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#  GC-MS/MS

1 [FL®IC

BRTTRSAFORFLZN L CEEEL S OREE
LTCWa2aiiB L, [FRRtT 52 L%, mTROAED
LR EWET D ECTEETHD.

JEAE B TR 3 4R LV I R - A A I
L Lic~w—2 >y bR Ty MEFRIZL 2 —HER
BHEZIT-> TS, ZOFEL, ML, FiY,
N, WEEROEEDKZ: ERMERERIGIZ, b
O U CEBICEIT 5 BESORELZ RO 5 kA
Thsd. ZOWEBRL BMEEECESSELRFO
PR RO EMEEORELCRE L &1T 5 BT, mERR
RS HIEBGFAE (ADD 72 £ & & bICHE RIS
—H &b,

BIATIZRBWTH YA 17 FEISRFHEICSE LT
BY, VK 19 4EE L BEO—FoMiEE ROV -#HE L
fToTET. £, BRTMAE ORI SEIEELREL,
R OFRAE T EZ W TR T ROBFE) b O BIKEIR
BEPFELTND. FRL 28 FEIE, Tk 26~28 FFICA

=
HEHT

FrcRti Sz BIEE R A =aF ) 4 RRERAIEZ
Fir, 24 BRIZOWTHEL I LD T, TO/BREE
WET 5.

B L2 EERICOWTIE, ZORMEOFEY— B
BN OADI % b LR OFG & 1T 72,

2 ERAE

2.1 HH
RERTTNOBEHHIEIZRBWC, TR 23~25 FFEE R
fdhE - HEMAE L7 ey r) | 25EBIRENR
frfh 167 ShH ZBEA Lz, B2 34 2 /& 5Ic >0 T,
WHEATON T WD IHETEICHE D THB 2TV Y, A
BEZ LT Ak 23~25 S [E RAERE - ek ila (bJui
Tuy ) | OEBREAICES HRA LY bl &
Ho—HERE L EREARRER LITRLT.



#1 —HERGEE ERARSLY

AR AR @ FeBEA R
1 344.7 BEXHL, b
2 162.64  /NEMEH, OAME, SV, VB
3 32.8 obE - HukBHE, BE
4 9.46 B - QIR NF—, =—H I
5 59.2 g, s, e, T
6 96.67 AR, T, FIECE
7 89.1 FRIEAE R, W2 —R
8 191.7 WA, Y, O, WEH
9 678.8 B, &, = —b—, IHEEECEK

10 71.1 SR CEREG, L&) , AP 85
11 126.85 @O, IRHY, B, B, ALVt

12 113.0 23, a—/ b, EEKE, F—X
13 89.0 FAGREE, FER

14 - SRTINY f—F—

SR 23~25 EEEE IR - REFEER (LM T ny /) —AERE
D

2.2 RAEZH
2.2.1 LC-MS/MS /4 ESE

HEHEE - 22 2 R EIRICHOWT, TEH ISV,
CITTTy, NIV T =), NaFURy IO 4
BRI, BARES: () , FoeMi3E T2 (#R) , Dr.Ehrenstorfer
GmbH HOKIEAESL ZFEFFL, T b T =1
UL THI 20mL IZER UK & Lz, ERESS o 7
BIICONWTIE, MMEETE () HoRAEERIK
PL2005 LC/MS MIX 4 x5 (% F%4y 20ug/mL 7+ k=
MU ERIR) ZRH Uiz, X C O 3% B EGR
B & =,

TR EFRER AR SRR - IERIRZIRG L, A%
/=T lpg/mL 785 KO IR, w8 EAR LR
L7z

0.5mol/L U > FEFEMIK : U v ERKFZ Y 7 A S527g
EOU Ul KFEDY T A 3028 #EOVED, KK
500mL (2% L, 1mol/L ¥ilg% H\ T pH % 7.0 [ZFH%E
L7, KEMZTIL & L.

C18FF/MEKAiEE T R U 7 L%f)@ (C18 FF/DRY) I =
T h V=Y A4 A (#) H InertSep
CISFF/DRY (1g3g) #H 6 U7 b=k U/ 10mL
TarsF4va=r 7 LTHEHRLE.

TI777 A NI—R T I Ty
B NFEE (GCNH,) 2 =hH T b P—x )P A TR

(k) % InertSep GC/NH,(1g/lg) ZH L LT & b=
UK=Y (3:1) IR I0mML T T v a =
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VI LTEA L.

Z OO IR EEH L.
2.2.2 GC-MS/MS n#rHHES

PRI : 3R 31”9 13 JRFEIT DT, MARE L3 (BK)
RIDIRAEHERE PL2005 GC/MS MIX 1~V (K5
20ug/mL 7 b= MU WEIK) EHEHLE. 7=/7h
VT IEREMBR R L O HER &, 20pug/mL L7 d LD
T M CTHIN LD OEFH L.

T AR ER AR R A TRIR « SRR A IRA L, 7
TR ROANFY Y (1:1) BT lpg/mL & 725 K5 &
B, BEARLFARLZ. 2, 4, 10, 13 BHLSA ORI
OVWTIFERT =F L7 ) a3—)1300 % 0.025%E 725 X
INTHIM L= b D (LLF PEG AEHAER L VD) &l
AL

0.5mol/L U > ERFEE# : LC-MS/MS Z3#7 i & [RIERIC
L7,

C18 FF/DRY 2 =% 7 A : LC-MS/MS & [FERICH L
7.

GC/NH, 2 =% 7 A& : LC-MS/MS & [RIFRIZfEH L7z,

RUTF LY a—L300 : ke mLiz.

Z OO R RFEABH A L.

Al

I

B

2.3 EEBERUVAESEH
2.3.1 LC-MS/MS
Wik o<~ 2757 Agilentth . 12602V — X
BESHE (MS/MS) : ABSCIEX#:H!  TQ5500
HEFREIIRIAKORSITR LTz,
2.3.2 GC-MS/MS
HAZ v~ 77 7'EE55HTE : Bruker Daltonicsth:
# scion TQ
WESMIE, £6 LUORT ITR-LT.

2.4 HERBABROFAR
241 1,2 3,5 12RU13%
LC/MS 12 & B EsRS o —F Bk T (BEd) 2 )

FONTGOMS I & % kG —FlBrik 1 (EED) ) |

(BAF, k) o (D88, SEROHSEOSE) 12
YU CHEM LT
2.4.2 4 10RU1E

WA S Y OIiEEBE I RBPIRR 2R U, 306H0 ¢

(4 BEIT 5g ) IZHRBEKI0 mLAMZ =%, n - ~F P25
mL & OIFH o fgfn 7= b=k UL50 mLEMZAREY
FTAXL, TEM=FINVEEZSBLAE L. EREDIC
AF AT = R UA20 mLEMNZFEREOBRIEETT
W, TR F= RUABESDETIO mLICER L. L
OEEIZONWTIE, 2.4.1 & B FIETIT- 72,



& TR BRI, 42, 2017

#2 AEXGREIE (LC-MS/MS)

R34, E7 Mg -2 S
TREZITIVR, AIF /TR, suFr=Ur, VITT7TY, % A 9

FTraSY R, FTAREYL, /2 vmy, JxroErFA— ],
INTx /) A

NI T — P 1
~aExTky S SR 1
#3 AAEXNREI (GC-MS/MS)
EEA F 7 ik =2 %
JOanlBEVEAAFIN, EXa=L7 k& K, B IFRAXATF), e LA 6
T ) THANT, ~TFFy, 77ar7=v
Jone7F K SR 1
ARI A buby, FXYIXN, DT af =, TTafY -, e E Al 6
TNVRT =), A=)
# 4 LC-MS/MS D&t
A=Al N
AR TN Waters #1:% Atlantis T3 C18  ( 2.1mm i.dx50 mm, 3.0pm)

H T LR 40°C

A% : 5 mmol/L Fffig7 =17 A
B Bifi: 7 h=FkUL

BEhR T 0.2 mL /min

0% B (0 min)—0% B (1 min)—90% B (20 min)—90% B(30 min)

R
77V bR —0% B (30.1 min)—0% B (40 min)

HEAE 5uL

H TR

(RYT 1 7WE) (RHT 4 7WE)
A F v A S V—EBE 5.500V - 4.500V
AF ) —RRE 650°C 650°C

£5 FREOEBSHFIOWESRME (LC-MS/MS)

No. I Ql(m/z) Q3(m/z) DP CE No. -2 Ql(m/z) Q3(m/z) DP CE
1 7®#I7FUF 223.1 126 76 31 7 Jnumy 493.0 1580 96 31
2 A 3IFzuFYE 2561 209 71 25 8§ TxrEmEiA—h 4223 366.1 81 25
3 suFr=vr 247.9 58 =55 -26 9 TJATx=/rATL 4870 1558  -65 -18
4 VI)TTITv 203.1 1292 51 19 10 FUTZFY— 1901 163.1 101 35
5 FrzurYLK 253.1 126 81 31 11 ~axihRy s 362.0 3161 71 27
6 FTAREILA 292.1 2111 71 21
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#£6 GC-MS/MS DAk

HAIa< NI 57

HEA PR EE 280°C

77 I TV e T ) ay—fH DB-SMS+DG
(0.25mm i.d X 30m, 0.25um)

BT LIRS 50°C(1min)—25°C/min—125°C—10°C/min—300°C(10min)— 10°C/min
—310°C(10min)
Xy ) T —H AHE ImL/min (VU o A)
FEAR uL (A7 » LX)
B R
A A AL E 50pA
A X AT —F El
A A PRI 225°C
AU B—T = — R 280°C

®7 FREOEBESHFOWESRM (GC-MS/MS)

No. JEIEA Ql(m/z) Q3(m/z) CE(eV) No. A Ql(m/z) Q3(m/z) CE(eV)

1 ZuACUARAFL 286 241 20 TaETF R 232 176 25
2 EUIKRAAFIL 290 125 220 9 ®-ArIsAbEEL 191 160 20
3 =IFF 173 99 -15 10 77ra7=vr 190 175 -10
4 TNLRT= 173 145 25 11 AFHTFI 163 132 20
5 AFm=) 269 119 -15 12 va=A7rxvk 176 131 -15
6 TTaFV—n 250 125 -15 13 7=/7 07 150 121 25
7 Vvx=safrs— 323 265 25

2.4.3 6, 7, 8RU9#

WENED [(2) BE, B, ~—7, BROKRy T O
B ITHEL THEME L=

2.4.4 143

Abt4g 27 F=hY20mL, 0.5mol/L V > EEkE
BE20mL K OMELT R U DA 10g ZMAxdRE 5 L.
LI DI DN TIE, 243 LRABEOHETIT- 2.

2.5 T YV RAFMBEBRBRDIAR

Bin il 2 LSRR U BRI O I 2 R T T
BrEL, MERERAEERESRRICERLZbOZ~
U 7 AIERER IR & LTz,

2.6 =

LC-MS/MS IZBWTIFHREREIK 5 L %, GC-MS/MS
WCBWCIRBRIAR 2 uL Z2FEAL, GoNi=s e~ b
T LD — 7 R DR ERREIC LD & RO
R, WEMROEREZET Lz, —H ORI oW TIE
<~V v 7 ARIMEREIR & VT2

3 HRRUEBER

3.1 FhnmEUELER
3.1.1 LGC-MS/MS

KHE 0.01 pg/g 725 K 91C 11 BIEOEREL IR
L, [EXaEER % 5E0E L7z,

ARG Z B L CRIE LZE 25, 6 BELISLORET
EUN D 70~120% OFIFAS & R DbEMRH Y, bt
HO~ Y v 7 ARA T ACICEEERITL TS EE
2oz, < MU v s RARIMERERE 2 AV CRlE
L7-. ZOFER, 1, 2, 5, 10, 11, 12 BV TEIY
Ol EATRO B, K RIEOFH AT 68.0~94.8%
Elpolz. WMEMGBROFERE L IR LIz, FBEIE
D E &R FEIE 0.01ppm & L7-.

B, TRTOREIIBNT, TRICXEEZE5 25 X
I IR RO E Y — 7 1TRD b o T,

3.1.2 GC-MS/MS
BHE 00lug/g & 72D X DT 13 BB & RN



L, MUGEABR%Z 506 L7-. PEG & HEMERIG A LT
MELZLEZ A, 2, 4, 10, 13FEHTBWNT, BILERD 70
~120% OHPASE R DIEMBH Y, 120% ZEx D
{LEMBRD BT, BB O~ MY v 7 28RIT X
HHLDLEEZONTD, EROBIZOWTC MY v
ARNIMEEEIR 2 AV CHIE Lz, 2 OfER, EBIED
BEEDRFRO B, FREIEOFHEIERIT 93.5~106.5% &
molz. WMEGRBROMBRIZONTE I IR L. %
IO EBRSYET 0.01ppm & L7z,

3.2 —HERERE

1~14 BEOREHZ OV T 24 BIKE W LIZFER, B
L7ZBEIZOWTEI0IRLEZ. TN IV T = ) )
A\ % 0.064 pglg, SFENOL XA =aF /A N R HA
ThHHY /)T T7I%20018pglg BH L. b, E&
TR ChHT=NTHOY )T 75y, raFr=y
VL8HEDT R I T R (A =aF /A RREBAD,
TNT 2 )7 A= RNRD LT,

Bl L7 BRo—AEREEZFH L, THKEE 50ke
ELEHADADI EHE LT 2 A, F10ITRLEZE
B Y xF ADI 1T 0.03% K& TN03% Thotz. 2D &h
5, AEFRE L-BEo— A BRE, Winbigetk
BEORWETH T EEZ B,

F 7o, BAGEE DS LT D IRARE RS &[RRI,
AR T > T BIERO—HOREL U R S hho
FEDND AR TH - T2 EIRICHOW T, BB TERD 20% O
RECHEENPEE L TV ERELT, SRMEOEE
EIREDND, BRI EOREOBRELHE L. =
OHEFEBE M LI E2Eo—HERES*AE L, xt ADI
AR LESAICB TS, LC-MS/MS 43 #TH H Tk
0.0002% (¥ /7 77) ~39% (m~axvryr) ,
GC-MS/MS 7T B T 0.0001% (=7 F4>) ~0.3%
(77 m7xvr) OHBTHIEWEEZ X bk,

3.3 HEREBROER

TP LIV T =) 7 A KON 8 B L
HU7eY 27700, ZRNEFREDORMLHERTH DD
I ERAT S TR EZ R 11 IR LIz, TREDIE D LAE)
LINT =) A0y, 8HDERIVNLY )T TT
CEBRH L. £, REHEI L OSHTILER FIRAE
WThoT-, THOE—< U ERNSHEDOX I VD
TEZITUNR, 8 HOKRBIOLAIFX /a7 K (X
F=aF ) A RRZEBAD) , T HOZwIOVNLY )T
75, SO U NLTILT ) 7 Au R L
7o 7ok, HxORBOEEFELEET Db DX k-
7.
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3.4 A ZOF/ A FREREIDREKR

AT, PRk 19 45 & 0 B o —FoHiEE v
TEEAT o TEY, ok 25 DRI, TR B
) OHERO—DLEZX BN TS XA =aF /A Kk
B BAID S HARNTTHNIFIRE e 6 FIHIZ W Tk L ¢
FAEE T C& o, ERERBEGRE) 1%, #IRICBEL
T 2000 FERE DECK T S TR Y, Bis A& T
PITHE LY, BEBGoIiFs A ERLTgEoshn s
ERHELILEERRONRL RV EGRONHRFCE R
HEVoBETHDY .

A =aF /4 NRZBANT, T, BHEROHEED
WL WESIC M ATHE €, EE R E dSH L CTENZB
BRENENH 0, KAl O HHE, K TR L AR O
IR, BBATHEIC SRR E R — A0 S OBRFI OB
FEOFIETHAIN TS, FIL, 134707 R
raFr=vy, V)T 77 RNTFT A AL,
AR OKRAEAEDTHT 28R <, M < <
DOLEHETIFEDITRV IV E VIR D, K
RO H A L BBRICEZERBIETH DY) .

6 O A =aF /A FRFEBA (TEXI TV K
AIFZIaFVR, raFr=Ur, VITTTY, F
Trua7Y R, FT A MEFL) OFK25~28 FEDOH
HERILZ £ 12 (BWEEE) KO 13 (B&fE) IR Lz
TEEITY REORY )T 7T 38 4 F TEERT
NI, 7aF 7= ROF T 7 a7l R,
—E bR S o o R &7 RO IR,
IVHERTH ~14 HETE T TH o722 &b 3, INHED [ Al
£ SN BN L RN & 5 L HEZER S
%.

HORE OGP ORR, BIENHRE I 18 AP
ISELNLTEXITY KXY/ T770, b LLIE
ZOMEPREENTEY, OBRELKELTLY &
BETHREENED, He0RMLOBERLBEBTS b
DX o7,

AREImETANEZRB LZAELEXSRE L TTh
n, BARLOZ TN EZFEME T DNREL0-o
728, F OFPFILERBMIL 2T TR ERNER TH - 2.
# 14 ICEE KO HERE S OFREM (EN) OFHEIEH
fr i PRk 25~27 1) %R Lz, £EEKOIUNNOH
MEIEY )T 7T BRKT, 7TEZI7U Ry BT
HolzDlizxt L, WFETIETF T A XY LKA I F
7 a7y RN EALE IR D888 vz, JUN &
METLHZEBENEY )T 77 ROT X ITY Rng
<HHEN, 4 IF4 277 RBILUEEEO KR D O
SN2 s, AR EALO B BT
—HTAHARHHEEZLND.
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4 FE®H B OB ECHEIIHIERNIC R > TEB Y, %
MBETIRMEMNGE L TREO—AEBIELHEREL T
RE 28 FEEEICAE I TN Z i@ T 2 B & xige & LT, BLZ L, TROBORERLEWET S L CEER
~—4 v "Ry MR LB EEO— B EBIERE ZEThHDHEEZEZLND.
ZERE LT, 24 JIROGHTORER, 2 FEORE S R
R L. ENENORIEORMBMEEZ b & I1c— B

wEENL, ~HERFAERE (ADl) L LZEZ A, S EE
xF ADIEE10.03% K 1R0.3% Th 24 ERE R VWE & KEEITHI2HT- 0, BN, 30T LS
Ezbhi-.

St LT < 72 SUNE U7 A ] i P e Ak R 22 i e A g
i, BAGERART, RonfERER, KRR
RO B OB RIEH N LES.

TR 25~28 4EFEIE,  TREREIBHIEGRE) OERO—o
LEZONTVEFA=aT ) A KREBAD S B, A
HICAHT ATHE AR 6 RIS S\ Tl LTl 27T o 7245
R, fHx O A BT 5 b OERD 1.

# 8 USHNEN B B L OVERIRA  (LC-MS/MS)
I % )

No. FH m \ VI oW KX X XI XI XN XV ¥
1 FuxIFY R 91.0 925 1064 875 753 1716 83.6 912
2 NS 25— 97.1 780 8.8 739 723 787 840 844
3 T ERED A— |k 716 603 812 655 70.1 740 903 7638
4 43I HxraFY R 79.7 8838 919 677 657 589 83.1 834
5 SV 682 789 109.6 537 648 60.5 753 711
6 FTIruFY R 908 965 1044 705 633 703 88.6  90.4
7 F7 ARE A 757 86.7 872 748 534 539 69.7 779
8 Jnm 718 93.0 950 748 625 66.5 84.1 846
9 PNt 789 849 845 667 720 694 787 795
10 172200 88.1 1013 : 89.0 450 900 86.1 925 923
11 raFr=vv 99.6  90.1 956 811 845 89.0 940  96.7

*THMDHLHO @A) TV P v 7 ARMEERR CEERZFF L, 70~120%OfHRNIcsE Sz bDzRd.
RMEDFIET N Y v 7 AURNEEHESIE CRINCR 2 5 LR 277

£ 9  WHINENGERERRE R (GC-MS/MS)

I (%)

No. HH 1 1 v \ VI VIl VI X X 1 X1 X XIV EY
1 S aLE Y KA AT 95.0 108.6 1082 893 935 1024 1163 763 106.8 89.1  94.0
2 YU IRRAFL 96.9 117.2 1142 893 970 1086 1172 857 117.0 86.6 973
3 ~SFH 105.4 124.5 1288 983 987 1274 126.1 951 1292 96.5  106.5
4 T RT = 100.2 117.0 1209 962 1066 993 117.6 1058  122.6 94.6 1042
5 ATa =) 97.8 126.2 1288 942 1115 1136 1180 98.8 1183 97.9 1055
6 FF gL 88.4 105.9 106.9 814 1045 986 1035 97.1 1117 852 957
7 DT ) afS 87.3 123.7 1165 880 981 1160 1162 99.8  126.1 81.1  100.6
8 FJaETF R 96.2 1112 130.6 888 101.6 130.1 122.4 925 1069 827  103.1
9 (B)-A R /A hbEy 1055 100.4 1202 994 963 1317 1133 96.0 1055 1020 1022
10 FFa T ey 94.8 733 999 915 103.8 1003 113.1 83.1 863 90.9  87.9
11 P NS ES 97.8 109.8 1104 947 1096 1097 1122 904 1104 100.8  99.7
12 FNn =T Ry R 98.0 100.6 1052 892 1040 986 1032 83.6  110.1 889 935

131.2 1344 995 109.7 1048 883 99.2 110.6 111.0  103.8

13 T ) THNT 101.1
*TOBLH0 (HE) 1E~ Yy 7 ARNEER CREIEZ R L, T0~120%cd#E SNz b D& RT.

EENT I N Y Y 7 ARSI IR 2 35 U 7o BF AR, ST O B BHIIPECE A R ERR IR ClI R & FH L 7.




# 10 MEEEEO— HERE
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e R EIE AR ADI %t ADI kb
{u]a] .
(2) (ug) ( mg/kg 1 H/day ) (%)
CI)FTT 8 191.7 34 0.22 0.03
TINT ) YA 7 89.1 5.7 0.037 0.3
"%t ADI HIZFRIRE A S0kg & L CHEI L7Z.
B MEOR R
e T HH R FEVEAE
B4 B4
(ng/g) (ppm)
7 B—y 0.06 1
TEXIFSUR
8 IV 0.19 2
AIF T YR 8 KAR 0.01 0.4
) 7 B—y 0.10 3
CI)FTI
8 ETwIHY 0.58 2
7 IFTONAE 0.51 10
INT )T AR
8 Sa=)) 0.02 10

K12 BREMEBORA=aF ) A FRBBFOMHRIL CFERk 25~28 FH)

H25

H28

[E2

IR (ug/g)

TEHITY KR

0.002

0.02

A a7 IR

()

raFy=Uv

ITTT

0.01

0.004

(=)

ava/a=

FT A b L

(—)
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#13 BREOXRA=aF /A FREBAORHRN CERK 25~28 4JE)

H25 H26 H27 H28
i 51 i o T g . R o T R o T
EK% ﬁuuﬁ ﬁuu ( Plg/g) ﬁuu% ( “g/g) ﬁuu% ( Hg/g) ﬁuu% ( ug/g)
VAT
0.009
(H#)
Y
6 =4 . 0.024
bbf 0900 (585)
DR 6,004
B®ILY 22— A
TEZITYFR
(ot o O ¢
5 He —<
0.690 0.06
(=) B— 0.048 (B E)
(ERE) '
X
8 0.19
(f&1m)
7 NESSES 0.006
o e €PN
PE A=Vl
8 AR 0.01
(€laii319)
HIh 0.074
¥ili o013 (REA)
(fl)) e 0.031
(e f) ’
r~hk
0.002
N, (REAR)
ST EONAE B— B—
7 0.087 0.001 0.1
(R IR5) (ERE) (BB )
LAE<L 0.001
(& f)
XY EX )
8 0.778 0.58
(fef) (1)
Tuyal—
7 7 0.007
FT A NP A (@)
BRAOT O NITEEMZRT.
F 14 VRE25~27 AR PR
BRI R (t T kL)
2 [E] 5 it REA BB KR B I Ry H R e
TEHITIUR 50.7 2.2 2.4 0.7 0.7 0.8 3.8 3.7 4.1
AIF a7 IR 65.3 1.2 2.0 1.3 0.6 04 2.8 0.9 9.5
raFrT= 72.9 0.7 1.7 2.3 0.2 1.1 3.2 3.1 6.6
I)TITT 166.9 4.7 6.9 3.6 1.3 3.7 29 4.7 7.7
FTrarYR 13.5 0.5 03 0.4 0.05 0.3 2.4 2.0 0.02
FT ARFH A 48.4 0.6 1.1 0.6 0.3 0.5 14 09 10.1
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