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1 #FEER

TZUAT IR (AA) 1E. BdhE EITEKS FIZEWT 120°CLL ETIEA L 72 BRIC
T BO—FETH DT AT X ERuTHENMEFRIG L, BRETIZERT D
TEDHBNTWD, AA L, MRk EME & OB 325k COBIREIER S AN S S
TS Z b, izl U TRHM AA 2B LT 52 & T hORBICEZEL
FIETZENBEIND, 2072, B O AA 2 TE H[R VKT 5 72 O BGHA
WEFRRICED TV D,

AAFIEA (7 Z3Z % 2ok IREOERWIEEIOMH O aett 2 i+ 5 £ T
1. AA RIBRARIREE 2D LENH Y | ZOEDITIEOIERRAIR TH D, LA
NE, BT, BHEPOWERET AT X OHEICE L, 24 MEDN R S -
R FIEE LT, ECHERTEL DTV, 22T, BEEOEWIITE T 2
FaVEERR LT, BMBEEEFEENHBHICSRTELLIICT L ENEETH D,

AWFFE T, OHPLC-UV XX LC-MS(UMS) % fvy, EERAL 20 mg/kg DL T % i
g BB OWEET AT X ORHET T b a v ERET D, B, HfiET n
P VT RMEEREFICLE > TONIRT N0 LR 5T 5H, 72, OFRFEL
Te BT DWW T —FRBR =R & 2 2 Y MR M O HGABRE ToORBRER 2B 5 %
MR A S0 L, BAR L2 HIEN, 2 —F v 7 AZK B 4203 Principles for the
Establishment of Codex methods of Analysis” CiE & 2 /oATiEDPEREHERE (LIF [22—
Ty I ARBRNED DR AW T2 BT D,

2 MRENE
(1) WroeifE
1) HERE 1 : HPLC-UV IZ X 2 BT OUHET 237 3 L DoriEB %
R E 20 mg/kg DUF & 3§ 2 0HEOBR &7,
CONRRE 1 NERS OB ERE O T AT XU EER LTV HRENK
ONERET A8 X 0 O EE AR T RS O3B 4 FIVWT, ALK
U FOVEREIC X DA A R 5,
N2 TANRTGXOT R VK EX Ty NI T e T A REIZK
DIZFHER L 21TV, C18 1 T A& W= Bt Stk 2 Mistd 5,
N3 METHIUL, A A — Yy PEO BRI 2 TV TRTL
LA Do

2) HEREZ : LO-MSUMS)IC J 5 P 7 2 /37 %2 DT
RIS A 20 mefkg LT &5 B DHHEOBIFA4T .
/N1 2 HPLO-UV 35 & AR /NSO 5 0 LB R I DO 7 A /S5 3
B AT LTV % BB ORBEHET % /<5 %8 1 O FE AL SR 35 00
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AEHE T, AVRY ) FOVEREIC X DR A Bt 5,
NRE 2 T ANT XU EFHERLETIZ, PFP (Penta Fluoro Phenyl) 77 5
255D HILIC 27 7 A& W T BRI 2 et 35, 7eds, LC-MS
X% LC-MS//MS DA F Akl EST & U, fiiizZe A A oAbk &
bt~ N v 7 R OGBS AN T D, £, RETHNITE
EFNARZNIERE L LT 2 2 &L 2G5,
- /NFREE 3 ATLERIEIE. HPLC-UV k%2 2B 10T 5,

3) IR 3 B E T O YR
HIERRE 1 KON 2 CRA%E L 72 FIEIC DWW T L FORER AT 9,
O RER., Kk, NERROT A ZhEZ DT 2170, RBREL R T 5,
BB, TANTXEGAHELTWHREHI DWW T, 7 X 2 BorstEn oM
EEE W E B & Ol AT O,
@ TEERFAALEENDLZD 100 52 BRE LR EESHOEAERR 2 R L C
B AR L. E#REZ R 5,
@ HZEH KUK Z AW TROBMENERER 2 Fh L, B ([EE) | RO T
FEEE, BNFHBUEE), MEORMHE S, EERA, MERAZHET 5,
O WIREE - EERF O 100 5, 50 5 XK OVERIRFAEY D 3 A
O MR UE : BIEEICHOWT, FWH N=2, 85&E N=5
O WEDAMEN S OHEE « FIREOTINEIGRERIZ X 2 BN HHREE D D HEE
O MRS R OVE R OfERR & RRFAR Y OBINEIGRER I X 5 ENHH
FEEE N S HEE
- /N 1 HPLC-UV ¥
- /NERE 2 1 LC-MS(UMS)i%

4) B4 - EEGURE T O Y MR
AR 1 O 2 THIZE LI FIEICHOWTLL T OfERR 21T 9.
8~10 REREIZIH VT, H 62 LORE 2R L7z 5 FORE (FTREZRIRY 272 2%
RE) 22U L, RoOMBRAE I T2,
O Wk Z AR BR=ICRAT L, SRE N=2 THIEZ1T 9,
O[O HEMED S A REITIT 2 EMPFHREE & U HorRat (82 #3835,
- /N 1 : HPLC-UV &
- /N 2 0 LC-MS(MS)i%
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(2) ARGt

HH

gk 2 7 4R

gk 2 8 4R

gk 2 O 4R

1. HPLC-UV (T & 2 #&H T Dl
Bt 23T 5 2 DIHTIERR %
(1) HhHEORKES

(2) BEIRORIE SR ORFS
(3) AIEIEORE

2. LC-MSUMS)IZ L 2 8HA+H D
WEHET AT 5 2 DG HTIE B %
(1) HhHEORKES

(2) BEIROMRIE SR ORFS
(3) BTALPRIEDRRT

3. BB TR Y MR
(1) HPLC-UV

(2) LC-MSUMS)i%

4. HBHEGBRE TOZ YRR

HPLC-UV o B %
(AAREGSHE 5 —)

LC-MSUMS) i o [ 5
(ARSI 2 —)

<—>

B BB S O 5 4 A

ok 5 —)
<> PR
(AAS S,

MR B R O % %
(A AR &S 2 —1i)

DT YA
b )

>

(1) HPLC-UV ik <> yiiveitaduliling
(2) LC-MS(MS)%: <>
AT (AEh 3,000 TH 2,730 T-H 2,655 T-H
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(3) FEht i

7 —
T L R s | )
MR fE S BRSSO 22— | BEE Fnsk —
1. HPLC-UV |z ka8 o | AARMIITEZ— | O | EH Fnsk 4
Bt 7 285 X0 DOHTIERISE
(1) HiHEOBE ARSI 57— | A | BREE (BHE 5
(2) HEBROME SO AARMINTE 57— | A | 5T (BHE 6
(3) BiLEEDRE ARSI 5 — | A | BREE (BHE 5
2. LC-MS(UMS)IZ & 28 th oz | BARMITE 22— | O | fEHE Fiik 1
Bt 7 285 R OAHTERR
(1) fhHEORRG AARRaIIT 2 — | A | IR HEA 2
PRk 28 4F 4 A~)
(2) BESROWE S OB AARERITE 2 — | A | TR A 3
PRk 28 4F 4 A~)
(3) RIFRIEO R AARREIIE 2 — | A | R A 2
PRk 28 4F 4 A~)
3. HERBRER T 0% Y M ST AAR&ITE 27— | O | BEH Fdk 1
(1) HPLC-UV i AARSINE 57— | A | BEEE 207 2
(2) LC-MS(UMS): ARSI 2 — | A | T HEA 2
PRk 28 4F 4 A~)
4. MR T O T Y MR A ARSIy 2 — | O | HEH 5l 1
(1) HPLC-UV AARSITE 52— | A | BREE (207 1
(TR 28 4 4 H ~)
AAERSTEL2— | A | H& = 1
kR 1 Al — —
(2) LC-MS(UMS)#: ARSI 2 — | A | T HEA 1
PRk 28 4F 4 A~)
AARRSGHTE 2 — | A | HEE 2IE 1
(R 29 4E 9 A~)
AABSRSHEL 22— | A | B 1 1
SRR *2 Al — —

WY ZAR SOV, FRRRBEE F 02O, NREEYEITIIAZ M LT,

*1: W BTERE 7V — 7Rkt BARBUGER. IEFPEER, F>—v—@., 7 sr—7
R—NT 4 7AW, (—EHRMESERER S, (—/M) A ARRYRE S

*2 0 BN FTERY 7V — TR IBFIERERR, Fo—E—, TV e =T R T
T AR, T AW, (CEDEREERAE RS, (—/M) B ARBRE

3 WFEHEESFE ORI
BIARED (1) OEFY,
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4 WFERFEOBE
(1) TZ/eplR
7 ORRROAE BIEO (2) B
(7) HPLC-UV |2 X 2 8BIEFH OWET AT X Ok~ m hav
HPLC-UV (Z X 28HAT Ol 7 237 X OMrikps (p6-14),
H—RBRE oYM (p23-27),
BHEBRE TOZYMERM (p3 3-4 2),

(1) LC-MSUMSNIZ X 2 BH OWERET AT X L DopiE~7m an
LC-MS(UMS)IZ L AEHET OWelfE 7 235 X0 O HriER% (p1 5-2 3),
H—RBE oY ML (p28-3 2),

BHEBRE TOZYMERE (p4 3-5 1),

A BEROER GO (2) ZH)
(7) #%47L,

(1) %471,
(2) HHWFFERRE DR R

7 PRV 1 (HPLC-UV I K 2 BHAP OWHET X /37 % 2 D3 HTIEBRZE) DOWFFERCR
(7) TREHK O HE

TR
D7 AT X OFEMRLSFORGT (Nl 2 ), Pk 2 7 45%)
!
@HPLC JIESIEomET iR 2 B), (P2 7 45%)
!
QRILEEDRK R CNFRE 3 BE), PRk 2 7 45E)
l

@iEET 237 F > OfitiiEORE ChVE 1), (PR 2 744 H)

AR S R4 20 mg/kg LA F &%, HPLC-UV IC L 7 287 £ 0
INTEDBRREZ1T 9,
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(1) & LREOEBIRI K QR

[TRFOD : 7 AT X L OO BT
TUTOLVHEMRMEIELE LT, A VY F AV T VBT = = EEIR L, TvA LY
LUFBERMER T v v T A RFFERMBIED 3 EIZONWT, T ANRT X AR
R AN THRE LT, A YT AT ViR 7 = = VikiER bikix, HPLC EAET
BRI OIEZ B L, BENEMECTH 22O REHE Lz, 74 L8 I UiFE
bR, FEEA% O RS & B4 HPLC IZHEATE 55 THIENEE TH 528,
ODS 71 7 MZBWTCT ARG XU ETNE IV ORBERH R To O AR L L
Too v vz a A RHERET, ODS 717 AMZBWTT AT X0 L OUHEN
THREND T NE I L DOFBERHEE TE 272D, RFEMLEARA L, ¥
N a7 A RHEEREITGZEZ BT 28ETH 50, FEIRMER OBIKZ ~F
DT HZ IR RSO X T4 RRBRETE, FEa %0 % F HPLC
ICHEATE 72, ZOHEEICE Y, HPLC HEAE TOMEIEDORMHENMEAH L=,

E DICHEERREORE#ELDOT-®, LLFORFEIT-7-,

@ REET YU U LORGEEE O

TN aF A RCTANTG X U8 MET 27O KRR MY 7 A
DI E I OWTHFT L2, 50 pg/mL 7 AT XD 5% b Y 7 1 o [k KR
1 mL{Z, 0.5~1 molV/L ®xE+ ~ VU v A 0.5 mL &Mz, #FHERLORE ©—2
HREO YY) (N=2) I[ZX-o Ciii L7z, ZOfE%E, M 1IZRL7ZEY . 0.75 mol/L
REET P T LEMZ DI EICE-oT, =7 RENFRICR-T2720, REET b

U o LAOPEIL 0.75 mol/L & L=,

900000 -

850000

800000 -
750000 -
700000 -
650000 -
600000 -
550000 -
500000 - . , , : : : ,

0.5mol/L 0.6 mol/L 0.7 mol/L 0.75 mol/L 0.8 mol/L 0.9mol/L 1 mol/L

REET M LIRE

SHE Y — T SF 4l 5

1 RIS B U U LRI K DR ESAT OREHRR
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@ BRNREE K ONRERE] Ot

FHERAIZ I T D Bl 722 SOGIRE L OWERIC DWW TR Lo, BOGTREE . T4
ARERVE - RO I D HTE] IZHEV, 45°CE LTz, 50 ng/mL 7 A7 %
D5 %hY 7 e a1 mL 2, 0.75 mol/L kg7 h U v A 0.5 mL #01Z.,
45°CT 5, 10, 20, 30, 40, 50 XU 60 43 DA LUSKHICDWT, FHEARLORD
ZZE— 7 mEOFY) (N=2) X TiHiL7z, ZDfEER, K2ITRmLizX oI,
10 43 F TIEOoRUG AT 2 235588 BTz 23, 20 43~60 0O TIEET T b
—Tholz, £72 30 THEROE— 7 WS HIZRDZ 1D, 22 TG
PIFTET T2 LEBZ DI, FHEMBEREORIGKERIL 30 47 & LTz,

CPRk 2 THEERT 2 8FK)

800000 -

750000 |

700000 |

650000

600000

550000 -

500000 - ; ; ‘ ‘ ‘ .

7 105 2 4057 507 6077

59 0% 3047

R I B

900000 -

850000 -

TR\ — IV, T <

B2 ROSKFRNC X 2 5 SR LA ORGSR
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[ TRE£® : HPLC &4 ofpt]
HPLC HIES& 0=, LT OB &21T- 72,
O M

TARTE L OE—7 OEANCREEND X Vg e oBn B2 BIZ, &
JO IR (FL) BAMTH L0 EMR LT, ZOfER, FL TIZ7 A7 X0
E— 7 EN UV I LU TRTN T2~ F U UV Bgo v — 7 JRE LI R L,
T ARG XL DOGBEREL Irote, Lo T, AR NEHEZERTL 2L
L7,

@ BEELE OIS T A

BENFEIE LC-MS o#ric bi@E 92 2 & #8E LT, A#RIZ 0.01 mol/L g7
FEoULAEK, BIRIZTE F= MV VERAWTHRE 217270, ZORER, Fovns
17 A RECKDT I 785t O SCHk VICFLHE Sz, AR ) BRI 2 A -
ST EZZERERD 7 v~ N T ARELNIZZ E G AKRIZIZ 0.01 mol/L FEfET
VESUARREAVWDZ L L LT,

SBED T AE. 156 FOBIEICI VT, FHMWE & &b B ROBER SO, 7 A
RT X DY — 7 AR EAF T - 7= Hydrosphere C18, ¢4.6 mmx150 mm, Kifk
3um [YMC ] 28 Lz, MEfE, E—27mEfaHW5 221k v, 0.5~100
ng/mL OJAEIPH T RAF e EAEN R TE 72 (3~9),

7B, [APA A Inertsil-ODS4 [GL # 4 = 2#] KO Mightysil RP-18 GP
(B8] Tl ZHMEME & O+53 7250 BED G B 4L727> > 7273, Unison UK-C18
[Imtakt #] KON InertSustain AQ-C18 [GL ¥+ = > 2 H] |XFEZEDOMREZ R L
Teleo, TRHDH T AR E B b, (P2 THEEKRD2 84E)

2000000
1800000 b BmEE
leoooon F
1400000 F
1200000

1000000 ¢

HE Y-

800000 |
vy = 17374x+ 1290.3

R =1

(=)

BO0000 F

400000 F

200000 f

0

o 20 40 60 80 100 120

FARINGHRE (pg/mL) (X)

X3 HRERB
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|

U || N

Tk &0 TE WM 26 50 6 @D ®m6 B0 6 WD %6 wn

K4 7 ANRTXAERERK (20 ng/mL) OZ7 a~ k77 L)

(N: 7ANRTEL)

- ! .

&0 16 WM IE§ KU 6 @0 =6 W0 g6 WD %6 min

X5 REKRmOI7m~ 7T 06 (N:T7ARTFY)

u__..__IL A e L_!_._.L . : L

A TR Wn I s @m0 ®E &0 wh o %6 w0

M6 Ak (SUPEEETHS 5HK) 0ra< kST A

(N:T7TRARZFY)

a::_.._._, ll¥ A fu LIJLA.'«_.{‘W .J.._«ln..n

]
mn &h

26 s W0 IE§ K0 16 B0 g6 Wm0 E6 wn

7T TARERO I o< 7T A (5 EFRIR)
(N: T7ANRTX)
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;:Z;J Mb

n 2 &b Th WD 126 &b W& @0 ®G6 B0 BN M0 RE  mn

X8 Koo rzu~ 7T (N: TANRXTXEL)

T_M_, L ﬂll s wm_

" AT wn K0 e @b @6 ;0 E6 W0 E6 s

B9 K (HE) Orua~w k7T (N: 7 A5 %)

1) Benedito De Barber, C., Prieto, J.A., Collar, C. Reversed-Phase High-
Performance Liquid Chromatography Analysis of Changes in Free Amino Acids
During Wheat Bread Dough Fermentation. Cereal Chemistry, 66, 283-288
(1989).

[ TREE® : AiLERE O]
ALERYE L LT, LR O 21T o 72,
O A AT T BT L DR

B A A 58T T DI L0 T AT X R S, RMEWE RS, T E
STICR VB ST ARRIELRE Lic, ETHIDIC, RY ~—RGA 4D
T LTH 5H0asis MCXE AW Z A, TANRTXURAMCXICIREF S e o772
DEHTERNZ EBRHALNE o7z, WRIT, U BRGA AT T L THD
Bond Elut SCXZ W& Z A, 7TANRT X UISCXITRFF SN2, SCX% H
WhHZ e b L,

LA LRRS, SCX [Z L AR ZFBIHIZHOWTIToT2& 2 A, T AT XUED
DRMEE— 7 PR O AFER D DBBRETE R o1z, T, BHEOT v =T
KEE 22D FE EHERIICHND & NY 7 v o FERRARZFHE R LT 2854 &
el LT, 7 ART X U OFEMEAENK 5 FIRRE £ TR L, ULEDORERNG
B A Ao T T 2N L A RERUIARER & LT,
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©@ FRI~v—FRWHI=NT AL DGR

B A A AT T AT e RN RGO R0 oTolod, WiHHI =07 A
IZE YT ART X LNOKMEDE 2 R FF S S ThRET HRRIELZRE Lo, fhiil
WK pH TH B2 R Y ~—%D Oasis HLB %% L 7=, Oasis HLB (150 mg/6
ce) AKX )=, KickvarFoia=v %, 5% 7 aalRsik Tl T
LAWNTAE B LT, ZHUCHIHIE 5 mL 27 AL, 77 APICHERIE LT AT F
VESERICEHIEDDIT 5% MY 7 m a R T L, B, T AT XX
HLB 1T LW e EARF L DRI A A A7 Z 23 ZBIRL 10 mLAIZER L
77

1RO 2ITR LT L 90 EERIR CIIAEHIC L2 5% N U 7 v o BEREiRIE
2mL THHZENHB L, 22T, v ) v 7 Z0OEEBLHERT D70, FED
TR AR R IR 2 TN L, FEMR L2 2 A, £33 K V4 IR L X ) IciExE
WROI EFREOREREZ R LTz, ZROLOMBENLA#RE LT 4 mL TOEHE,
5%hY 7 o ofiRAKRT 10 mL ICERTHZ L& LT,

X 5|2, Oasis HLB @O FEHE &SV T, 30 mg., 150 mg., 200 mg D & D % Hu»
THRHER T DLW KEMIMHEZ R LT, Thbora~ N7 AE kT 52
SR R e R ARG L7z, B E 30 mg © HLB 1ZAFEK SN2 BmE
T&E o727, 150 mg & 200 mg ([CBWTITEREG D7 o~ F 75 ANIEIFR%E
Tholz, - T, A MNEZBFE LT 150 mg %% L 7=, Oasis HLB 150 mg (T
EHRBHIZ L > T, BEPNOHH SN2 BERTVBRESN, 7~ M7 T A
BT HREROMIMAK L Ll LT, RS DB — 7 BORAD 3 R S v,
CPRk 2 THEER N2 8 )

K1 =87 L000KRHRGEERBEHK, 2 mLx2[m])

5% MU rmn BT W 1R Yo 2 mIH PEEiE 3 |l H

WERETA IR 5 mL 2 mL 2 mL 2 mL
v — 7 i 702302 320504 Tr ND

T ANRT X MR E - 50 pg/mL (EHERE H) x5 mL.
Tr : JEHEE, ND : w7

K2 =87 L000OEHRGEERBEMK, 4 mLx1m])
5% b Z7nn AT Wi 1 1E A Vet 2 181 H

FEER VAR 5 mL 4 mL 2 mL
v — 7 g 700667 162157 Ty

T ANT X R E - 50 pg/mL (BEHEPAK $1) x5 mL.
Tr : JE B R
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#£3 =HTL0LORHE (1000 pgii A EH M HE A . 2 mLx2[H])
5% R zuon SRRl AR 1B H PR 2 0 H Yk 3 [mH

WEBR AR 5 mL 2 mL 2 mL 2 mL
v — 7 HFE 144896 64589 ND ND

T ANRT X MR - 10 pg/mLOT =R F)x5 mL, ND : gH+EJ

F4 =BT LENLORMHE (1000 pgishn K H R4, 4 mLx1[A])
5% hUZuon §=FiiRli A% 1 81 H ey 2 8] B

FEER YA TR 5 mL 4 mL 2 mL
v — 7 [HFE 146444 32063 ND

T ARG X UM E 10 pg/mLOT =R R )x5 mL, ND : # a4

[ TRE® : WEHET 287 X ofmbiEORR]

5% bV 7 v afifgay ViR & S HER A Th o7z,
2%, PBHINE 0.5 mm DA v = A8 LT Lz,
BI%E L= HHED 7 v —%& DL FISRT,

(PR 2 THEKR D2 8 F)

5% b U 7 v o fEgih
| ABHERL 10 g
| 5% KU 7 v o iR 100 mL Z001% 20 53 FHE L 5
| = O EE (1000 X g, 5 47H)
| % (ADVANTEC # 7 AflliE A%, GA-55, 125 mm)
| FHREN THREINDBREICENTE, TH5%NY 7 1 o FEIRICT 5 1%
! ARZ1T 9 (B : 4 mL 43HL T 20 mL IZERT D)

R = —FWH I =H T AT L DHER
| [Oasis HLB(GE T A& 150 mg)]
| (BT 2%TH, AZ =L KEDBE%hY 271 afiEs 10 mL CIEIC P4
| FEHAHE 5 mL 28 ~—RH I =H T HITEA
| FEAREL Y 10 mL A 27 5 A = (Z[AYL
| 5% 7 1 o FEEYRIR 4 mL 22T AT XL A vEH
L 5% RV 7o aFHRAR T 10 mL IZER

ZonruaiA4 RCLHFER (U, SRR S FkEET 5.)
| BN 1 mL (0.05 g fHY) %8 tia U 0atBrigic 4 i
| 0.75 mol/L [R&EF kU 7 AZYAE 0.5 mL %l % I8 Fn
\ 1%Z o nruaT AR T% bk 1 mL 20028
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|
|
|
|
|
!

45°C T 30 47 I

A~ 2 mL AN AR

m0orEE (1000 xg, 3 43fi)

T % 5y He

T 4 A7 A Bk PTFE, 0.45 pm)

=771,

HPLC-UV & &

TR D F, 500 5 R D B E i

HPLC #fESAF

(-

R AR
BT b

i B
% @) 4 -

: LC-20AD [#kA&fh ST

WO ATHLSY Y EERE SPD-20AV  [#EUAt: Bl el ]
Hydrosphere C18 [YMC #], Unison UK-C18 [Imtakt #] &7z
I% InertSustain AQ-C18 [GL # 1 = 2] ¢4.6 mm X150 mm,
Bt 3 um

40 C

A% ; 0.01 mol/L FEfET »E=7 LA, Bik; 7 h=hKVU L

7Tk Big 5%(0 437)—35%(24 537)—90%(25 43)—90%(35 43)—

R
A &=
HEP R

5%(36 43)—5%(60 %)

: 1.0 mL/min
: 10 pL
: 254 nm

(7) FA BRI DRk
iR FAR A =R LT,
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A IR 2 (LC-MSUMS)IC X 2 BH R DT A /37 X2 O3 HTIERSE) OWFERUE
OB
(7)) TRE B ORCR A AR

TR
DOLC-MSUMS)HIESME (ke 2 Bid), PRk 2 8 %)
!
@uILEREORET CNiRE 3 BEE), (CFRk 2 8 )
!

QT 237 F - OfitiiEORE ChVE 1 BE), (PRl 2 8 )

AR BEE - ERRA A 20 mg/kg AT &2, LC-MSUMS)IZ & 5 1E#ET 23T %
DIEHTIEDBRFEEAT 9,

(1) & LREOHERAR I ORR

[ TRE£ DD : LC-MSUMS)HIE 5]

YBHZETIE, HPLC-UV EI2fi> T, SFERMRICEFR T 7 22 W THIET 5
L ELTWER, I4E, HILIC R4 7 5% HW CHRIEWE %2 o3 2 E6 0 ik &
NTCNDZEnD, FTIEFEMRETIC, LC-MS W CTHIET 2 &4 i1 5
NP Y

5381717 & LT, PFP (Penta Fluoro Phenyl) 2D % 5 AT % Discovery HS F5
[ 7=T NV RY v FR] 28R, BEMESME L LTAKKIZ 0.1 %FMEIE, BiKIC
T = bFUAEROTHEEOENNIL DT AT X LT VE I (IR A—D
—DT TV =3y ) — FOERNDT ANRT X & b IRRRERI T OBk
et Uiz, #pkkb 10: 90, 20:80, 30: 70, « +, 90: 10 & X THFT L7=fE
F. 30 : 70 ORI TR b 7 BEE (Rs) *BREIFThH o772, 0.1 % XBRIEIK : 7k
F=FUA=30:70 ML (¥10),

Flo, ABEBMHS CIEENTERINZT I VMBS (T ANRTX | TANRTX
VB, INBEI . B, TUTY) ITOWTHERLIZE A, HBEERTIRETH -
7o 72X M5O =2V A F 7~ 7T A (TIC) KOEEIRA A =4 &
7 (SIM) Z7u~ 7 I AH%X1 1I1ZR LTz,

BB NREFEY A XD Pursuit SPFP [ 7L > b7 7 7 v v—H ] T Luna 3um
PFP(2) 100A [7 =/ A3y 7 A8 TiX, TARTIX U LoT I /4 FEIBT
DOBER TGO o Te A RFERAR 5753, YMC-Triart PFP [V A = A3 ¢
. 2.1 mmX150 mm, KifE 1.9 um] (ZFREZEOHREZ R L7720, ZOH T AR
HrgesZxon (K1 2),

* 1 Rs=1.18 X{(tr2-tr2)/(Wo.5n1+Wo.5n2)}
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(o =) WY
oo oo
(=
-
2 I

s & 2 & & & 4
R T S _jeg“é o _}e-cé
S S I A G C e

10 TANTHRET NG I Do (Rs) (21T 2 BENVAKLR L O 5%

= TIC JL

~| m/z134

E TANRT X UM

T m/z133 T RS

' m/z 147 TNFIv

~ m/z106 vy

- m/z76 e

K11 7I/E6H (FANRNTXL TARSE U, IVEIL, Y, U
V) OEMERE (2pug/mL) OTIC 7u~ 775 (1BH) KORSIM 7 < b
755 (2~6BtH)

(Discovery HS F5, ¢2.1 mmx150 mm, $7£% 3 pm)
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== miz 134

— T AT XU
= m/z133 TANRT X

 m/z147 T E I
i

- i
|

e [

- U

— m/z 106

m/z'76 A%

12 7B (TANTXF TARTGEUR, IAFIy Y 7V
V) OFEWERE (2pug/mL) OTIC Z7u~ 774 (1EH) KOSIM 72~ b
775 (2~6EH) B (YMC-Triart PFP, ¢2.1 mmx150 mm, kif% 1.9 um)
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LC-MS/MS #HWCTHIET 25HAZBEL, WEE— RORHMNEITo7z, Ef
BRAEY DT A /3T X AEERRE (0.005 ng/mL) (22 C SRM #IE KO8 SIM HIE 12
DT S/N b bl LR, SIM HlE L Y & SRM JIED SIN S BiFCTh -7,

(¥13), £»7T, WEE—FKLLTSRMHME (m/z 133.1>74.0 (EEH) KV
m/z 133.1>87.1 (#ERM)) M+ 52 & & L,

m/z133.1>74.0
S/N 59

mlz 133.1>87.1
S/N 32

m/z133.1>133.1
S/N 17

m/z133.1(SIM #7E)
S/N 11

13 7 ANRTXAEREETR (0.005 ng/mL) @ SRM 7 v~ + 75 Ak
SIM 7 <~ k7' F L)
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et L7=LLF o LC-MS #ESME T, 7 A/8F F 8 0.005~0.1 ng/mL O#iH TOR
BROEGEEZHER L, Z0f55,. HPLC-UV LV & E&EICHIENAIETH Y . E
et 0.9999 & B eiEgptezr L7z (K1 4),

LC-MS #{E5&tt:
T ff : LCHB ; 1260[Agilent Technologies],
MS #5 ; 6130[Agilent Technologies]
777 A : Discovery HS F5, ¢2.1 mmx150 mm, FifE 3 pm
[ 7 =TIV R »Fil]
w40 °C
B oE) M AR 0.1 % XK, Bik; 7 =RV L
77 vxr b BIR T0%0 43)—70%(10 53)—5%(10.1 47)—
5%(15 73)—70%(15.1 43)—T70%(25 43)
it £ : 0.2 mL/min
E N & 2L
A oAbk BSIGEA Ao it — R)
HEET— K : SIM
R EE # ¥ (m/z) : 133
7T AE—EFE 120V
X T TAYP—H A 5%, 50 psi
HLME T ARIE - 350 C
W7 At © 10 L/min
¥y &7 J—HE : 3000V

140000 -

120000 -

100000 -

80000 -

60000 -

(rd VA — 1

40000

y =1280277.9258x + 606.2412

20000 - R? = 0.9999

0 T T T T 1
0 0.02 0.04 0.06 0.08 0.1

TANDERBE (ng/ml) X)

14 e

19/51



F7-. LC-MS/MS 04 % . SRM BIEIC LY, 7 AT £ U EE 0.005~0.1 pg/mL
DI T O EMRIESREL 0.9999 & BAFRE#MMELZ R L2 (M1 5), LC-MS/MS
BESRM A LI TR LT,

Pk 2 8 4FE)

LC-MS/MS #/E44
43 f : LCHP ; 1100series[Agilent Technologies],
MS # ; API-4000 [SCIEX]
717 X : Discovery HS F5, ¢2.1 mmXx150 mm, Hi£E 3 pm
(V7 ~T R »FHl]
W 40 °C
B oE) M AR 0.1 % XK, Bik; 7 =RV L
77T b B 70%(0 43)—70%(10 43)—5%(10.1 43)—
5%(15 53)—70%(15.1 43)—70%(25 43)
it £ : 0.2 mL/min
A B2l
A oAbk BSIGEA AU Wit — R)
HEE—F : SRM
H—T U HA:50psi. 17T 74P —HA:60psi
VLR AT A 2 70 psi, RO AR 650 C
al) Vg HA B
A I ALEE : 5500 V., DPEE : 26 V
RELEHK(m/z), 2V Y3 21X —(CE ;eV):
133.1>74.0 (20) (E&MH), 133.1>87.1 (20) (FEFRH)

1800000 -
1600000 -
1400000 -
1200000 -
1000000 +
800000 |

600000 -

y =16651706.6343x + 13327.6545
400000 | N

R* =0.9999

(= Yot |y — 1,

200000 |

0 T T T T 1
0 0.02 0.04 0.06 0.08 0.1

TANTELRE (pgml) (X)

15 BEHE (LC-MS/MS : m/z133.1>74.0)
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[TREREZOOQ : LD

HPLC-UV &0 L ERE - mBRIRETH 72720, 5 % U 7 v o FiEgfhH4.
0.1 %F ARSI £ DA NO B TRIEN TR T > 72,

(PR 2 84FEE)

[CREEROOQ : WEHEY A/37 % O HE D]

HPLC-UV 0tk A Lz, #EHT 0.5 mm DA v = &l LTl LT,

7%, HPLC-UV {EDOEEGBRE COZ Y MMROBIC, SRS, 3URHRI
BII2gBENIWVWEDERND 72728, 2g TG TREN MG LT,

INERRI 2 VT, 2 g BRE (iR & 20 mL) & 10 g BREX (FhH i & 100 mL)
([ZOWTRAT 5 BITHENME L. 55 NEMAZ SOOI LRl L7z, T ORE, P
fE23 0.1 K R&E<, Fo, BN oBUEN FEMELY b/hEhozZ &0 b
HERRIIFESE S, REHRREL LT2 g2BRLTCLBERN DL
EZzohie (£5) ,

£ 5 BOHTRE R

IN—7 TR &t Eiy 2ER

2g 5 2706  541.2 6160.7

10 g 5 2578  515.6 1897.3

RED MR

TEHER FTH EBHHE S BAShi-o#kit P-E FERE
5 IL—T 1638.4 1 16384 0.406651775 0.541491 5.317655
HIL—TA 32232 8 4029

&5t 33870.4 9

BRZE L= HriED 7 a— & LU FIRT,
(ERE 2 8 4EFE)

5% VU 7o FEsh
| AUBHREL 2 g
| 5% kU 7o FERRATE 20 mL 200z 20 3RIHRE 9
| Eﬁd))?%ﬁ (1000 Xg. 543f)
| i (ADVANTEC 77 7 Aff#ife A#E, GA-55. 125 mm)
| 01%@@%&%& I27C 100 AR 21T 5 (B: 1 mL 4yH L T 100 mL (2 ER)
| (BREER PR EN 2 BKIT. 512 0.1 %) ¥R CTHIRT 5)
l T4 A7 A Bk PTFE, 0.2 pm)
LC-MS(MS) & &
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LC-MS #afEstt

T fifi . LCHB ; 1260[Agilent Technologies],
MS #5 ; 6130[Agilent Technologies]

717 A : Discovery HS F5, ¢2.1 mmx150 mm, Fifg 3 pm
(v 7=T R v FHl]

R 40 °C

B ®) o AWR ;0.1 %(vV)FXEEIR., BIR; 72 h=FU L

77 vxr b BiR T0%0 43)—70%(10 53)—5%(10.1 47)—

5% (15 73)—70%(15.1 43)—T70%(25 43)

ik # : 0.2 mL/min
H AN & : 2L

A A ALk ESIQEA A v ki — )
HEE—F : SIM

X EE B4 (m/z) : 133

7T AL —EE 120V
RTTAW =T A &EHE, 50 psi

HLME AT ARIE - 350 C

HLfE T A&+ 10 L/imin

¥y 7Y —FEE : 3000V

LC-MS/MS #{ELA:
G54 f& : LCHB ; 1100series[Agilent Technologies],
MS # ; API-4000 [SCIEX]
77 A : Discovery HS F5, 2.1 mmx150 mm, Kifg 3 pm
(L7 =T R v Fil]
B O 40 C
B @ M AW 0.1 %IVTXERIEIK, BIR; 7 b=k L
77 vxr b BiR 7T0%0 43)—70%(10 53)—5%(10.1 47)—
5%(15 43)—70%(15.1 43)—70%(25 4)
it # : 0.2 mL/min
E AN & 2ul.
A A Ak ESIQEA A v Rt — 1)
HET— K : SRM
N—T A 50psi, X7 T AP —H A :60psi
BT A 0 70 psi, RLIET AR - 650 C

a)Pa R EBHE
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A A ALEIE 5500 V., DPEE : 26 V
BNy =N

REEENMm/Z), 2V Va2 LX—(CE ; eV):
133.1>74.0 (20) (E&MH), 133.1>87.1 (20) (FezRH)

(7) AR BRIk 2 BRI
Rl R BAR AR LT,

v PR3 (HRBRE T O Y MERHE) DOFFFERCR OB
(7) TRE B ORCR AR

TR
OHPLC-UV D2 4Rl ChERE 1 B8 . (PRl 2 8 1)
l

@LC-MSUMS)ED Z S VERTAli (VN 2 B), (CFpk 2 8 R N2 9 )

RERBAR : 2 —7 v 7 ARBRPED DR Z &,

(1) & LREEOHERMRILL ORR
[ TR£ DD : HPLC-UV 0 34 PR
HPLC-UV JEIZDWT, L FOWNEDZ SR Z % 0E L, R B A= 2 &
R Ui, LARNICEEM A2 R~d,
O  HEHR O ERRE
T AT R 0.56~100 pg/mL #iPH TIRIERE 1 O BAFRERMEEZSZ (M

16),
2000000 -
1800000 HmE®R
1800000
14000000
Ij.' 1200000
I
= 1000000
i3]
i 300000
. vy =17374x+ 12903
¥ 800000 R =1
400000
200000
0

[u] 20 40 a0 &0 100 120

FARINSHEBE (pg/mL) (X)

16 MERG]
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@ EIRPEOMERE

15 DOREHZ DWW T 21TV 7 2 /Bt (AA) CEEZ i35 2
ElC XD ERMEERER LT,
BEMREEZREITR LI, 70, FEWZ bk < 14RO FEF o ] J7 15 O ] E 15
BIZoWT, HPLC-UViEDOHIEME B LSy, 7 2/ B&oHrat oW EHE % &
AL THEIFOIICEVFMLIZE A, RTICRLEEIITHEHED
95 NEFXHIX1ZE A, yOI D95 %EFHXEIX0EZFAZZ b, WAL
DM ERE FIL RS & CHB L, EPEICREZZ WS O B 27,

#* 6 BEIWMEDOHERE

Gl fER (mg/kg)
K5 i AA HPLC-UV
IS ) < 10 < 20
2 | EozvE 12 < 20 (12)
3 | FiEH 94 111
4 | DDBHKH 14 < 20 (15)
5 | 9 2bX KK 31 31
6 | /NEERK 321 313
T | NER EIE 92 90
8 | /R Tk 32 32
9 | /NE R 85 82
10 | 74 Z2hiky 665 664
11 | K9k 185 193
12 |a—r750— 75 74
13 | A—hI—w 475 459
14 | #E (KE) 61 64
15 | kL (b HIERE) 249 237
N=2 T3S,

[ AT I D720 BEArE TR L. FEIINIESEMH) .
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7 [Blm AT RE R
00 =
EllREET Y 0.98:151(; 19912 /..
600 = -
TARR R 0.999293133 s00 . e
$iRE R2  0.998586766 o 400 4 rad
L R2 0.998468997 % 300 P g ¢ e
e 7.506484596 200 - _t/" B TEfE: HeLc
WU 14 100 | —— W (T B HeLC)
o ME : ; ; -
0 200 A00 600 800
Pl WL IESS An
S gy AL (Gillr gl s e BEF
(ol 1 477778.1894 477778.1894  8479.16575  1.79829E-18
373 12 676.1677318 56.34731099
&t 13 478454.3571
Rl B RE t P-fila Tk 95% FIR 95%
Wr 1.991208025  2.710221256 0.734703125 0.476633101 |-3.913856818 7.896272868
AA (IfiE)  0.982485608 0.010669637 92.08238566  1.79829E-18 | 0.959238466 1.005732749

@ EBHE ([BUR), KE (OHMTHEE. SNEBRE) ., EOREN S, & PR,
for HH RR AR
PUF OB GO b L AZEINIENERER 21TV L 7=,
ek
RE 2N
IINE
R KON 55 KK I, 20, 500 TX1000 mg/kghH 24 & /INEARI# I,
500 K% Y1000 mg/kghH 4 & & L7z,
5 5Bl B OVNE RN DWW TR BRI & D45 TR L 7=,
F7o, RBRTIE, REHEREE ISR 0 Ui 2 Rmn L., 20
Sy E U= 2 iR & I x 7=,
0 IR UK
BIREIZOWT, FHAN=2038r%, HZZ X ChHMZM L7,
HE DTN S DHEE
B IRE O RN E OEBEFEENDHEE, At k) X2 & L,
FHRA (LOD) R OVEERRA (LOQ) DHfE:s
REM RN 55 KMI231T %5 20 me/kg #H2Y B ORMENGRERC Xk 5=
B E O ¥R (SD) 2 AW, UToRck v EH L,
LOD=2x1.833* XSD. * : tE(95% /1)
LOQ=10XSD
KB ORTEREREZF 8~ 1 012, BENHIFEEIZEE 9 5 HorRat LD H i R 4
#F11lTRLT,
Flz, BEETICT I VBRI CORINE (N=2) #F£ 1 21TR-LT7,

PRARES Vi NN = &)
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K8 T K DA R

RN B i< 3 PHTAE ENFIEE ki PR LOD LOQ
(mg/kg) (B =R) (%)  (RSD:) (%) (RSDww) (%)  ARfENS  REnE (mg/kg) (mg/kg)
102.6
20 1.4 6.2 1.27 2.54 5 13
(93.3~110.9)
99.7
500 2.0 2.3 11.3 22.6 - -
(96.9~103.4)
98.2
1000 0.8 1.4 14.0 28.1 - -
(95.9~99.9)
F9 9 DB L D USINEIINGRERE R
RN B B OHMTRE SEPNEBURSRE e JEIE LOD LOQ
(mg/kg) (ELER) (%)  (RSD:) (%)  (RSDww) (%)  AHENS AHENS (mgkg)  (mgkg)
98.6
20 1.7 1.7 0.33 0.65 2 4
(96.9~101.2)
99.3
500 1.1 1.5 7.35 14.7 - -
(96.5~101.0)
98.1
1000 1.7 1.7 17.0 33.9 — —
(94.5~99.7)
F10 /INEERIT LD EINEI GRS 5
RN B B OHTHSEE ENFEBUREE i PR
(mgrkg) (ERE) (%)  (RSDy) (%) (RSD:w) (%) D& &
97.7
500 1.1 3.2 15.8 31.7
(91.8~101.2)
98.5
1000 1.0 1.5 14.4 28.8
(96.2~100.0)
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#11 HorRatfEDHEH #12 72 BONErcoRIEER

wp PUHRE g Ratdie aop RIS
(mg/kg) (mg/kg)
20 1.2 10 108.6
RES 500 0.7 RE S 500 103.0
1000 0.5 1000 103.4
—_— 20 0.3 55 10 104.2
S 500 0.5 Sy 500 105.2
1000 0.6 1000 105.2
INFE 500 1.0 INFE 500 102.9
R 1000 0.5 AR 1000 103.8

* . FEHMERSDrw)/ FHME(PRSDrw) .
2B, PHIEIL “PRSDyw =(C0.15057 L
LCHEHLE,

B (EUER) 1 X, WP h o —7 v 7 ARBRDED DRI MEO#iFH (10 mg/kg
=(C<100 mg/kg ; 80~110%. 100 mg/kg=C<1000 mg/kg ; 90~107%, 1000 mg/kg
=C<1 g/100 g ; 95~105%) #imi/- L7z, F£7o. 7 I /B CORNGREIL, <
REODOENNRTH TR, ZHbobFHmE~=a2 T VOFHANTH 7,

ENFHBEE ZHorRatfE TRl L7= & 2 A, Wb REZEAE (2LLIT) &L
77

725, CodexZEENED HMEREHRMETIE, HorRatfEZ M FHIEEOREE L L
THELTWA728, HorRatfEDFHIZY - TlE, HorwitzzUa H W TR D
HDHEE INHEMHEREZ2 TR LZHIEL . THIfE(PRSDw) & L THUE2,

LOQ %, 20 mgkg RliiTH V. AFEEOERFHE M- LT,

(CFRE 2 8 %)

2)  AOAC International. "Appendix K: Guideline for Dietary Supplements and
Botanicals, Part I ; AOAC Guidelines for Single-Laboratory Validation of
Chemical Methods for Dietary Supplements and Botanicals". Official Method of
Analysis of AOAC, 20th ed. 2016.
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[TREO@ : LC-MSUMS)HE D % 4 M3 ]
LC-MS IEIZ ST, BUFOWAE O TSR % SE0E L, B F A9 = & i
BT, DTFICHEME =T,
O FiHROEE
T AT AP 0.005~0.1 pg/mL FPH THEREL 0.9999 & FLAT AR R 4 1
7= (X17),

140000 -

120000 -

100000 -

80000 ~

60000 -

40000 -

(et i B Wy — 1

y =1280277.9258x + 606.2412

20000 R*=0.9999

0 T T T T 1
0 0.02 0.04 0.06 0.08 0.1

T 25X EE (pgmL) (X)

17 RRERRE

@ BRMOER

15FEDREHZ SV T 217V, HPLC-UVIEE BEZ (k45 Z Lok v &
PRPEZ MR LT,

MEMREZLRL 31T LI, £, FERZR 14O O W 57 1E O E
fERIZOWT, LC-MSIEDOHIEME % B WA Sy, HPLC-UVE O M| E Ml % 3 B4
Bxl+TrEIBSTZHANCCIMILIZE ZA, £14IRLELIICHED
95 NIEHEXEIX1Z DTN EERhoTmbDD, yII A D95 %IEHEIXEIL0%
G ED . WTEORERERIIIEESE &L, RBIRMEICHERN G
DEEZT,
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#£1 3 HJRMOMER
Ak s #EH (mg/kg)
(=Egu]s]
&5 HPLC-UV LC-MS
1| MR < 20 < 10
2 o720y < 20 (15) 11
3 | =ik 127 100
4 PRSP S < 20 (19) 19
5 PRARSEY S i} 43 45
6 | /INESK 496 558
7| /R EIIR 87 93
8 | /& Wik 42 37
9 | /hNE I 137 146
10 | 71 &2k 962 994
11 | K&k 252 273
12 a— 77U 129 147
13 |A—FI—1 590 642
14 | & (K& 63 65
15 | R (b HERE) 178 148
N=2 T3,
FURONTICBET D7, B E TRE L7 (EIMNIEEEE)
#F1 4 EUFSHTHESR
1200 1
y=1.0632x-4.2384
ER#EE 1000 7 R =1
800 -
EHER 0.99783913 2
T 600 ¢ LC-MS
BRE R2 0.99568293 9 400 s,
#IE R2 0995323174 o = PR %C"MS
ZHERE 19.98304015 . & (FBIfE: Lc-MS)
iR 14 0 200 400 600 800 1000 1200
HPLC
NED R
BHHE rE SER BRISh=-5 8t BEF
EIPE) 1 1105188494  1105188.494 2767.66316  1.46302E-15
RE 12 4791862726  399.3218938
it 13 1109980.357
=% TAEIRE t P-fiE TBR 95% LR 95%
iy -4.238353636  7.004803893 -0.605063853 0556406015 —19.50051023 11.02380296
HPLC (1E%) 1063164634  0.020208957  52.60858447 146302E-15  1.019133099 1.107196169
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@ HE (EMER) . FHE (BHTRE, ENEREE) ., WEORHN S, T TR,
BRI RS
LUT ot o b EACHIMEIGARR 21TVl L7z, 7238, 2EEIILC-MSE
LC-MS/MS® i J5 T Ffi L 7=,

AE 25 NEDRARCY'S 7 NIV w3 1k i)
AR L

FEEEy KON BB KRE, 10, 5005 (N1000 mg/kghl 24 & /N ARIIE,
500 TN1000 mg/kghA 4 & & L=,
5 5 5K R OVINE RN O W TIRERINX & 75| TRME L 7=,
AERTIE, FARBHRES A TR B 2 U7 B S 2 s L. 204> Rilfik
B L7k 2 2 7=,
MR UK
BIEIZONWT, [AAN=20058r%, AHZZ&x ChHMFENM L7,
HIE DA S OHEE
KR FE O BN FEBLURSE OEHER S SHEE, AE0E k) X2 & L,
FHRA (LOD) ROVEERA (LOQ) DifEss
REBM KD 55 KT 5 10 mg/kg A8 24 OB GEERIC X 52
B E OE¥ER 2 (SD) AW, UToUck v EHLE,
LOD=2x1.833* XSD. * : tfif(95% i)
LOQ=10XSD
FAREOWEREREFR 1 5~2 012, ENHIEEIZR T % HorRat. Al o 5 HifE 5
#F2 1ITR LT,

#15 HFEBRICL#ER (LC-MS)

AN HE PHTHEE ENHFIURGE FRYE IR LOD LOQ
(mg/kg) (m=R) (%) (RSDy) (%) (RSDrw) (%) NS AfENE (mgkg  (mgkg)
95.4
4.3 7.1 0.68 1.36 3 7
(83.8~103.3)
98.3
500 1.6 3.7 18.1 36.3 — —
(92.1~104.1)
99.3
1000 1.8 4.5 44.8 89.6 — -
(92.8~106.4)
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#16 FEBICE2HBRE (LC-MS/MS)

TR B DTS BE ENFEURE ki SN LOD LOQ
(mg/kg) (B =R) (%)  (RSD:) (%) (RSDww) (%)  ARfENS  REnE (mg/kg) (mg/kg)
96.1
10 5.6 6.0 0.58 1.15 3 6
(82.9~102.0)
98.6
500 1.3 3.3 16.1 32.3 — —
(93.3~102.7)
99.5
1000 1.2 5.5 54.3 108.6 — —
(92.5~107.1)
#17 955KEBICE5RBESE (LC-MS)
VRN A N DT ENHIHRE e PER LOD LOQ
(mgrkg) (ER=) (%)  (RSD:) (%)  (RSDw) (%) AfENS AfENS (mgkg) (mg/kg)
98.2
10 4.3 4.7 0.46 0.92 2 5
(87.8~105.3)
99.3
500 1.4 4.7 23.5 47.0 — —
(95.6~109.0)
98.7
1000 1.7 3.0 29.7 59.4 — —
(94.4~104.2)
#F18 HHLKMIC KRR (LC-MS/MS)
RN =3 B THE ENFHRE ki IR LOD LOQ
(mg/kg) (Be=) (%)  (RSD:) (%)  (RSDw) (%) AfENE AfENS (mgke) (mg/kg)
100.9
10 6.0 6.0 0.61 1.21 3 6
(95.1~114.8)
97.7
500 1.9 3.8 18.6 37.1 — —
(92.3~104.9)
97.1
1000 1.8 3.0 28.7 57.5 — —
(94.9~103.6)
#19 /NIEERHIZEL2EEBEE (LC-MS)
TN B DT ENFIRE 1 e PR
(mgrkg) (EE) (%) (RSDy) (%) (RSD:w) (%) A & A&
98.9
500 2.8 2.8 14.0 28.0
(94.3~104.9)
99.6
1000 0.9 3.5 34.7 69.5
(94.2~104.9)
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# 20 /PNESKICEDHAERR (LC-MS/MS)

WRINRE =N 5 PHMTRE R ENHIUEE TR Pk
(mg/kg) (EUYE) (%) (RSDy) (%) (RSDw) (%) RS RS
98.2
500 3.3 5.8 28.3 56.6
(86.5~104.6)
100.3
1000 2.0 3.9 38.9 77.8
(95.3~106.9)

#2 1 HorRatfEDHE H

) AN =355 HorRat.f#*
i (mg/kg) LC-MS LC-MS/MS
10 1.2 1.1
Jr By 500 1.2 1.0
1000 1.6 1.9
10 0.8 1.1
2756bH
o 500 1.5 1.2
b/ S
1000 1.1 1.0
INGE 500 0.9 1.8
ARy 1000 1.2 1.4

728, THNEIEX “PRSDrw =C01505” L U TR LT,

B (EER) 1L, Wb a—7 v 7 ARBENED HHEREREE (10 mg/kg=C
<100 mg/kg ; 80~110%. 100 mg/kg=C<1000 mg/kg ; 90~107%, 1000 mg/kg

=C<1g/100 g ; 95~105%) #ii/= L7=,

FENFEIBUEE ZHorRatfE CRMBI L72 & 2 A, WL b [AEIIEHE (2LLF) Th o7z,

723, Codex ZESNED HMEREIUETIL, HorRat, fi 2 =B M FFHUREE OfFIE & L
THEL TS 72, HorRate LD FHEIZ Y - CTidk, Horwitz 2 W THRINGEFE )
HHEE SN2 EMFHNEEZ 2 CRLUZEM A, THIfEPRSDw & L THW: 2,

LOQ %, 20 mg/kg RliiTH V| AFEOERFHA M- LT,
(SERK 2 9 4 )

(7) B E RIS T 2 2R
RCR AR 2R L7z,

32/51



T PR A (AR TOR ST ORFZREOME
(7) TR E L O H

TSR
OHPLC-UV D2 4Rl (a1 B8 . (PRl 2 8 1)
l

@LC-MSUMS)ED 24 M3 AN (VNiRRE 2 BiE) ,, Rk 2 9 4R )

REBLR : 2 —7 v 7 ARBRPED DR Z &,

(1) & LREOEBARDLKL O
[ TFEE DO : HPLC-UV LD 24 PERF]
HPLC-UV JEIZDOWT, BEEGABRE TOZ Y MM A £ L, R B2 2
& a g Lic, L FICEEM 2R T,
bOHMLOREZHEGR L. 5 FEORE (9 2bX Kk, 23— 77U — /IEi#RT)
Fo. ANRAERE, T4 &K YR L. RER 7V —T R RARRDG . IEFNREZE,
Fa—bt— THeIN—TR-NT 4 T A, BEERERERS. AARBRDBER
2. BARESOHTE - Z —EWETT. [RIZEMFEFT O 9 MBS TROFIRIZ LY
Fehta L7,

H B OB E MERERIT. F BB 10, DM TRIEREM 2 B CHEM L, HRER
BROEEN—FF A X RF7a bao dNZiid#4HD Recommendation 8 DFJEIC LY
HELT HIcE THDZ L ek Lz,

FREEN=2 3% 15 g T oM L72b D G103 EhH %, HBtofEZ R TH
AR IZEST L CTHIE 21T o 72,

B/ONTREMIZONTRIL 8 D7 1 —IZft > THIVEDIRE ZIT o Tk, — I
A& D BT 24TV BB & O HorRate 2 5 L 72,

k. RIS, BIVHIF AT T2 Em L, T OBRICERBREND
HaneBRICESE, H—BRETER LI HENDU TORIZOWTIHFET S
ZErEl,

O MM, HRE 51 7203 T &7 2,
O HiH% O EEAEO HiEiE, NE OS] £7203 130 o ER) &5,
O HPLCOA— Yo7 I—nr—F—iREIZ, [4C), 110°C) E721% =R (5

7)1 L322 (10COREMITH% AR L),

FHRREORRN AR 2 21TR LT,

3) Thompson, M., Ellison, S.L.R. and Wood, R. The International Harmonized

Protocol for the Proficiency Testing of Analytical Chemistry Laboratories. Pure

& Appl. Chem., 78(1), 145-196 (20086).
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Axh(valid) THw
F=AMA7 ==

ISR B
X

Cochran®

BERE

Bt 2 BUERPTEY
1R TERRIARF D BUERFR £
D2/92A 7% SHIRR

HhE
118 Grubbs
BREEE

HhiE
2{E M Grubbs
HWERE

FRoV Y B BLERPRELD
RERBIEORERRTE
D2/9RA % S HIkR

Brot 9 2 SERFRELY
R TERIIARE O ERPRE
MD2/3LIN % S HIIfR

!

ZON—T TN
LERBREEY

®’Y
AR U RO
BERRRE

ST

X1 8 SERRED 7 17—
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#2 2 HRBREOVEBRERIEL WESRMAFOEN (HPLC-UV)

AR =

1 2 3 4 5 6 7 8 9
Fh AR e ke ke ke e e ke fHe ke
. L ST ST = =l
A i i i i v v v v i
57 e 57 e 57 e 57 e
Shimadzu Waters
. Agilent Shimadzu Shimadzu Agilent Shimadzu Shimadzu Shimadzu
Al HPLC LC-10 ACQUITY
1100 series | Prominence Prominence | 1200 series | Prominence | Prominence | Prominence
iE series UPLC
ES P InertSustain | Hydrosphere | InertSustain | InertSustain | InertSustain | InertSustain Unison InertSustain | InertSustain
Wl 7
i AQ-C18 C18 AQ-C18 AQ-C18 AQ-C18 AQ-C18 UK-C18 AQ-C18 AQ-C18
=t 7T— . . .
_ =i 4°C =i 10°C 10°C 4°C 4°C 10°C =t
DY —T7 —inE
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HBEEGRBR R COZ YL MRS RIL, 2 3~2 70V & 72> 7-, Cochran #ED
FEAL, EHINTZOINERIIBCBITS 1 BRET—ZOATHY | FHEICLE
724 R BRE SR 8 D3R T & HorRatR IZW T OFEHZRBWTY 2 LIF O BAF 2
EHRTHoT,

K&z, AOAC DY > I IVTRT ") —HA K74 20 HorRatR OFFAHIFHIX
0.5~2.0 TH Y, SRIOZLHEFHIZINT 0.5 Z Flal> THHEUEN 2 b -7,
HorRatrR MEWEEZ R L72GA 1L, OWENEE CH o720, WESEER A7
DLTERRTHD EERIND, SRIOZLHUFHIOBN TS 2 OERK DR HE
LTWBAHDEEZ BN,

¥, TEOERZTRA Lie THHEE R 5 &fiH) 1, [ EEAEOLE
(LBl ErE) |, A= Yo7 I7—07—F7—AFE 4CKRO10TC L =R
B LT, AMEZBRWZT —Z IO\ T, ZRENOME S EHHEOEDOR
EXAT T, FHEOEDOREIL, FoBomE (FRE) OfE, E0BoLnaid
tRRIEE ., HEBTRVWIESIE, v LT OREE W,

ZOFER, £28~30ITRTEICHIDbLKMEa—rT7T7T—0 T
Bl ICBWTHEENALIL, IREIHHDOIZ I BOXEDDE L o7z, Fio,
INERND A — N7 T7—D 7 —F—iRE|] ITBWTAHAEENALI, iR
DIEI RO D L T o7, BIEROFERE LTI ERiEY THHZ &, TliHEE)
Tl 3 REITIIAEENRBO LN oTm2 bk, A= T TF7—Dr—7F
—IREE ] TIIftho 4 RECTIHAEBRERRD LN hoToZ et KEefEE X
BXONRVD, KERPOIIRE SO TR G E L LR STz, T4
— T T — T =R I LTI, BEAICRY BH D Z ENDHELEN
REETH LR, BETEEBT2HEEHODCOREEEZHRLTZITINENER
oY AW
(CFRk 2 8 4EfE)
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* 2 3 BHGAR=EToOZSERHERR (HPLC-UV @ 9 55 ZKH)

AR HEM 1 HEAE 2 ) 53 HK

1 36.1 36.5 36.30 0.08
2 34.1 34.0 34.05 0.005
3 30.0 31.0 30.50 0.5
4 31.3 30.8 31.05 0.125
5 33.7 34.2 33.95 0.125
6 34.0 33.3 33.65 0.245
7 35.6 34.9 35.25 0.245
8 35.5 34.8 35.15 0.245
9 36.2 33.6 34.90 3.38

FRAT i R

SRR =L 9

T — BT A N 7 R A 9

FRIUEIZ 72 o 7o iR 34K 0

2 a R = O G TIE R H 2

THfE (mgl/kg) 33.9

PHTERERZ Sy (mg/kg) 0.7

PHTRFAZ 2.8Sr  (mg/kg) 2.1

OHTA R R 7= RSDr - (%) 2.2

SEFHIEHERFEZE SR (mg/kg) 2.0

FEMHBFFAZ 2.8SR  (mg/kg) 5.6

E M AFHAIMEER 72 RSDR (%) 5.9

MR ERZE e PRSDR (%) 9.4

HorRatRr 0.6
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# 2 4 HHEBRETOZLEHMER R (HPLC-UV: =2—> 75U —)

AR HEM 1 HEAE 2 ) 53 HK

1 102.8 103.8 103.30 0.5
2 100.7 100.6 100.65 0.005
3 99.0 99.3 99.15 0.045
4 96.6 96.5 96.55 0.005
5 105.7 105.5 105.60 0.02
6 102.8 100.9 101.85 1.805
7 105.5 102.5 104.00 4.5
8 101.8 99.5 100.65 2.645
9 106.9 102.2 104.55 11.045

ATt SR

SRR =L 9

T RN A s i R A 9

FRIUEIZ 72 o 7o iR 34K 0

2B O P TIE R %K 2

FEIME (mg/kg) 101.8

PHTERERZ Sy (mg/kg) 1.5

TR 2.8Sr  (mglkg) 4.2

OHTA R R 7= RSDr - (%) 1.5

ST #ERFEZE SR (mg/kg) 3.1

FEMHFBFAZ 2.8SR  (mg/kg) 8.6

E M AFHAIMEER 72 RSDR (%) 3.0

MR ERZE e PRSDR (%) 8.0

HorRatRr 0.4
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#* 2 5 BHGAR=EToOZSMERHERR (HPLC-UV @ /NEH#IK)

AR HEM 1 HEAE 2 ) 53 HK

1 130.9 130.4 130.65 0.125
2 140.4 139.3 139.85 0.605
3 120.4 119.5 119.95 0.405
47 116.2 124.1 120.15 31.205
5 133.4 133.0 133.20 0.08
6 130.1 129.1 129.60 0.5
7 133.1 132.1 132.60 0.5
8 128.8 129.3 129.05 0.125
9 129.3 130.3 129.80 0.5

% : Cochran OEIZ KV FEH]

ATt SR

SRR =L 9

T RN A s i R A 8

FRIUEIZ 72 o 7o iR 4K 1

25 AR = O BT E (1 2

FEIME (mg/kg) 130.6

PHTERERZ Sy (mg/kg) 0.6

TR 2.8Sr (mgkg) 1.7

DHTARXIERE(R 22 RSDr - (%) 0.5

ST #ERFEZE SR (mg/kg) 5.5

FEMHFBFAZ 2.8SR  (mg/kg) 15.5

E M AFHAIMEER 72 RSDR (%) 4.2

MR ERZE e PRSDR (%) 7.7

HorRatr 0.6

39/51




#* 2 6 BHGR=EToOZSMERHERR (HPLC-UV @ /NESAK)

AR HEM 1 HEAE 2 ) 53 HK

1 427.3 439.6 433.45 75.645
2 467.9 462.9 465.40 12.5
3 424.9 425.4 425.15 0.125
4 429.7 423.4 426.55 19.845
5 456.9 464.4 460.65 28.125
6 431.6 434.8 433.20 5.12
7 431.7 435.0 433.35 5.445
8 445.3 443.1 444.20 2.42
9 443.3 446.5 444.90 5.12

ATt SR

SRR =L 9

T RN A s i R A 9

FRIUEIZ 72 o 7o iR 34K 0

AR 2= O O T E 15K 2

FEIME (mg/kg) 441

PHTERERZ Sy (mg/kg) 4

PHTFE# 2.8Sr  (mg/kg) 12

DHTARXIERE(R 22 RSDr - (%) 0.9

ST #ERFEZE SR (mg/kg) 15

FEMHFBFAZ 2.8SR  (mg/kg) 41

E M AFHAIMEER 72 RSDR (%) 3.3

MR ERZE e PRSDR (%) 6.4

HorRatr 0.5
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* 2 7 BEGRETOSMERHMERR (HPLC-UV @ Z A Z28))

R T E 1 HE fiE 2 SR 53K

1 1091.1 1072.2 1081.65 178.605
2 1159.2 1137.3 1148.25 239.805
3 1089.3 1100.6 1094.95 63.845
4 1081.1 1085.5 1083.30 9.68
5 1107.6 1109.8 1108.70 2.42
6 1071.2 1067.9 1069.55 5.445
7 1073.6 1066.3 1069.95 26.645
8 1086.9 1074.2 1080.55 80.645
9 1104.8 1089.9 1097.35 111.005

ATt SR

NN =R 9

T RN A s i R A 9

SRS 72 o 7o iR =50 0

2B O P TIE R %K 2

THfE (mgl/kg) 1093

PHTERERZ Sy (mg/kg) 9

PHTRFAZ 2.8Sr  (mg/kg) 25

DHTARXIERE(R 22 RSDr - (%) 0.8

ST #ERFEZE SR (mg/kg) 25

ERHIFAARZE 2.8SR (mg/kg) 71

2 [ PR B HR HER 2 RSDR (%) 2.3

= [F B HR ER 2 TRIE PRSDR (%) 5.6

HorRatRr 0.4
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# 28 VEMEDZEOHE (MR

FomomE (FBiE)

PIIED ZDRRTE

R (B EAKYE : 5%) (B EKYE ; 5%)

ot | FESVE | AEZE tfE tHFSME | AEE
PRAACE® S 0.322 0.304 B 2.518 2.201 HY
a—v757— | 1.040 3.677 L 5.071 2.120 HY
INFETRT TR 0.032 0.287 L 0.548 2.145 3L
INFEARI 0.458 0.304 HY 0.108 2.179 7L
T Ak 0.329 0.304 HY 1.359 2.201 L

K29 VHEDOEDKE (LEHMHKOLER)
FowomE (FRE) FLEED DI E

R (HEAKYE : 5%) (B EKYE ; 5%)

St | FESVE | AEE t fE tHFSME | AEE
PRRE /S 8.623 3.677 H b 1.374 2.201 L
a—r777— | 1.912 3.677 L 1.604 2.120 L
INETRT TR 14.531 3.787 H b 0.381 2.306 L
TN AR 1.735 3.677 L 0.546 2.120 L
T A Z¥ 2.372 3.677 7L 1.711 2.120 7L

#30 FHHEDOAEDKHE (H-Mv7 F-D)-7-1RE)
EonwmomE (FHE) FEIE D FZEDIRE

Vs (B EKYE : 5%) (B EKYE ; 5%)

SRk | FESUE | AEE t il t BEAVE | AEAE
PRAACE® S 3.699 3.204 HY 0.040 2.447 L
a—v757— | 1.912 3.677 L 1.604 2.120 7L
INETRT TR 1.708 3.482 L 2.566 2.145 HY
TN AR 0.399 0.213 H 0 1.574 2.131 L
T A Zhy 0.146 0.213 L 0.163 2.120 L
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[ TREFZ DO : LC-MS(UMS)E D %2 4 PEAf]

LC-MS/MS {22\ T, BEERBRE COZYMaHN2 350 L, i EEZ-4 2
& aRERR Lc, LU FICEEM 2R T,

7P, HEEITWH I RBREORA RN & 3= To LC-MS & LC-MS/MS T
HERFAE SR 5, LC-MS/MS # WA Z & & LTz,

HOMUORE LR LTz 5 FEORE (92 b XKk, 23— 77U — /LR
Wi INESRIN . TA KR AR L. RIERG L — TR BREE, ¥
—, THEeITN—=TKR=NT 4 T A HITA, RLREREHS. BAZRDKRER
=, BARBSRGNTE v 2 —FEWE e, [RIZEMIEITA 2 RBRE OFF 10 FRBR=E Tk D
FMEIZ £ 0 FEhii L 7=,

FRBL O MEMERRIL. T e akHL 10, OHTHIEREL 2 81 CEhE L, Hhe
BROERIN—F T A X 71 ha/Lo dZERH O Recommendation 8 OFJEIZ LD
HIELT I WE] ThoZ L xR LT,

FREFN=2 7% 3g T oBmM L7zt GF103EN %, B OFEE A RS TR
BREEICEST L CRIEETT -7,

BOENTEHEMICOVTE L 8 D7 a—IZit> THNEDOREEIT-T21h, —IC
BLiE DI HIHT 24TV BB EE & O HorRatr fEZ FH L7,

k. RIS, B HIRE A TS A2 FEhi L. ZORICERBREND
HEheERICESE, B-BBRETERLEFEPDLUTORIZOVWTHRT S
ZEbLT,

O HhH#EIEZ. HRE O 0T HEHR L35,

O %O LR Aiaix, [OoBE% ] £721% 130 SlEHER] &7 5.

O HPLCOA— 77— —7—iREIX, 14C), T110°C) /i =R (6K

T%)) 242 (10°CHZLEMIT HPLC-UV OB HERBHE 2

FRBREOEmKN AR 3 1ITR LT,
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BEGRBRE COZ YR R IT, £32~3 6 (RLEY . FEHT — X 0/NE
2hf € Cochran MREIZ LV 1 HRBREVNNIVE L HIESNTZDOATHY | T —FfiE
Wiz ash7ailBsEs s LT 9 kR C©&. HorRatR IZW T OREHZIBWTE 2 LA
TORERERTHH-T-,

WAz, AOAC D> 7 )VT KT MU —HA K74 20 HorRatR O FF2AHiHIL
0.5~2.0 TH V., ARIOZLHEFHHICHNT 0.5 2 Flal> T Dk 1 85 -7,
HorRatrR MEWEEZ R L72GA 1L, OWENEE CH o720, WESEER A 72
DLIERERTH D EBLEIND, ARIOZLHETMOIBN TS 2 b DR ML
LTWbAHDEEZ BN,

BB, RRE 1128V, A= 707 T7—0r—7—BEOHKRN (15C) Kb
ST, MORBREORR & I LT, FRURVMERFE O biignololzd, iFE
HFTHDLEEZ DN, o, #IHEEICEL TX, R=E 4 oALBHETH-
72728, W2 IZ T E o 7,

(FRE 2 9 ££)%)
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731 FHRBREORBREE L HESRSEOEN (LC-MS/MS)
e 1 2 3 4 5 6 7 8 9 10
FhH RE 9 RE 9 RE 9 e RED RED RE 9 RE 9 RE 9 RE 9
AR DALER . e e & s e e i fE e -
T o7 o7 S o7 57 i 57 i
Waters Waters Waters
Waters
Shimadzu Shimadzu ACQUITY Shimadzu Shimadzu | ACQUITY | ACQUITY Shimadzu Agilent
HPLC ACQUITY
. NexeraX2 NexeraX2 UPLC Nexera Nexera UPLC UPLC Prominence 1290
{H UPLC
I-Class H-Class H-Class
iE
Waters
ES AB SCIEX | AB SCIEX Waters Waters AB SCIEX | AB SCIEX Waters Shimadzu | AB SCIEX
MS/MS Xevo TQ-S
as QTRAP4500 | QTRAP5500 | Xevo TQ-S | Xevo TQ-S 4500 QTRAP5500 _ Xevo TQD | LCMS-8030 | QTRAP4500
micro
Discovery Discovery Discovery Discovery Discovery Discovery Discovery Discovery Discovery Discovery
IHTH T A
HS F5 HS F5 HS F5 HS F5 HS F5 HS F5 HS F5 HS F5 HS F5 HS F5
el AN R
D5 15°C 10°C 10°C 10°C 10°C 10°C 10°C 10°C 10°C 10°C
— 7 —{m
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* 3 2 BHGAR=EToOZLMERHERR (LC-MS/MS @ 9 %5 ZKkH)

AR HEM 1 HEAE 2 ) 53 HK
1 39.9 37.8 38.85 2.205
2 38.5 39.1 38.80 0.18
3 37.6 36.9 37.25 0.245
4 38.7 37.9 38.30 0.32
5 36.4 39.9 38.15 6.125
6 37.9 34.7 36.30 5.12
7 36.1 35.6 35.85 0.125
8 40.2 40.5 40.35 0.045
9 39.2 38.8 39.00 0.08
10 42.6 46.0 44.30 5.78
FRATT e e
ZNERER =5 10
T — BT A N 7R A 10
SMIUIELZ 72 o 7o SRR =L 0
2 aBR = O G TIE 1 H 2
FHIE (mgl/kg) 38.7
PHTIEHERFZE Sr (mg/ke) 1.4
TR 2.8Sr  (mg/kg) 4.0
OHTA R R 7= RSDr - (%) 3.7
ST RS SR (mg/kg) 2.6
EFHTAZE 2.8SR (mg/kg) 7.2
M AFHAIHMEER 72 RSDR (%) 6.7
HE W B BUEME R A TH{E PRSDR (%) 9.2
HorRatRr 0.7
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# 3 3 BEGEBRE TOZ YRR R (LCMS/MS : 23— 75 U—)

AR HEM 1 HEAE 2 ) 53 HK

1 103.6 101.5 102.55 2.205
2 100.7 103.0 101.85 2.645
3 98.0 101.1 99.55 4.805
4 99.6 99.8 99.70 0.02
5 101.1 96.0 98.55 13.005
6 101.8 96.0 98.90 16.82
7 103.7 108.0 105.85 9.245
8 106.4 106.8 106.60 0.08
9 102.3 104.2 103.25 1.805
10 106.1 102.7 104.40 5.78

FRATT e e

ZNERER =5 10

T — BT A N 7R A 10

SMIUIELZ 72 o 7o SRR =L 0

2 aBR = O G TIE 1 H 2

FHIE (mgl/kg) 102.1

PHTIEHERFZE Sr (mg/ke) 2.4

TR 2.8Sr  (mgkg) 6.7

OHTA R R 7= RSDr - (%) 2.3

ST RS SR (mg/kg) 3.4

EFHTAZE 2.8SR (mg/kg) 9.4

M AFHAIHMEER 72 RSDR (%) 3.3

HE W B BUEME R A TH{E PRSDR (%) 8.0

HorRatRr 0.4
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#* 3 4 BEGR=ETOZLMERHERR  (LC-MS/MS @ /N258778))

AR HEM 1 HEAE 2 ) 53 HK

1 125.7 129.7 127.70 8
2 130.8 136.8 133.80 18
3 129.9 128.4 129.15 1.125
4 133.8 134.8 134.30 0.5
5 131.3 125.0 128.15 19.845
6 122.2 123.6 122.90 0.98
7 133.9 123.8 128.85 51.005
8 135.2 136.7 135.95 1.125
9 130.9 131.9 131.40 0.5
10 133.0 125.9 129.45 25.205

FRATT e e

ZNERER =5 10

T — BT A N 7R A 10

SMIUIELZ 72 o 7o SRR =L 0

2 aBR = O G TIE 1 H 2

FHIE (mgl/kg) 130.2

PHTIEHERFZE Sr (mg/ke) 3.6

TR 2.8Sr (mgkg) 10

OHTA R R 7= RSDr - (%) 2.7

ST RS SR (mg/kg) 4.6

EFHTAZE 2.8SR (mg/kg) 12.8

M AFHAIHMEER 72 RSDR (%) 3.5

HE W B BUEME R A TH{E PRSDR (%) 7.7

HorRatRr 0.5
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#* 3 5 BEGABR=E TOZLERHEER  (LC-MS/MS : /N2 ahif))

AR HIERE 1 HIFEH 2 ) PaNio
1 337.3 338.4 337.85 0.605
2 347.3 358.0 352.65 57.245
3 341.8 341.0 341.40 0.32
4 319.4 312.0 315.70 27.38
5 316.9 329.0 322.95 73.205
6" 322.2 442.9 382.55 7284.245
7 328.6 302.3 315.45 345.845
8 364.5 372.0 368.25 28.125
9 338.1 333.4 335.75 11.045
10 336.0 327.7 331.85 34.445

% : Cochran OEIZ L 0 FHEH]

FRHIT e SR

ZnakR =4 10
T — ZRAT I A S e R R 9
S NEIZ 72 o 7= B BREE 5L 1
BB EE O O T E (15 2
FEIME (mg/kg) 336
PHTERERZ Sy (mg/kg) 8.0
OHTEFAEZE 2.8Sr  (mg/kg) 22
DHTHXMERER A RSDr (%) 2.4
EHHFHEER~E SR (mg/kg) 18
EMFHFAE 2.85R  (mg/kg) 51
M EFHAIXHMEER 72 RSDR (%) 5.4
MR ERZE e PRSDR (%) 6.7
HorRatRr 0.8
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#* 3 6 BEGABR=EToOZLMERHERR (LC-MS/MS @ 7 A ZH))

AR HEM 1 HEA 2 ) 53 HK

1 797.6 833.5 815.55 644.405
2 826.2 893.5 859.85 2264.645
3 735.8 714.2 725.00 233.28
4 785.6 766.3 775.95 186.245
5 755.2 766.8 761.00 67.28
6 775.5 757.7 766.60 158.42
7 727.0 755.9 741.45 417.605
8 828.8 851.5 840.15 257.645
9 789.9 795.4 792.65 15.125
10 782.1 754.0 768.05 394.805

FRATT e e

ZNERER =5 10

T — BT A N 7R A 10

SMIUIELZ 72 o 7o SRR =L 0

2 aBR = O G TIE 1 H 2

FHIE (mgl/kg) 785

PHTIEHERFZE Sr (mg/ke) 22

TR 2.8Sr  (mg/kg) 60

OHTA R R 7= RSDr - (%) 2.8

ST RS SR (mg/kg) 45

EFHTAZE 2.8SR (mg/kg) 130

M AFHAIHMEER 72 RSDR (%) 5.8

HE W B BUEME R A TH{E PRSDR (%) 5.9

HorRatRr 1.0
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(7) B BRI D ERCRI
Rl R FAR AR L7,

5 BEBROFER (FELIX. BE L (FFETO) HFirgFeiid)

6

(1) Fifase Bk (3) )

“HPLC-UV 2 X B BHAT OWeHET A /37 F L 3HriEOBRF”, BEEIERME, 76)IE
o IREEER, R FIOL, BT HES. 58 (6). 247-252, 2017
“HPLC-UV 2 X 2BHA Ol T 2 37 8 L o3k ok Br s i L [FER”, A1
i, LR =, BREFGL, BAHAETMES, 59 (4). in press, 2018

“LC-MS # L U LC-MS/MS | & 2 BJET DUl T 237 X ik oBs” . i
THEN. Bz mE—, MBERE. tE . BEEL, R HERE 59 (5).
in press, 2018

(2) Fa%E GO (4) Z8)
“UV-HPLC E\C X AZHAT O T AT B ON0HE~7 a1 k2 LoD,
BERARIE, 55 112 [0 A AR A PR isiie. 2016 4F 10 A
“UV-HPLC EIC L AZIET OWHET 2T X O0HET o h a /Lo,
FEFANSA, 265 112 [B] B AR S AR P i 2. 2016 42 10 H
“LC-MS 2 L 2BHET OWEfET AT F ik 7 m a2 L oBSR" . TR
55 113 [A] A AR AT AE PR TFINGR S, 2017 4F 11 A

BRODERICY Tc o TOHKF R TORMBERE

BRI 2], FREE L LT [GC-FID |2 X 2B Ol A /37 X 0 O 4 HrikR
J) &gl TS, HPLC-UV iEOBEGRE O 2 M VERFARIZ 2N U 72 4%R8 - ORI
FETBA%E LI ik ORANRE S D/ A — 0 —55) 6. BGEORAKGS %
BSE R D EARDHEZRFET 2 LEMEITIRW E OB RS S o2, RBRpFEIRE

TEETF— A EWEo b BFFERRE SR LTz, DA O BEAEOERIZED T 5 RS
REEIL RN,
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yillEsis

MEHERBORERE. ARBMRORR GRX. HHFHF)F
FRUARES 70U/ SFREDBREGS RS O BB OBM 7 X/ SR DA &I AL DR
D | @ | QI FmRXE | (4 DAREEH (O ERRRREE] () ERR TSR o
g | A OEAL () &) | mam
B2 |L20 |PRLO x| mx | mEm | EB | gay | wE | w8 | mE | me | by |A0A
E% | AR - "
2701-2 6 ] 3 0 3 0 0 0 0 0 0 0 pi
(1) FREERHS OBIERR
%5y DR, QBIBEES . QLD ‘
4 EELBOETH FRH BB AT Rl Kl ELBERURAEER
e BAkES ARE—S#E SR EOFRBE DL CHERUAE DR
@ |(F1E#EERE 201586258 | Sabi © K7 No 4039-1) 11 = 5
® |meEsEsE 2otes2A18E  [SHAER HA REMEIRE 9 s D EEFROEBRROBARUNBOHE
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