AIERD O i HIEWEBIETH 5,

AEIOFHH O OEREOHEE TiL, ER— A —HIZEIT 208 - HiREEBO
EIEHRREIZE LW 83 g 2T XTI bLoNnLEBRLEEEOER Y PV T Lo
A FEOHEER DEREIX 0.263 ngkg KE/H THH-7-, Zid, EFSA oAz W
THREENE L & SNDHEBIEWVHARTH 5 800 pg/kg R HE/H 0 0.033%FLFE 121 X4,
EbEWEERHMEINZIEZLAOE REICAND LIE L THIREICEREREL S
AREMEIIRVNE B 2 B D,

O MO DERE

FAO/WHO A FEMEINYEFE A4S (JECFA) X, Enl) Yoo 7oA RED
U A7 G 2 5 L, R OEMRERICE SN TU T U 4 > BMDL1¢4% 182 ng/kg 1K
H/HERELTWND,

BEIKEPHEE LR oK DERETH D 0.016 pgkeg RE/HIZ, ER—AN—H
IR D08 - HIREHEDO -2 I b AOLERT D L MREL TE Y | EEOE
BELVbLBERKREEZLND, ZOHEME JECFA 2358 E L7z BMDLio 2> SR L7z
#ZEi~— 2 (MOE) 1311000 Th o7z, Fio, 1B HOOVEEHEEEFEH L2856
S, v ) VT a A REOHEER DEREX 0.0062 ng/kg KE/H TH Y . MOE
1% 29000 TH - 7=,

JECFA TlE, —#ic, BEFENH D2WEIZ SV TIE BMDLyo & Okl MOE 23
72 10000 i T D & AR R & Ik 9~ 5 L ENEN E < . MOE 73 10000 LA ETHi
(XU R EEREE 2 R 2B IR EE X BTV 5,

UbEDZEns, 3bAOHKOE 0 Y PV T A REOEER OBEREN D
B L7 MOE 1310000 LV K& <, @Y A7 NEBETELRETHDL EE XD,

S DOEE
EOAETHHREN TWAIZbADICBITAE R ) PV T b Af REOGHEEIL,
bt FOREEICEREAL 52 5 A7 |ITEHTEX L LUV TH Y | Bl T B O

8 JEAEGHEE . Rk 27 AEFEE R - R

4 BMDLio X, HITOEEH Y 27 TR B O CEEFMTHOL O TV A IEE T, Biikbnss
WD HEFFEMNI R HE-MNET AN OHEE Lz, BHO 10% A EERANAEC D REERH 5
gD 95 R—t v MEE T IREA T,
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http!//www.mhlw.go.jp/stf/seisakunitsuite/bunya/0000161461.html
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