ISR BRYE (2017)

82 VAESYRRUZOEEME
8.2.a EERBWI/OATNT 5720 T LEESTE
1) ME

ZORERIE (GR 5 8.2.a-2017, CLP.a-1) [3HEE & OB IR R FEAEEHZ 8 FH 3%,

JEEFDI/aeZUR TIETVR RO 70T 5% T VIV T TAX 7 — Vi L BetEE TV P TR
BN E DL EEFIALT, 7V —o 7 v 71—y Uk N COERSE | Mk a~ s o7 8 &5 Hrat
ZHWTHEL, irstfh o rae VR 7IETUR K 7aT7 8% R 5, 7k, ZORBRIEO MR LK
% 61RT,

& 1. 7orIIR, TIETIRKE O 707 AOERIIX 1 0LBVTHD,

N

X1 7 ZUR, 7 TR KO aT AOREER

(2) BEF HIELOKIZL, KITED,

a) JK: JIS K 0557 \ZHLE T2 A3 DK, 72721, LC-MS/MS (T3 AT DIABERIZ DUV CTik Ad DK%
SRR

b) FZHr=RJJL: JIS K 8039 (ZHLE T 2584 FE3E - PCB 35k FH (A 300 LA 1) SUT[FI DS E O,

¢) ABR/—IL: JIS K 8891 (THUE I DHeik SR D S E DFAHE,

d) A2/—JL: LC-MS/MS OEHERIZAEH 35 A% 7 — /1L LC-MS FH XIZ[FISED fE DK,

e) JKEREFRUD L JIS K 8576 (ZHLE T DHFHE SULIAIZED B DR EE,

f) EER: JIS K 8180 |ZHUE T 245k IIF D fhE DRI,

g) FUEZ=TK: JISK 8085 ITHIE TS 28 % (EH & H) DRGAIE LR FED ME DL D,

h) FEE: JIS K 8264 |ZHIE T 2 HFptk XILIF D B DI,

i) PUEZTRK(0.0028 % (HESE))D: 7oE=77K0.1 mL %7K 1000 mL (ZMZ5,

j) HEREEEK0.1 mgmL)": 7o TYRICH;CLNO,]? | 7/ EFUR[CHLCLN,0,] P R e 70T
A[CH;CLN,0,]1 P45 0.01 g ZOFH RMIZED , ZOE A 0.1 mg OHETHIET S, L EOTER=N
JVTERIL, 87T A7 100 mL IZB L AL, EERRE CIRIEEA N Z 5.,

k) ESERER (100 ng/mL) Y #EHEHER (0.1 mg/mL) O—E A EHE (1+41000) THARL, ROEYE
1% (100 ng/mL) Z 7532,

) REHAESEER (5 ng/mL~50 ng/mL) "V : {# FFHR ALK (100 ng/mL) @ 2.5 mL~25 mL %
BT T7A 50 mL ZEFEICED | BERE TR (1+1000) 212 5,

m) REHAESIEER 0.5 ng/mL~5 ng/mL) ;i RO BB RS EYEE (10 ng/mL) @ 2.5 mL
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~25 mL #4877 A2 50 mL (ZERPERIIC LY | AR FTE R (1+1000) 20125,

FEQ) FARGITHY, LEISCIBERE T D,
(2) FFHEREENTIRS T,

E%5 2. 7o IR, 7UETUR LR nT AOEEASIIRDEMEE T3, B AL M OMRHEE T2 L
DIRFESILTVD,

(3) WERUEE HFHLOEEIL, ROLEBVET D,
a) EEREIOTNSTEESHE (LC-MS/MS) : JIS K 0136 (2K 5 LC-MS/MS TR D B4
=3Ho,
1) mE&KHEIOTNTS7:
O BTl HTLFEEEE 30 °C~45 °C THEITTEDHL O,
@ H72: P2 mm~3 mm, £ 50 mm~150 mm, KifE 1.6 pm~2.2 um O AT UL AHD I T LE
WA I BTNV LT U T VTR TALIZL D, B ESEH IO D,
2) BESWE:
O A4 Ak =L IhaAT L — A4 AL (ESD) %
@ AF BT R OSR HE
b) iRESHE
¢) ¥=i—JLF
d) SEDSEER: 1700 X g T LoyBE R Eeb 0,
e) EEGEIDSEEH: 8000 X g~10000 X g T LAYBERTREZL D,
f) BHEES: 40 °CL2 °C [T TXH T R — & —
g) ARYR—H—PIYSHhSL: PE=L U BUN-E= e a) R EEARI=17 2 (200 mg)

{B& 3. H7A1XACQUITY UPLC HSS CI8 DA CHiISI T,
&% 4. 2RV~ —F—h)> X Oasis HLB 6¢c (200 mg) . Oasis PRIME HLB Plus Short Cartridge (225
mg) EOLFRTHIRSIL TS,

(4) ERERIRME

(4.1) #l HhiHX, KoLBVITI,

a) HTEER5.00 g 2130 ED, ke =723 200 mL~300 mL (2 ALD,

b) KEE(LT U LERHE (40 g/L) 1 mL, A%/ —/L 99 mL Zh12 D | #REHHETHI 30 2 RIEVIEED,
o) WhER, R AE R DR 50 mL 1285,

d) ELFI 1700 X g TR 5 4y L @ BB il B L5,

E Q) KEELTRTLEEHE (40 g/L) — A% /—/L [1499) 100 mL &z TH &V,
(4) [AIEREE 16.5 cm L OVEN#EREL 3000 rpm Tl /] 1700 X g FRE L7275,

E%5 5. APAZ 500 pm O 55 il F THFEL Toft etk il i35,
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4.2) 2)—2PvF W)Y 2= Ty 7 (D)L KOEBVIT,
a) H—RNoIHTLETOAR ) —LHK) 5 mL R OVKK 5 mL CTEed4 5,
b) 72 FT7TA2100 mLO%H—R P HT LD FICEE, K 5 mL X% 10 mLO 20—y U T A
AN KD TETAHID_EIIET S E TR SE5,
¢) KERLT NI LR (0.4 g/L) — A%/ —/L[1+1)%) 5 mL % 2 [BH—R) >y AT LITMNA , RIS HS
5.,
d) A% /—)L5mL%&Mz5,

EGB) 4.2 XU 4.3 OREIL, SEIDG U CRIEREZ VD,
(6) RO MBI ZATLEET DA, & 20 mL OEEE ANDHIEDTES AN O RS
WThEW, 20T, d) DEAEICHZ T ik E72 37722100 mLIZ A, BesaAZ ) —
Jb 2.5 mL T 2 [BIEF L, BEIRZ SeOft BRI A 5.,
(7) Oasis HLB 6cc (200 mg) & 72354 g S mL % 2 [Rl& T35,

(43) HU=2FPvFT )OO 2V—=rTo7 (Q)IF, ROEBVIT,

a) B —N o BT L% T O T BER=RVE 5 mL & OWERE (1+120) £9 5 mL CTHEHT 2,

b) (4.2)¢c) DifEHHIEZ 40 °C LLF DK BT 5 mL LA T ETRIERAMEL /2%, W2 (1+11) 3 mL 212 5,

o) IRMELICIR IR A 1 — Ny T MG, IR E ST CARID EIRETHE TR S5,

d) 72977 AEERE (14120) §) 5 mL C 2 [BIFEEL, YRR ENER 7 —R) w2z %,

e) WRIZ, Hilg (1+120) — 72 h=R/L (9+1)#9 5 mL L OVUKHI 5 mL ZER A —R) vz TS w5,

f) RETZIAASmLEN—N YU HTLD FIZEE, 7 E=T IR (0.0028 % (BH &5 3%)) —7Eh=F/L
(9+1]4 mL 27— T LIMZTr/re TR, TI/ETUR L O 77 L2 00 tim ST 2,

g) PERETEEE (1+1000) 20z Y, ki Ok 1.5 mLO Izt 5,

h) &0 7] 8000 X g~10000 X g THI 5 Syl L4y B L 10 . B R Z R ERATRET 5,

E ) REHARH O/ TR, 7IETUR RO 7aT7 ARENRERO EREZB 2580555
A, K O—E &Z2EWE (1+1000) THIRT D,
(9) RVF el MO e LB CRIEICEBLRNWD O,
(10) [AIHEP4% 7.2 cm~8.9 cm X ONEN#E%R 10000 rpm CimL> /7 8100 X g~10000 X g FEEE L7025,

(4.4) B WEIL, JISKO0136 XKD LB V1TH, BARMLBERIEL, WIEICHEH T Lmmdk s
n~ N TG R HTRTOBEFIEIZL D,
a) BMBRBRAIOTNTSTVEBESMHOAREN mHikikra~ s 77 G &Nt OBE S0 — 6
ZLL TSR T, ZhESBIZLU GRIET D,
1) mEZEHEIOINTST:
@O Wb FIET NI S LT VAT 5 (N 2 mm~3 mm, £ 50 mm~150 mm,
BIFE 1.6 um~2.2 um)
@ i 0.2 mL/min~0.5 mL/min

@ WHE: A: X (1+1000) B: A% /—)L
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@ 7Zv=xr bk 0min (5%B)—5min (60 %B)—6 min (95 %B)—7 min (5 %B)
® W7 LfEEAME: 40 °C
® 7FEAH: 5uL
2) BESWE:
O AFAbIE: =L 7haA 7L — A4 AL (ESD) 15

@ ET—F: K¥T747
@ F¥YETUV—EBIE: 1.0kV
@ AFUPHREE: 120 °C
® FIN_N—Ta 4R 400 °C
® a—rETE: £1OEREY
@ a)vVarz=pX—: £10DEEY
FToH— AT F1DERY
F1 HIEIEDFE=H— I 515
S AT 4N VA=C 4N - :U/a/ :1])7‘5“/
H e . A AF a— EFE ¥ — T ALF—
o S GERA GERA) V) GERA) GRS
(m/z) (m/z) (eV) (eV)
Va=i=r)IN 192 146 110 20 20 30
TIEIGIN 207 161 189 22 22 16
SR=0N 241 195 223 28 22 16

b) RERDOIER

1) £ ERAIRAERER S uL 2 LC-MS/MS (2 EAL, Z7rEJUR, 7U/ETYR KO 7ueT LD E B H
A (mlz) e ORERB AT (mfz) D7~ 7T LEFEk L, ZNENOE— 7 mfEE R D,

2) /ueJUR, TIETIR K0T LD E &M AA L (m/z) LR A (m/z) DY — 2 iffE X%
mS A HE N5,

3) FHREHRTROGIEMEROR EIRKRELE BN A4 (n/z) DY — 7 HfEE DR EREIER T 5,

o) HABORE
1) #BHATRZ 5 uL % b)2) ~3) LRBICHERET 1,
2) WRERDSHER G E BRSO R E I R E R E 2R H D,

FE) AEEEROY — 7 EFEE X E ST L TH30 % EO#IPHN ThHhHZ 2R+ 5, ek, B —7
RS TS SR EIC L TR IR DD,

&% 6. ‘FHEHEAD 2 FHEH), 3RS AITGTRISEANDE (2 FiEE) X WK S A 15 IR B AR (1FEEE) 2
7erme VR TIETUR RO 7uZ AOTRMEIGRER O RIL, 1000 pgkg . 400 pgkg LT 40
ug/kg DEINL L THEEEIYLEEDS 78.1 %~90.0 %, 81.0 %~117.6 %} X 71.2 %~101.3 % ThH-7z,

Fio RBRVED 2 Y VEMERE O 723D O I [RFABR D ploha o O 7 SR A2 2 1RT,
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Rk, CORBIEOI/IETUR, TUETYR RO /0T A0 RIS 10 pgke BEChHS,

2 avr’ TR & O OREYE FRER DO B IERERR D7D O M [F) ZR fliE O ST 5 5
by MY s2) RSD” sk RSDR

6)

HH SEZ Zpan b A
. PR RREEC ke ek (0 ugke) (%)
Z4=1=a7IN HENEL 10 128 6 4.5 21 16.4
HEAE2 10 835 41 4.9 100 11.9
1GIEFE B 9 16.2 1.7 10.6 5.2 31.8
15 UE T NERR2 10 89.6 11.3 12.6 11.3 12.6
15 IEFEREALELR3 10 339 28 8.3 28 8.3
TI/ETUR HEAEL 8 324 15 4.5 39 12.0
HEfE2 8 21.2 5.2 24.7 6.4 30.3
1GIEFEBEAEAEH 7 5.39 1.41 26.2 222 412
TG UESS B ER2 10 701 146 20.8 263 37.6
15 IEFEBEALEL3 9 59.5 8.9 15.0 16.6 28.0
=74=s7 0N HEAEL 10 840 50 5.9 175 20.8
HENE2 9 37.7 3.5 9.4 10.3 27.3
15U TR 9 90.2 11.1 12.3 30.3 33.5
15 IEFEBEALER2 8 341 19 5.6 67 19.8
15 UEFEENEEL3 8 182 16 8.6 56 31.0
1) fRHTICHW-RBR= 5 4) PHTAERHE AR 2=
2) REME (n=3BR B EOGER IR LE(2)) 5) = AR R 2
3) PHTIEME(R = 6) =[S B VEIR A2
SEXH

1) JUKFHIR, BIRET, QARG Rk a~hrI7 5207 DVE BSiHTRE (LOMS/MS) 12X 5720 E K&
WETEREEF D 7aeZYNHIE, IREHFZE#E, 3, 51~59 (2010)

2) BB, URFHIR, BARE, Amie: Rk a~ s I740 7 288 855 Hrit (LC-MS/MS) 12
LD K OVGIRIEE R D7 ZUR, 7 e TIR RO 7aZ A01E, IBEHFEH#E, 7, 1~9 (2014)
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(5) PAOFSYFRUFOBEMEOREREZTIO——F HIELOVERERIEE O 7 a T ) REW
FOREHEYEORBRED 7 a—3— N ERRITTRT,

| Btk 5.00g | JE =475 22 200 mL~300 mL

— ARBRALT R L7 (4 g/L) 1 mL
— A% /—/1 99 mL

| LD B
I

| 3320 5y | S0 mLELILEE, 1700% g 5530
I

| Hh i |

— FhHE 5 mL %10 mL

R ~—D—KNwPHT75(1)
(FDAH 7 —/V KI5 mL, /K #I5 mLONEIZHEEr)

) —2 7w 7 (1)

[U4E, 7297 A=2100 mL]

— KEBR(LT RN 2R (0.4 g/L) -A% /—/L [1+1] 95 mL x2[H]
LI RIS #]

— A )— L5 mL

| B I | 40°C, 5 mLEEEET
—HE (1+11) 3 mL

DR — =Ny BT A1)
(T 7 Eh=RUL %95 mL, HfE (1+120) %5 mLo> JEIZHES)

IV —2 T 7 (2)

—HEEE (1+120) #95 mL T 2e2[E0EE

Ik (1+120) -7 =RV [(9+1] 95 mL Ty

—7K KI5 mLCHES

— TUE=T R (0.0028 w/v %) -7ER=RJ/L [9+1] 4 mL
[, 28772235 mL]

| EA |
— XMk (1+1000) (FEHEET)

| By | EELILEE 1.5 mL |, 8000xg ~10000xg . 5531
[

| HE | LCc-Ms/Ms

2 HERE K OVGIRFEBENE B h D7 a e TV R K O OB E ORERIE Y m—2 —§
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SE WER R AIEER & ORUBHATK (AR OBRBOSHR T n~ 77 L2 RITR T,

Peak No.

Intensity / arb.units

Retention Time / min

Peak No.1: 77
No.2: 7/ 7UR
No.3: 7ut’Z7UR

ZER HRIEO SRM 7a~hT T4
TRE AR AR (25 KL 1T 200 pg FH2Y &)

LC-MS/MS DOl E Sk

7172 ACQUITY UPLC HSS C18(Nf% 2.1 mm, £ 100 mm, Kif% 1.8 pm)
Z DD LA (4.4) a) LC-MS/MS ORESAEDOBIRODEFY
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8.3 BREERE(ZHS)

83.1 BRBEBEZHS I (ZTD 1)

8.3.1.a BEBAKIOATNT S22 T LEEDE

(1) SFHRFILEY TAVF 2 THRATF U Bla, AV AZTF 122, 23-eRa 7~ L A7 Bla (Bl
AN ATF > Bla), TV AT Y JATF 2 Bla, 07 /v a7 /y BB = /L7 R UK,
ERo=/L 7 R LRV ELRIV T RO LRI T

2) #E
ZORBRIE GRS 8.3.1.a-2017, AG-C.a-1) (TR OF KER 25 FHE A NLEH L ORIRIE S IEEH 6 52,
JEE D& RHRE T B =RV R OUKIC TR - L, D7) =7y 7 — Ry PV VTR R
%, iRk a~ 7 77 BRI E RO TIEL B O et St G2 R0 B, 7885, 2O
BRIEOMEREIL RS 3 1T

(3) BEF FUEKLUKIT, kITED,

a) JK: JISKO0557 \IZHIETD A3 DK,

b) FHEF=RJJL: JIS K 8039 I[ZHLE T 278 3K - PCB 3R H (JEAE 300 LA_E) UL FESE D SVE DR,

¢) HAR/—)L: JISK 8891 |ZHIE T Dk IL R D fE DRI,

d) A2/—)L: HPLC OIFBERICHE R T2 A% /7 —/id LC-MS H XL i E O3,

e) FEBRITFIL: JIS K 8361 IZHUE T 24mk IXIFED B DO,

f) BFILITZ: JIS K 8680 [ZHLE 42 Hpk IL[F 5 D i E Ok,

g) FBTUEZDL: Ffk(WE 95 % (E&E53) PLE) RSO ME ORI,

h) FEZUEZHLBROImol/ L)V : EERTE=TL 6306 g 27K 1000 mL (ZHZ5,

i) EFBMFZUEZHLEKOImmol/ L) V: XL E=7 LY (0.1 mol/L) 1 mL %7K 1000 mL 2%
B,

i) FEE: JIS K 8264 [THIE T DRpfk IL RO M E DFRIE,

k)  FEEB®KO0.1vv%) " B 1 mL &K 1000 mL IZHNZ 5,

) EWMFZEF=FIILERO0.1 V%)V EE 1 mL 27 =L 1000 mL IZH1Z5,

m) HEEIEHERK 0.1 mg/mL) D : T ARTFU[CiHnO,] P AL AZF L [CusHpuOu] P =7V A
F 2 [CsoHrsNO4 ] @ L 105 72 [CasHpOgl @ L B =L 7 h 2 R [CroHyo0s ] @ B O L R [E LR
I :CyHys05 MO LRI :CyHys05]1 @59 0.01 g 2O rHBMLICEYD , FOE Fi% 0.1 mg OHTETHIE T
%o WED A ) —/VTERINL, RET T A2 100 mL (B LA, HERECRVABZINZ 5 (72721, ELRY
VAL TIEELRY T - TTOAEELTO0.1 mgmL #5675, ),

n) ESIEHER (10 pg/mL) : £ AR 10 mL 24287742 100 mL (2B LA, R ETAY ) —)L
MR D,

0) EEEAK (1000 ng/mL) : JEAFEAER (10 pg/mL) 10 mLZ 287522100 mLIZB L AN, BEHRET
AB ) —NVEINZ D,

p) BRERARESHEZER(S0 ng/mL~500 ng/mL): {5 HFHIIE SRR (1000 ng/mL) @ 2.5 mL~25 mL
B AT T AT 50 mL \ZBFERIIZED | R ETAY /— Va2 D,

q BRERAESESER(S ng/mL~50 ng/mL): {FHFRHIEAIEER (100 ng/mL) ® 2.5 mL~25 mL %
BT TA2 50 mL IZBMERICED | MERRETAY ) — NV EINZ D,

ﬂy‘llﬂ
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FEQ) RREITHY BENIS U B AR D,
(2) FFHEREENTIRS TV,

iB%E 1. SRR ERSKIIRDEMEEE T3, B e UM T3S LRGBS TS,

(4) BERUEE BEKOEEIX ROLEBHVETD,
a) BERAEIOTNSSTEESHEH(LC-MS/MS): JIS K 0136 [ZHLE TS LC-MS/MS TR DB
=4Ho,
1) mE&KGHIOTNTS7:
O BTl HTIFEEEE 30 °C~45 °C THEITTEDHL O,
@ HT7L: N 2mm~3 mm, £ 50 mm~150 mm, KifE 1.6 um~3.0 pm O AT L A D I 7 LE
(AT ETF N EEACEFE A LIS VAT N FETA LSO, BRSO HEEOLD D,
2) BESHE:
O AFAbIE: =L 7T L — A4 AL (ESD) 15
@ A4 GA: BIRBOSHHE
b) BERBER BEEERSREZHNDIIENTED,
¢) =HEES: 40°C FTHEITXHZ KL —F—
d) BHETFVESILTH—PIYCHSL: ZAETOEI LEFTTALELD (AR SmL) @
e) VS577A I—RY—NH, BBH—NIVCHSL: 7T77AM—R 500 mg e N7/ 7 BE LY
L VA7 500 mg & EHHE 6 mL ICFEEL7=H0

¥(3) ACQUITY UPLC HSS CI8 DA/ THilESH TWD,
(4) Chem Elut (5 mL)ZEDOA4FTHIRSN TS,
(5) Envi-carb/LC-NH, (500 mg/500 mg, 6 mL) D4 M Cifilisii b,

(5) ERERIRME

(5.1) #il HhitiX, KoLBVITI,

a) Rk 5.00 L@ %, 287723 10 mL IZ AN,

b) 7ER=NIL 3 mL Z[FEETTAINZ AR ETREIMZ TELIRVIRES,
o) BEIIREARE VTS B FR ALY | HiHiEE 5,

E6) REOLLEEBVHITER TH. OVt oxt R ERELZFH T2,
(7) HEWAFEORE S AR OERERIZE T AL N B LD THEE T 5, IIEOBICIZUIESHRICT
JHE 3 5L X0,

% 2. LT (D) QMBI R RT 747 10 mL 2 T RFFCRE, PrADEETO, SHF R 5.00 mL
BUBTTAT NN, PRI A RO BT L3 TS,

(5.2) YY—27vFQQ) 2V—rT7o7 (DI, kOEBVITH,
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a) I SmL %, 24T WY LA —RN o U T AR, § 5 SRR 5,

b) 7297722100 mL Z[FH—R P AT L0 FIZEE, BEETF /UK 5 mL % 4 [B], JERE T —R o270
SUTINA, WREATETARIO LI ET 5 TR HEE2®),

¢ VEHIEE 40 °C LLF ORI TIFEA S ELIE 5 ETRIE M L2148 BRI AZE->THELY, 7Eh=
NV —tbxr (3+1)2 mL Z Nz TR DA RN,

F ) WBEANIIXRHHERETHIL,
(9) Hz[ESHE T ELLRIEN T BN DD,

(53) YU—2FPvFQ) 2V—2ToF (Q)1F ROEBVIT,

a) V77 ANI—RYy —NH flJg@ 1 — N> H 7 L% T T Eh=RN/L — L (3+1) £ 10 mL THEHT
Do

b) 7237722 100 mL Z[FA—K v BT LD FIZES, (5.2)¢) DIRfFR AR S —RN > 17 AT,
WD CTAAID Bl ZET 2 E TS5,

o) REETEI=RIL -V (3+1) ) 5 mL T 5 [BIVESEL, BERENER FE S — RN > DMz ST 5,

d) A 40 °C LT OKIS TIELAETIE T 5L CTRITRMELIZ%, BRI AZ LS THLELY, 257/
— 5 mLIEINZ CTHRREMZTRNT, BIRRO—EBZ LML, A% ) —/VTIEHE 5 fFICARL,
YIRS T %,

E10) FESETEDERIENHEBT BN HD,
(11) FRERRIE T O EHGEE DR ERO EREZBZDBZNOHL5A X, EHAR D — T BE AX
J—IV AT 5,

(5.4) BIFE WEX, JISKO136 KOWRD LB VATH, BARAZRHEBRIEIL, WIEIHE M35 mER 7
n~ NI E BT OBEITIEIC LD,
a) BMBRBRAIOTNTSTOEESMHOAREN mHikikra~ s 7 G &5 HratOBE S0 — 6
U TR, ZNEBZIZLTRET D,
1) BEREIATINF7:
O BTL: AVETINIEALFRE S LI V7 VBT A (R 2 mm~3 mm, £ 50 mm~150 mm,
RiE 1.6 um~3.0 um)
@ ¥ik: 0.2 mL/min~0.5 mL/min
© HHEK: A JEETE=U LK (0.1 mmol/L) — X FETAIK (0.1 vive) [1+1)
B: EEETEh=RLEHL (0.1 viv¥%)
@ ZZv=xrh: 0min (50 %B)—15min (95 %B)—20 min (98%B)—30 min (50 %B)
® W7 LfE{ERAE: 40°C
® HEA&E: SpL
2) HESHE:
O AFAbIE: =L rhax 7L —AF A (ESD) v
@ EF—F: ROT47
@ Fxr’IU—FEE: 3.0kV
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A APRIREE . 120 °C
FUNAR_R—a AR 400 °C
a—EE F10EBD
alyar ¥ —: F10DLEYD
FoH— AT F1DERD

CESNCNCRC

F1 BEMDE=F— (e
PA=ZAN PA=CA

- VI qFy  a—vmE DY
RREA DGR () v TR
(m/z) (m/z)
7 RAZF L Bla 891 305 567 20 25
A~LAZF 2 Bla 893 307 551 25 25
TFYJAIF L Bla 915 186 298 20 20
b 395 213 192 35 25
[sEaN=i=y Ry E 356 177 147 20 15
ELR T 329 161 133 20 10
ELR T 373 161 133 20 10

b) BREHRDOEM
1) HRERHRA R S uL % LC-MS/MS IZHEAL, JIEX G E O E &AL (miz) & OB A
A (mlz) D7a~ 7T LETLERT D,
2) MEXGEOEBHAA L (m/z) ERER A (mlz) OB — 7S X TmS e B 35,
3) A ERHIRA R ORI E R G EIRE L ERAAZ Y (mlz) DY — 7 HFE XL E S & O Sz
VERK T %, MEAROVERIE, BB B ERHZAT),

o) HABORE
1) BBHARRZ 5 uL % b)2) ~3) LRBRICERET 21,
2) E—7HEEXIImIN o ERIVIES S E BL KD | TR OWER SGWEE R T2,

F(12) EHEROY —ZIfEN TS SEIZRLTE30 %REEOHFHFEN ThAZ LA HERT 5, B, B —
JHFEE XSS TR E IS > TR 2B D,

(55) #H
WRORUTL S THHEE P D& AR E 2R T2,

GIMTREL R DA IR (ug/kg) = (4xBx10)/C

A BB RO TR A UBHAIE T O A E R G E L (ng/mL)
B: MR LIREEZ 77D I R BRI 2 S OIS IR LI B O AR fiE R
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SINTREHZ 381 DL (3 E) (g/mL)

&5 3. RIROFERZHEAIEE 3 FEED | RE S IR 2 F8) O RIGRBROFEHIL, 4000 pe/kg
KON 400 pe/kg (72771, ELVRIAZBLTIIEL R T - T OEEEL T 4000 pgkg K& O 400 pg/kg) DR
ML~ T AR DN 77.0 %~104.5 % O 85.6 %~107.9 % ThH 7=,

F7z, BREREE D 2 Y MERERR O 7280 O L [FIFAER D Rl M OIS a2k 2 1”7
7ok, ZORBRIED K BIOE & TIRIZ 10 pgkg FRE THD,

2 FREREIEZL R Sy HralBRiE O 2% ‘élfﬁ%u@t?sf)@—iitﬂuﬂﬁﬁkfa@ﬁﬁﬁf“ﬁ%
B opwg? WRINE EIE Rsp” RSDR

B SEZ =bn

o s sk (ngke) (ughkg) (%) (%) (%)

TIRATT FE R 2% A kR 8 286.8 3333 86.1 13.3 14.4
Bla FE = HE A kR 8 358.9 4167  86.1 13.4 14.8

FRER = A G LR 8 425.8 500.0 85.2 8.6 11.6

AR A AEER 8 288.6 3333  86.6 7.1 8.5

ARG IEER2 8 405.5  500.0 8l1.1 7.1 7.2

ANNATF o FEEREHEG EEH 8 2989  333.3 897 14.9 15.0
Bla FE R = A A 2 8 382.5 416.7  91.8 14.1 19.3

FRE 2= HAE A IEER 8 431.1 500.0  86.2 9.8 10.9

AR A AEER 8 298.8 3333  89.6 10.1 12.8

R A LR 8 4052 500.0 81.0 3.8 5.8

TV ATy FEREZHES R 8 293.5 333.3  88.1 7.0 10.4
Bla FE R 2% A k2 8 361.9 4167  86.9 9.2 14.3

FER = B A IEE3 8 4253 500.0 85.1 7.0 10.0

R A NEER 8 2773 3333 832 9.0 12.0

RS IEER2 8 3982  500.0 79.6 7.5 11.6

=i FE R 2% A kR 8 276.8 3333  83.1 5.7 7.8

FER = B A e 8 353.5 4167 848 9.8 12.5

FE = HE A IR 8 426.6  500.0 85.3 6.6 8.5

R A NEER 8 263.5 3333 79.1 11.0 12.3

ARG IEER2 8 3852  500.0 77.0 5.7 12.1

vln=  FERZEAEAIEEER 8 3182 3333 955 8.1 13.2
TN FERZMESEREER 8 395.6 4167 949 8.4 13.6
FEEREZENEAIEEES 8 450.3 500.0  90.1 4.6 9.3

RS AEER 8 299.7 3333 89.9 7.4 11.0

RS IEER2 8 4358  500.0 87.2 5.8 7.4

1) fEMTICHW- R BREK

2) AR (n =38R = Hou L (2))
3) PHMTREEE (R E R 22)

4) =SB (FEHE YR 2)
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#22 (i)
HEx pwym? RINE [BICE RsD.  RSDR”

-2 = a4 )
w30 (ngkg) (ngkg) (%) (%) (%)
ELRU T FE R 2% A A kR 8 160.7 186.0  86.4 9.3 11.9
FRER 2= A SRR 8 202.2 2325  87.0 12.6 12.8
FRER 2= HAE A IEER 8 2286  279.0 81.9 5.4 8.8
WIRE A kR 8 158.2 186.0  85.1 6.8 10.4
R A IEER2 8 223.1 279.0  80.0 8.5 9.1
LN FERZEES LR 8 131.1 147.3  89.0 6.5 9.7
FRERE = HEA IR 8 163.2 1842  88.6 10.8 13.6
FRER = AEA IR 8 182.0  221.0 82.4 5.4 8.9
R A LR 8 126.2 1473 85.7 7.8 11.4
TR A IR 8 180.2  221.0 815 6.3 8.3

BE

1) JURHER, IWEIER, B RiR7a~hr 57507 ZAVE & 58T aE (LC/MS/MS) (2 E DR AR
oSO FIRHAE, IEEHFEERE, 4, 36~48 (2011)

2) JURFEG, IWHEIER, BIHE, SRHBN: RiKIa~< 7 T780 7 WE &5 HTE (LC-MS/MS) 1T
DR IEEN R O 6 fl KO RIFRAE  — LR —, IEEHFZEE s, 5, 48~59 (2012)
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(6) o FEERE—FHEBZIO——F BT O 6 EEIKD —FREED 71— — M E2RITTT,

[ Stratkrsooml | 4R75za10 mL

— 7ER=RJ/L )3 mL

— K (B ET)
| mmmam | som
|
[ HmGmL) |
|
5 >R

] _\ ) °
7)—r 77 (1) BH—R)w BT A (1)

— HEEETT )L 95 mL x4[A]
(&, 7297722100 mL]

| O | a0°C
—T7Ehr=RL-MLxr (3+1) K92 mLCIAfiE

A= HT (2)
(FOTEF=RL-MLx (3+1) #I5 mLx2[a]THEE)

TV =277 (2)

(72975221100 mL]
—TERr=FL-FLx (3+1) #I5 mL T g% SE e
[t R ]

| e | 4o°C
—AX )—) 5 mL

| R | AR AR
|

| e | Lemsms

ek ORI D —F k7 n——h
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&E RERHIRAIERER L OFEREIR (RO FREE 22 HE G IEED ORISR I a~ b7 T L%
IR T,

Peak No.

! R |

s £ | |
O
8
6 >
| | | |
T E el
0 Retention Time / min 200 Retention Time / min 20

Peak No.1: 7/3A7F > Bla
No.2: /YL AZF > Bla
No.3: =7V /A7F > Bla
No.4: a7/

No.5: E_u=/L 7 R
No.6: EL R 1
No.7: LR’ 1T

1) JRAEAER 2) REHAIR
SEX K BEEROBIRSHRH v~ T 4

1) JRATEAER (£ 3L LT 2,500 pg FH2Y &)
(ELRIACELTIE LR T - IO/ EELT 2,500 pg FHY4 &)
2) FBNAR (IR DO FEERE 2= A A e, SUBF 400 ng/kg FH4 SHRN)
(ELRIACELTIE LR T - IO/ EELT 400 pg/kg A4 i)

LC-MS/MS DIl 7E &4
71725 ACQUITY UPLC HSS CI18(N£E 2.1 mm, E& 100 mm, $7£E 1.8 um)
M 0.2 mL/min

F DD ST (5.4) a) LC-MS/MS ORIESAFEDOFIRDEFY
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832 BRBBEZHSHI(ZTD 2)

8.3.2.a HARYOTLTS57i%

(1) HFAFIEEH S-HCH(B-BHC) . y-HCH (y-BHC) . 0,p'-DDD. p,p'-DDD, 0,p-DDE, pp-DDE,
0,p-DDT, p,p'-DDT, 7/AVRU = RUL T ANRY | trans-7 VT V| cis-J VT | trans-/ )77
Il cis-/ T NTETa  NT RV TR VR R OINF R aa B

(2) =

ZOFRERE GE R 8.3.2.a-2017, AG-C.a-1) [THEAE e ONE D JFUEIE 7225 81250 F 375,

IR SRR R O£ RHEZT =RV L OUKTHItHL . 2T WEI LT L TR a~ T T
OB BT~ 7 320 DA — N Y 7 B VOGS | B R e X T A e~ 7 T 7%
THIEL ., B O I 8L B %R DD, 703, ZORBIEOVEREIXEE 7 IR T,

(3) BEF FUEKLUKIT, kITED,

a) JK: JISKO0557 IZHIET D A3 DK,

b) FHr=RFJJL: JIS K 8039 [ZHLE T 254 3 - PCB 3B FH (JR#E 300 LA ) SUT[FIED HE ORI,

¢) ANEFH: JIS K 8825 IZHIE T 5 (It 300 LA E) UL RIZFED SVE DFFE,

d) EIEFRIYL: R PCB BT LR D SE DRk,

e) AT HY: FRFEEIK-PCB #RB A (R 300 LLE) UFIZED SE ORI,

f) 7Hb: JIS K 8040 (ZHIE T 255 4K - PCB B H (M5 300 LLE) IZ[FIS 0 SV E DK,

g) DIFIII—TIL: JIS K 8357 |[ZHUET D5 F23E - PCB R (it 300 LA L) XUZFSED B DR

h) 224-F)AFILARUEL: HPLC Al UZFSED SE DR,

i) FEEEERK 0.2 mgmL)": S-HCH(S-BHC) [C4HCls] . y-HCH (y-BHC) [C¢HcClg] ® . 0,p'-DDD
[C14H1ClL1 | pp'-DDD[CisH,Cli]1® | 0p'-DDE[ C,HsCL ] | pp'-DDE[C4sHsClL, ] ?) | 0,p'-DDT
[C14HoCls] | pp'-DDT[Ci4HoCls] @ 7L RV [CoHgCle] ® . = FU[C,HsClO1 P . T4 LR
[C1,HsClO1® | trans-27 1107 2 [C1oHsClg 1 P cis-2 1V F 2 [CoHgCle ] | trans-/ 52 1)L [C oHsCly]
@) cis-/F 70 [CHsCly] @ L ~TFE7a)L[C o HsCly ] P | ~TH 7L RFELR[C0HsClLO] P K U~
FH7ua_ P [CoCld P9 0.02 g Z2TNZENOLHIRIICEY, TOE A 0.1 mg DHTETHIE TS,
7Ehy 20 mL T L, ZNENEET T A2 100 mL IZB LA, EERRE T 2,2,4- R AF )L~ 2 &)
Z D0

j) BEEER pg/mL) Y SR | mL 22 &7 722 100 mL (B LA, EHET 2,2,4-F) A
FN_RH =T R (441) IR 5D,

k) BREHFEAELER(0.02 ng/mL~0.2 ng/mL) V: T FARHIRAEE R (1 ug/mL) O 1 mL~10 mL &
7T A 50 mL IZEMEAICED B ET 2,2,4-NIAF LU — TR (4+1) N2 5,

) REHBEAZSAR(0.005 ng/mL~0.02 pg/mL) " {F HFHIRAERER (0.1 pg/mL) 2.5 mL~10
mL Z 287722 50 mL (ZBEFERIICED | FERRE T 2,2,4-RUAF LR By — TR (441) ZINZ 5,

FEQ) FRREITHY BENIS U B AR D,
(2) FFHEREENTIRS T,
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ES 1. SRR ERE IR T3, B e ORI T 3% L0 iES T g,

(4) BWERUEE HFAKOEEIL, kOEEVETD,
a) HRYAINSST(GC): JISK 0114 ([ZHET D GC TROEM AT H D,
1) ABEBEAR: A7V RGN AR H O,
2) FYESV—hHFL: NE025mm, EX30m OFEFIIROFE T —DT A, 14 % T /7 BE )L
T 2=/ —86 %V AT VAR uFX Y% 0.25 pm JES TH YT — I T LNEKE~MEFRE G LTZH O,
3) B EHER AR (ECD)
b) ZIVBEEIOTLTFT(GPC): JIS K 0135 [ZHET 20 BURIKY v~ 7 F7 CIROBEMHAN T2
D, 723 AL EEL L7220,
1) EBEBEAR: HEHAKE 5mL #1EATELHD,
2) AL W20 mm, BEX300 mm DAT UL AFID I T LEIZAT LU P8 =SB E A RN
—RTNEFTALIZH D,
3) A—FASL: N 20 mm, KX 100 mm DAT L D HT DEIZAF LoD = )L_ B i S
K RN—RTNVEFETALIZHD,
4) HERD: BRI PEL T DM AR E TEDT T araAL s —
¢ RESHE
d) BHESR: 40°C TTHREICEHZ AR —L—
e) HiBER: WEAEAF GEA A 60 mm),
f) BRMETVESLEA—MIVOATL: ZAMTNE) LEFRTALIZLO (PRFFA R 20 mL) .
g) BRFVWEBITRODLA—NIYDHTL: ARITWVE~T X T A 910 mg ZFE TALIZHD,
h) A2 TL2I4)3—: PTFE ®-DOA T VL7 H— (FLEL 0.5 um LA ),

% 2. GC FI#7 41X DB-1701, Rtx-1701, SPB-1701 D4 F CTHIRESIL TD, HT RISt A E e 4
(B CELZEDMERINTI AT LEAE T 5L,

#&3. 7 RBEI/e~ N T7 (GPC) L MED T DRESIZEY GPC BT LD FETAHITSHW0G31F
SIVABELI-IE R R B DB oy %7 57 aralb 28— TCIET 55 ik ik a< 2757 T b, GPC
777 1% Shodex CLNpak EV-2000 AC D4 M THii RSV TWVD, £72, GPC I —R 7 213 Shodex
CLNpak EV-G AC D4 HTHilESh T\ 5,

&% 4.  WJEAEARHIA L SB-60. il (L=} SU-60 FD4 R THIRSIL T,

#wEs5 2TV 8 —R»PiE Chem Elut (20 mL) D4 CHEIREILTUD,

&% 6. CREITWE~2 * w7 AL Sep-Pak Florisil Plus Long Cartridge (910 mg) % D4 #RCHilRS41 T
Do

#& 7. A 7L 7% —Z HLC-DISK 25 &% (4L£% 0.45 pm) . DISMIC 25JP050, Millex FH (JE£¢
25 mm, fL£ 0.45 um) FEOL TSI TS,

(5) BUERERME

(5.1) Ml HhiHIX KOLBVITI,

a) HTEER 5.00 g A3 &Y | ke =47 T 22 200 mL I ALD,
b) TEr=R/L—7k (3+1)20 mL ANz T,
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¢) 10 ZyffkiE . FIZTER=RN/L 100 mL 2%, 30 23 RHIHRVIEED,

d) 300 mL DR IET7 I A% Al d FIZES, iz A4 (5 # B) TRIEAE T2,
e) D=7 TAAR OERAMEINER T Eh=R/L 50 mL THFL . FERICEIEAET 5,
f) A& 40 °C LL T OKIB TIEEA L TE T 5 E TRIE RN 5,

g) WA LT MY AR 20 mL Z21Z 5,

(5.2) DU—=27vFA) 27V—rTo7 ()i, ROEEVFT,

a) (5.1)g) DA, ZHMETOES LI —R P HT AN, K S o E S5,

b) 72 7T 2300 mLZ[FEH—R P HT LD FITHES, Besz~FHP 4920 mL T3 [BIFeHL. IEKRIFE S
— NP BT MINZ RS TETAAID B ET S E TS5,

¢) HITAFH A 60 mL Z[FAA—RN v AT AINMZ, KRN CTAKID EIGIET HETIRHSE S,

d) EHEE 40 °C LIFOKIBTIEEA LT THETHITERM L%, BRI A E->THELY, v om
~EY =T/ (4+1) 10 mL 22 CHEEMETRIT,

e) AT T T 4NH—(FLEE 0.5 um LA F) TAHIT 5,

F () HESETILLEENERT RN DD,

(58.3) DU=2P9F Q) 7V—rT o7 Q)X IROEBVIT,

a) (5.2)e) DA 5.0 mL 27 VB 7a~ I 71ZEAL, b) DEAESRFICID E & T 55 BN T
S 53 % 100 mL D737 7 A4 BT 5,

b) ’7)[»2571:7#7’ 57(GPC)0)#;E1’E§E1¢ 7R e~ 57 (GPC) DEAESMEO—BilZLL T IZ
Y, ZNEBZIZLTRIET D,
1) HS5L: ZFLUVE %/v/\/ﬂz‘/iti/a\ﬁiﬁﬁb (NFE 20 mm, X 300 mm, K% 15 um)
2) H—FHSL: AFLL VL ARUBUREAEDT A (WA 20 mm, £ 100 mm, Ki£E 15 pm)
3) BEER: L o~THU TR (441)
4) HRE: 5mLl/min
5) SEES: 70 mL~120 mL

o) VEHIEE 40 °C L FOKIR TIELAETIE T 5L TRITIRELIZ1%, BRI AL LS THELY | ~F4
V2 mL ZINZ CHEEMEREDT,

(5.4) DU=2P9TFQ3) 7V—2T o7 3) X, IROEEBVIT,

a) BRITWEE~Z XU LA — Ry HT (910 mg) ZA~FH K 5 mL THEF 95,

b) 729772250 mL Z[RH—R v AT LD TIZEE, (5.3)¢) DUEHEZIR I — N> 7 NN, #Kik
NI TAHND EICETDETHRHSES,

¢) Fanh~FY 4K 2 mL T2 FIVEFL ., Wil ZNRR E A — R > Iz it &%,

d) HiZ, ~FYr—TxF T —T7)0 (9+1) 15 mL 2[R H— o M CHHE X S E 2R S w 5,

e) IAMIEE 40 °C L TOKIBTIFEALTE T HETRITIMELI-1%, BRI AZE->THELD ., 2,2,4-h
YAF A —T R (4+1) | mLOY 22 TR AR L, RBHAIRE 75,

FE @) BRI ORRIERENRERO LIRZBER5BENOHL5 613 BEHERD—
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2,2,4-NAF )i =T (4+1) THIRT D,

(5.4) BIE MWIEIL IS K 0114 X ORDEIBVTT9, BARIIZRAEBRIEL, WIE IR 3o A 7a~ 77
7 DEAEFTIEIZED,
a) HRYATNSTDRREY 7270~ b7T77 ORESRMEO—FIZ L FIORT, ZThEaSH LT
ET D,
1) HEBBARE: A7Vy - ZEAE (1 min)
2) HAHEASEE: 250°C
3) ¥YESU—HSAL: 14 % T /7aENT 2= —86 %V AT LR aF YL aF BT —hT AN
R AMEFERE S LIRS VR OX v 7Y —H 7 5 (N 0.25 mm, KX 30 m, fE/E 0.25 um)
4) HhSLFERE: 60 °C(1 min)— (20 °C/min) —180 °C— (2 °C/min) —260 °C— (5 °C/min) —275 °C (1
min)
5) Fv)NY—HR: ~UvA F|E: 1.5mL/min
6) AR ®EFE., RE: 60 mL/min
7) HRHHER: M LR (ECD)
8) MRHZRIEEE: 280°C

b) REHDIER
1) FHERAEAERER 1 L2 GCIZIEAL, 70~ N I 05508, B —Z HfE IEmSaEsRd D,
2) B ERHAESEEROBEELY — 7l X TEmSEOREREER T, MEROERIL. BEtD
HIERZATY,

c) HABOARE
1) #UBHANEZ 1 uL % b) 1) LRIBRICERIES S,
2) E—7HEREXIImSH O EMIDRE SR E B2 KD | A ORER S E R T,

#E8. HEH OO RIGALE W DOEIGEROAEF 1T, 20 pgkg K TN50 ngkg DEIIL- L CHE)[E1IT
NN 82.1 %~118.1 %KV 62.5 %~120.2 % T -7z, #EDFHMDOT=0 , HEJEZ W THZZEZ TORK
ERBRORBR AN DN T— TR B D BT 2 IO TR L. WP RSB M OO TRS B A B HH L 72 SR
R VIRT, 728, FRHCHEILT a-HCH (a-BHC) | 5-HCH (6-BHC) | A7 vV 135 3% [A]
DGO ST D THHTRIGULE BN LT,

723, ZORBIED A JEILO E BT HRIL 20 pgkg LR THD,
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K1 HEZEZTORAERBRGE O R

AR D TR L RS
B3R H %4 ﬂﬁ’aﬂiﬁz) S, ? RSD, K SI(T)S) RSD 1(1')6)
" (ngkg)  (ng/kg) (%) (ng/kg) (%)

S-BHC 5 15.7 1.3 8.3 2.0 12.8
y-BHC 5 14.7 1.3 8.6 1.6 10.9
ANFHrma P 5 15.3 1.4 9.3 2.5 16
NTHTEL 5 16.9 1.1 6.7 2.4 14.3
TIRY 5 12.8 1.0 7.8 3.4 26.4
AT TR (1) 5 17.8 2.0 11.1 1.6 9
AT BRI TIRFL R (2) 5 17.9 1.8 10.1 1.8 10
trans -2 VT 5 17.6 1.7 9.9 1.9 10.8
cis-JILT 5 17.8 1.3 7.2 2.0 11.3
trans-/ 7w 5 15.9 1.3 8.3 1.5 9.6
cis-/F 7 5 16.7 1.5 8.8 2.1 12.4
FANLRY 5 16.6 1.4 8.5 2.0 11.9
TR 5 17.8 1.4 7.9 1.7 9.5
o0,p'-DDE 5 18.7 2.7 14.4 2.7 14.6
p.p'-DDE 5 16.8 1.6 9.8 1.8 10.9
o,p'-DDD 5 16.9 1.2 7.3 1.3 7.8
p.p'-DDD 5 16.3 1.7 10.7 1.8 10.9
0,p'-DDT 5 17.9 1.4 7.8 2.2 12
p.p'-DDT 5 16.6 1.4 8.1 2.2 13

1) 2mpH TR A L 735k 0 £ 4) PHTHE AR MR 72

2) FEIE GRBR B (T) <P TalRE (2)) 5) AR e R 7=

3) DHTIEER = 6) H [HIFE S E(R 2=
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(6) BRRBE-—FHBEIOD——F EETOEFEREEO —FRABRIEDO T — — M RITRT,

| OfrEE S.00g | 36 =47522200 mL
— 7EBhr=R)L—7K (3+1) #920 mL
| Hei | 10 5f
— 7Er=FL 100 mL
| HRD iR | 30 5
[
| T 53 | AHESHEB, 72377271300 mL(1)
[
| WERSE | 40°C

— AL P Y AR 20 mL

ZANMTNED =PI T L
5 3

IV —2T7 w7 (1)

(724 7F 222300 mL(2) ]
—~FH #9920 mL Ted 75223300 mL (1) % 3[EIGEG . B AL

—~FH 60 mL
U= AT 40 °C
FL ] HERHA
—rra~Fr—7E(4+1) 10 mL
| 5;‘@ | AT — (ALE0.45 pmbl )
[ 5370 mL~120 mL#Z 7237 7 A=1100 mLIZ43 Hi]
Tk E R A 40 °C
FL ] HERHA
—FH K92 mL
| 20— 797 G) | AR S R T A — R Y T A

(729752250 mL]
—~FHr K92 mL TR 7522100 mLA 3[R PEE . ER BT
—~"FY o —TF )L —F L (9+1) 15 mL

AR 40 °C
A E=E
224N AT LA B — TR (44+1) 1 mL
| B | Ge(EcD)

Nl D 3 R B D — F o riE 7 r— —h
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84 FRUJL
8.4.a JL—LRFIRINLE
1) M=

ZOREREGEE: 8.4.2-2017, Na.a-1) I3 AW & & e iEEHI @A 5,

SSHTEBNZ IRAL R QMR CRILER L= . T FL v — 2R 7L — A FIEEL . F R AIC A%
Ytz R 589.0 nm X1 589.6 nm THIEL , /o #r5lkt DI M A (Na) Z3Ked D, ek, ZORERIEDMEREIL
HE3 IR,

(2) BE BT, ®kicks,

a) IEEE: JIS 8180 (THIE T DRHRGRIE SUTIFIED S E DR,

b) FhULIBEEK (Na1 mg/mL) " : JIS K 8150 [ZHLE T DHE(L TR 4% 600 °C£10 °C THI 1 BEREI N
L, 7T — =R TR LI, 2542 ¢ Z OO EMISIENED, D EOKTENL, RETTAA
1000 m L IZBEL AL, £ERRE TREMZ 5,

¢) FRUSHLIELER (Na 0.1 mg/mL) ;. F R AEHERE (Na 1 mg/mL) O 20 mL 242875 A= 200 mL |2
L AERRE TR (1423) N2 5,

d) BREHBAFNIYLEER(Na 1 pg/mL~10 pg/mL) @ : F R AR (Na 0.1 mg/mL) D 2.5 mL~
25 mL 4287221 250 mL (ZBEFERIIC &0 | R E THERR (1423) 2125 2,

e) BEHAZESRRE: o OBIETHEALIER(1+23) 9,

FQ) FARBITHY, MBS U AT T D,
(2) N—F =~y REEITREL L TERIEN TERWEREICH > T, ZOMREICH ST A REITI,
(51 LT 0.1~4 pg/mL)
(3) BRIFTDEAIE. TR ANEHUIZKWRY 7 BE L PTFE ZOME CHHATEIOREME AW
Do

#E 1. 2)b) OF NI AEHERRICHZ T, EFFH BRI — Y 7 V2R -6 0O F R A E e
(Na 0.1 mg/mL, 1 mg/mL /% 10 mg/mL) & V52 L TED,

(3) B EEIX. ROLBVETD,
a) JU—ARFEIESFTER: ISKOI21 ICHET AR FIOE T E,
1) HXiRE: MU LHRZEREGT T
2) HR: ZL—20NEJHH =
O BT A TEFL
@ BRI A: LA K OKGE TR ELI-ZER
b) BRIF: 550 °C+5 °C [T TEDHD,
o) RYFTL—bRIEWIB: F b7 L —NIRERE 250 °C FTHE TXHHO, MIRIT, TAREKL TN
WO BAEFIFEL  WIRIREZ 250 °C IZTEHIIICLZb D,

(4) PAERIR{E
(4.1) #H HHIZ kOEBVIT,
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a) OATEER5.00 g 213030 ED h—/LE—5—200 mL~300 mL (Z A5,

b) R~ —ZBEUFICAN, FCOITIEL THALS DY,

¢) 550 °C+5 °C T 4 IR LL_BssEAL TIRILSE D,

d) Hntk, D EOKTEREDZEL, EEEK 10 mL 2% % 12Nz, FIZKEZNZ T 20 mL &35,
e) M —h—%WEHILTE, Ay b L — IR L TIEL ., %9 5 4 RE T2,

f) fmtk, K TEE7TA3 250 mL~500 mL (27,

g) MEHETKREMZD,

h) A% 3 CTHEL, sEHRIRE T2,

E @) RALERMEG]: FERH7K 72D E TR 250 °C TIMEVT 5,
EZ2. (4.1) OEEIZ. 4.2.1.a D (4.1.2) LREOEETH D,

(4.2) A WEIL. JIS K 0121 X ORDEIBYVITH, BARBIZRHNE BAEIL, HE A 35ROt
PEE OB IEILD,
a) RFRADMEBEDRMESFRE R IO ITIEEORNESRMEIL, LLTE22Z L TRET D,
SBTRRIZR . 589.0 nm 3% 589.6 nm
b) BREBROIEM
1) FREFH T ND AR & O S 22 Bk a2 7 L — AHIZIEZE L, IR 589.0 nm X 589.6 nm @
FRR A ST B,
2) R TR D LR K OV B 22 3R D F N AR BE LR R L DI B A VR T,
¢ HABOAIE
1) RBHWAIEO—E R (Na L TO0.1 mg~1 mg Y4 &) %L &E7523 100 mL 12E5,
2) FERRECHER (1+23) 2Nz 5,
3) b)1) ERERICEAEL TR R EA i A HLD,
4) RBRENOT Y LEZRD | HTEEHR O T RY A (Na) 2R 55,

FE5) F Q) OEIEICHOW T, TOEREIZS U —EREATRIT 5,

% 3. Fo TR, REVINTIEE, ZR7oRihih 3 RO OBMER, IGTRRRIE K OHERA AT 3
BT CHRMIENL IR 2 SR T 5, TN AOTINIEEA 1 % (ELR5Y3) ~10 % (Rt 3R) O
PACIPEEI I 97 %~103 % Th -7z,

FEEOFHROT=0 , $a2TBR M T N LERIL7Z30RE K OMERRE AV C B 2282 TR
BRI — TCRLE S WOIATIC R OIRIT L, 007 TR R OO TR 23 1107,
7ed5, ZORBRIEDE B TIRIT 0.02 % (B &5 %) FLfE Th D,
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1 HEZEX TORERBR A O R

A R D THG EE A
Akl 4 H¥ EEs s RSD,” sin”  RSDyn”
7" (%)” (%)” (%) (%)” (%)
TR 5 9.08 0.06 0.6 0.09 1.0
HEAE 5 0.0973  0.0019 2.0 0.0037 3.8
1) 25807 I hE L 7= 38R B 5L 4) PHTAEME(R 2=
2) SEEfE GRER B (T X O TR (2)) 5) D TAE eHE e (R 22
3) EHE% 6) HEIRE R 2

7) AR R TE (R

SE
1) IEEASE, THIEM, SRS YOOI EDIEEH O T Y AORE, MU LR, 8,
61~69 (2015)

(5) FRUDLEEBEIO——k BRI DT MU U AEERBRED T 1 —— P 2RISR,

| otk 5.00g | ke —— 200 mL~300 mLICIEA0 EB,
[
Ak FERDNTINEN
IXAE 550 °C+5 °C, 4IFRILL 1
|
| fiady e

—K b, EEWAEET
—HEER#910 mL
—7K (#5320 mLET)

| I | W IR, SR
|
| Hod | =m
|
| BLIAK | 487522 250 mL~500 mL, k
K (R E T)
| 2ih | 2uBHE
[
| Rt | &E7522100 mL
—Hafik (1+23) (AR E )
| il | B TR S M (589.0 nm X[3589.6 nm)

fEEE DS R o LakBRE 7 o —2 —h
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8.5 Y7 I REMER
8.5.a BERKIOTNTSTE
(1) ;=
ZoRERE G S 8.5.-2017, GU-N.a-1) [ ZEEHIIE H 5,
SIFTRRBHIKRZINZ T 7 =/VIRFE AL, @R 7 v~ 2757 (HPLC) (B AL, 558k A A A #t
HT7 L THBEL, IR 190 nm TRIEL, ATk 07 7 =)V R #EHEZEF (GUN) 2K D, o Fikotke
& 6 lIRT,
ZOHFEICEST BTy MEZE S (BN) , VU T UV TIRMEZESE (DA-N) | JRFEMZESE (UN) LT 7=
DMEZE SR (GA-N) S FEIFHCHIE T&5 ([lE 5 2 10) .

(2) BE HIEKOUKIL, &kiZED,

a) JK: JISK 0557 \ZHET D A3 DK,

b) YABEZKFAUDIL: JIS K 9007 (ZHE T D4 UTRZED HEDOLD,

¢) YAEER: JIS K 9005 |[ZHET 5 Refh ILFREDMEDOH D,

d) 7 ZIVRFRMEREZER(GUN 2 mgmL)"V: 77 =L R FERiEEHE [C4H NGO, H,80,]70.540 g
ZOXOREMIZEY, TOEEL 0.1 mg OHTETHET 2D, PEOKEMATHEIL, BETZT7A7 100 mL
IZB LA, R ETKREMNZ 2,

e) V7 ILREUEFRELER(GU-N 200 pg/mL) : 77 =/VIRFEMEEFIEAERL (GU-N 2 mg/mL) 10 mL
AEBRTTAT100mL 12 &V AERETKEINZD,

f) REGAI 7 ILRRUEZREER(GUN 50 pg/mL~100 pg/mL) : 77 =/LIRFE N ZE R UER
(GU-N 200 pg/mL)25 mL~50 mL 2487722 100 mL (2 & Y | FERETKkENZD,

g) REFRAJT 7 ZIVREFEHERIZEER(GUN1 pg/mL~50 ng/mL) : AR T =L R F M2 TS
Y% (GU-N 100 pg/mL) % 1 mL~50 mL % 100 mL &8 7 7 A 2 [ZEEFEAIC L 0 | R E ThkENZ
%,

F ) FARAICHY, LEIZSUT-EE RS 5,
(2) 7T =)VIRFEREAEEL T 98 % (B &773%) UL EOMEORENTIRSI TS,

E5 1. 77 =/VIRFIREI IR L M OB R T XD A RS TS,

(3) BERUEE HBEKOEEIX ROLEBHVETD,
a) BERAEIOTRISI(HPLC): JISK 0124 [IZHIE TS HPLC TROE A3 H0,
1) A3L: W75 mm, BX100 mm DAT L AHAD 717 DRI 5 pum~10 pm O FHERMEA A 231
BIEZFETALIZLD,
2) ASLIKE: T LHEEEE 30 °C~45 °C THEITTEDH O,
3) HHER: WO AR TR 190 nm (U THIE TE LB 0,
b) RTRFYIRE—F—
¢ EEGEIDSEER: 8000X g~10000X g Tt /LBl HEARL D,

&% 2. 77 20% Asahipak ES-502C 7C DA FCTHRIN TS,
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(4) BUERERME

(4.1) #E X, kKo LB01TH,

(4.1.1) #HRoFTRAEE

a) HTEER 1.00 g 2130 &0 | 3k =47 T 22 200 mL I ALD,

b) 7K 100 mL 20z, ~7 RXF w7 AZ—F7—%H TR 10 53 [EIRES,

¢ HrE%, BB 2 RE DL 1.5 mL I2kd,

d) 077 8000 X g~10000 X g THI 5 43 Mlim D AyBEL O | by iz i BHE Ik &35,

F Q) BRI Or T =V IRFEMEER (GUN)IRENRERO ERZBEZ 5B EN1HL5E13. &
BHRRD—E B KTHIRT 5,
(4) ARVF el RSO AR DI RS TRIE IS LW D 0,
(5) [BlHE14E 7.2 cm~8.9 cm & ONEI#HEEL 10000 rpm T s /7 8100 X g~10000 X g FLfE L7022,

(4.1.2) BRHSWAREH

a) HTEUEF 1.00 g 21320 E0 | 27722 100 mL (2 ANLD,

b) 7K 50 mL Z A T, I;RVIEED,

o) MERETAKEMZ®, HARE LILEE 1.5 mL 1225,

d) 0/ 8000 X g~10000 X g THI 5 4y L AyBEL O | B Rz BRI &5,

E (6) AEHRI O T =)V IRFEMEZEFR (GU-N) IREDPBRERO EIREZBR DB TNBHLL AL E
AU RO —E B2 /K TART 5,

EE3. 4.1.1)c)~d) Xix(4.1.2)¢c) ~d) DEAEICRZ T, BIAMPTFE D AT L7 02— (FLER 0.5
um L) TAHIEL, AREFEHRIREL THEU,

(4.2) BIE WEIX, JISKO0124 XOKRD LBV 1T 9, BARAZRBIEREIL, BIEICHEH 32 mik ik
n~ T Z7 OEAEITIEICE S,
a) EERBRAIOTNTSTDBRIRES: WEFRMGO—BIZLLTFIIRT, ZVEBZIZLTRIET D,
1) BIL: GGREVEAF L AZHARINE T 2 (AL 7.5 mm, RS 100 mm, FZEE 5 pm~10 pm)
2) ASLFERE: 40°C
3) BEEERD: VAR KEHITL 392 ¢ HOVARE 0.12 g ZAKIZENLT 1000 mL &35, HAKME
PTFE DA 7V 7 45— (L£2 0.5 pm L) TAHIET 5,
4) FE: 0.6mL/min
5) FEAE: 10uL
6) RHFF: ORI, HIER K 190 nm

& 4. BRI, D ABR T IKFED Y 7L 19.6 g OV ARE 0584 g ZKIZEEPLTS00mL & L, %
EARAE L, BRI EO—E &% 10 f5FIZAR L, KM PTFE DA 7L o7 4105 — (FL4% 0.5 pm
LIF) TAHBLTHRLThHE,
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b) BREHRDOIERK
1) FMERAETER 10 uL % HPLC IZIEAL, K 190 nm O/~ 7T 0% 508kl B — 7 ES% Rk
%

2) B EMAIEEROZ T =V IRFEMEZETR (GU-N) R LR 190 nm O —7@SEDORERR AR S
50

o HEOHIE
1) AEHANE 10 uL % b) 1) LRIERICHRAET D,
2) E—U@mEINLREBREIVT T =V IRFENEEFE (GUN) BE RO, ikt 7 = VR FEEHE
(GU-N) ZHE T2,

&% 5. CoRBRIETIIE YLy MEEH (BN) | REMEHR (UN), D70 V7 INEZEHR (DAN) , 77
=V MEFR (GA-N) KO T = )VIR FEMEE FEEMERR (GU-N) DIRIRFHIE S ATRE Th D, £ DA 1T,
5.10.a & 5 2SO L,

&% 6. FLEDOFHLOTZD, 77 =/VIRFNEHRTR G 1 8004 FH O T INIENI ERER 2 F2 i L 75 2R
36.7 % CE &5 | 352 % (EH &5 3#) K1 33.4 % (H &5 %) ORINL ~ L CONYEREIGRITENZE N
103.8 %. 104.6 % &% O} 105.6 % TH -7z,

DR DT80 77 =V IR BN E W T H 22 2 TOKEABRORAGRIC OV T—IehdE
ST R N TRENTL . TR B R MM TR EE 2 R LR A R 1 1T, o, B 241k
B D7D O IL [FIFRER D AT K OFRHT#E R AR 2 1",

728 ZORBRIED E & TIRIX 0.006 % (& 855 3) L Th D,

=

K1 HEZEZTOAERBRAGE O R

AR DM TR Hh RS
Akl 4 H % ST s RSD,” sin” RSDin)
7" (%)” (%)” (%) (%)” (%)
7T =)V PR3 AR 5 37.0 0.3 0.7 0.3 0.8
1) 280MTERZ S iE L7305k H 5k 4) PHTEEER
2) A GRBR B E(T) X PH TR (2)) 5) OHMTHSHE R 2=
3) HaEm®E 6) HEETE(R 2=

7) TR AR YE(R
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K2 77 =)V RFNERE FABRIE D R PERERR D72 8D D 3[R 3R pAR O ATt R

Aokt iit%% Bﬁéﬂ%:) s,4>3) RiD;) SR6>3> RSODR7>
= (%) (%) (%) (%) (%)
959231 12 2.20 0.09 4.2 0.17 7.7
95952 11 4.38 0.07 1.5 0.19 4.3
{EAAEEL3 11 5.83 0.08 1.4 0.52 8.9
(bR A4 12 7.43 0.43 5.7 0.78 10.5
77 = VIRFEIEE 12 30.3 0.4 1.5 1.1 3.6
1) RT3 B = K 5) DM TH SRR 2=
2) A (n=aBR=EEoE R (2)) 6) =[] BUE (R 2
3) HEn=® 7) =R EREUAH R R R A

4) PHTEE R

(5) BEBEIO—I—bk JEEP O =V RFEEFZABRIEO 70— — M RITR T,

[ aratk () 1.00 | 3648 =475 222 200 mL
«— 7K 100 mL
| Hhi] | xR, 10550
|
| i
|
| 33 Ll

e DI IE . 8000xg ~10000xg | 5747 fH]

AUEHAIR EEIE
|
e ik ra~hr77

M1 JERth 077 =V RFEEERRBRIEO7 0 —— (HERE 4.1.1) L OHE)

[ #atk i) 1.00 g] - 47522 100 mL
«— 7K #J 50 mL

| ] | EviRE
— KAEFEMET

| L | SERIBELIERE . 8000%g ~10000xg , S5
[

| BB R
|

| I | wtkon~tr 57

M2 ERtR 07T = VRSB ERRBRIEO T ——b (i ERE (4.1.2) X OWIE)
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7T =VRFEHEROBRBERAIREER O 0~ T D2 RITRT,

? ()

16.381

&=

13385

200 4 600 200 1000 1200 1400 1600 1800 2000

ZEX BREHRAIRAEER (%4 10 mg/L) ® HPLC 7u~ 7 A

v—r4
() R#FEMZEHE  QErULoMEER Q)T U TINMES
@) rr=vER 577 =VIRFMER

HPLC DI E &4
7172 Asahipak ES-502C 7C (N#% 7.5 mm, & 100 mm, ki 9 pm)
Z DD 1% (4.2) a) HPLC JIE SO BIRDERY
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AlFE HEEDORLEHZEDOFIR

(1) BE

ARTE, JERFERBRIEICIGR L &0 & DRIBRIED 2 Y 2 R T 212D O FNEZ R TH DO THD, 725,
AR L A O I RIS Lo TRl 2 S L &0 &3 245 UK B 23 € DR BRIE D 2 B 2R 95729
DFNEGARIENZRUE T TIEICHEL D,

k. ZOHBIMEHRREBRIE T R ET D, 7220 BIREE R R OB AE R O A 208 (rTEE, <¥a
PE R OOKEEME) DRy ORI 7R3 REZBEHA LRG0T 5,

& 1. AR (R, EMER OVKERNE) O RO EMOKEER SR ICB W THRIESIL TS, F72, fil
HHER RS ORI SR 2L D2 LIS KV RIEEICHE T H2E00 5, Lo T MARILE & OB ALK
(ZRBWTOFRRED RSy ORI 7 1A D28 W3 4 i FE M-, JE 51k (RO REL & Te) D&
FIZIREL TAREZEH 50D LT,

(2) MHEEOES

AREBIZBWT, HIEOERITKROELVET S,

a) BIRM FEHPICTEET DB 2 ONDMEDIFAE T T, e sy & LI E 3 58E ),

b) EE BEHEONEERNOLELNEHEE, oD Lo —BORE,

o FWE EOOLNISMO T CRERSII RS2 JERE RO O—BORRE,

d) BHTHEE F—RRShd ool E B80T, RUTEE AV, RUREBRET, MUA XL —%
213, [AICHEE 2 T RIREE DD BITIMST 70 E A R 2155 5o (DR T 4o4) IS R DI E RS R OKG

e) HRIEE A LRASNAOIREOREICBWT, RCHEE AV, FURERE T, 858K (i
IRDIER, B DA AL — 25 (TR TN L7 B A1 5 500 (PRI F) I XD E#E RO K
B,

f) EFEBEREBE A -CRRsha oo EIcs VT, RUFEE AV, Be2iBrEC, Biedt
AL —H78 B DR E A TN L7 E RS R 2155 HE O St (B HBLEM) I LM ER R o

g) BETR(LOQ) FHBHIE ENDHHIKRIGRLS OE B v REZR AR 5 X/ MR,

h) BHETBR(LOD) FBHIE END MR GRSy O AT REZR AR e S X MR

i) BEWE —HOLULOBUERMEICOWT, FoE 2o ZETHY, MIEZ A TOM M A I
FTDIDNTHER SN IE,

j) REEEME — oL LOHERFEICOWT, FHEFMICEY 2 FIRIC K> TEMT S, BUERMED
M OF DTS, W NFHEZEA N — P VT 2 Rl L f8REE S DV CODIEHEY)E,

K) TSUORB VTGRS & A ERO AT RN,

D) BRSOV Ry A A EEEROSHT HREUTEEER E AN O DRI E D L A

m) BRBEEB GHERSEDOINTGAMI % BIRIZE R L TODIEE ORI 72 /581 R

n) FUESA RHERE T4 CRIESN IR 2 DR U7 o3 H ek,

o) YA —bk FKEIORTLEERIE, RIEEAEOR BRI DIEROM IE, [EUER ORI E DT DITH
mEinsg, B SALFEAEE R RIC, 3R WE,
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p) SNL ZHr BEICHRTDE S USZE) S & TN LUANDERITIASUF 5 (@H 1T/ A XN LOFRE
ke,

FEQ) BUEICITRGHEEYE ORGEE ., (LS OLEHIRR R EEEME S ORI &S,
(2) [EGABR, & & FIROMEREDT-D DT T 7 EHZ WA TEARE S 2 WG &%, BET 5~
i\U‘yﬁx%faﬁlbe VDA L \“OBJZI/ Y
(3) FHEAFETIRAL., W RIER S &+ T EIZT 5,
(4) *“E{féz%fﬁbﬂbt AT 1 15175&%? HEO R E & I L TR A 0 RS 5,
(5) ALZERI ST BRA (R TARSS) TREICED | R CSUTREN B LT W R R0y % & Te Al e
L,

SE X

1) JISK0211: Zy#r b=k GERERFT) (2013)

2) JISK 0214: oM bEHGE (Va~ o7 0—H ) (2013)

3) JISQ 0035: HEUEME —FRBRED T O— i) K OSHEFHEY72 A (2008)

4) JISZ8101-2: #gt— HEELFL T — 5 2 ¥ Hatn0 M E B B GE (1999)

5) JIS Z 8402-1: JUEJ LK OERE RORHES (HE K ORE) — e AR K OVE 28
(1999)

6) ALINORM 09/32/23 Joint FAO/WHO Food Standards Prorgamme: Repot of the Thirtieth Session of the
Codex Committee on Methods of Analysis and Sampling, Codex Alimentarius Comission Thirty-second
Session (2009)

7) ICH Harmonised Tripartite Guideline, Validation of Analytical Procedures: Text and Methodology Q2(R1),
International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for

Human Use (ICH) (2005)

(3) ZuERBOFE
(3.1) ~ (3.8) DAL E/LIH B 25 HBRIZEER L | [FONTAE R ORBROMERE T A= FZHEE T D,
?Efébf:‘fﬁé’“b/f'?%—&@ﬁﬁ? ZNEHD BARE (PEREHE) (DA L CO D EREREL T &L TV
BT G VEMERR SR BRIE L L G2,

(3.1) B

—%?ﬁi@‘?‘é%‘f%ﬁ%%%iﬁ%ﬁ&tﬁi@ﬂ?ﬁﬁ%%ﬁﬁb ERFBREE ETHEE LRBREL, BRI
TR O FRAE M OV EE P I I W TR MRS Vi BRIE L 375, Ko T, Hikakina i 3575 =13
PR o B PR %%ﬁﬂﬂ“éq‘: D E MRS NI TIEE L TEOMRE (FFHRFES) 2 VWD IERTE
%o

—FRBRE D 2 Y MR AR BR A ML, B ﬁ?ﬁﬁf HETRS SN A L7 iR A 1 %@uﬁﬁ%%
fili U 7o ik R = K ORER I T AR O FRAA e EERIPHICBREL . 2 Y PR S ok e 75, o T 2
DOREREZ B A LT ML OFRER =T, SBRIEDHL— i%é@ﬁéé MERERS 2 BT\ S DD D D,
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(3.2) ZEBIRtE

(3.2.1) /ORI STEDIHE

T IBBHI SN TERIERATO DHTRIR IS D E BT 28— (B —2) 32 L © 2
T2, Fio. ZHY RIRHIE OB A BT 28— 2 3BT 228 O &R 2,

FE6) SBEEE(R)IZ 1.5 UL EREELV, K 1.0 BLETHHZ L,

ﬁ'*% 2. B =IO HEFREEL U TR (R) B VWHID, B (R) 1.5 LA EThHIUE, i35 >0
EFIZOBEL TRY, =7 mS L O — 7O T Ia VDT EEIZEELR W, 0B (R)
1.0 uiﬂm VEEET S OO =73V KB ERVITHLIHLOD B —rEmSEH WS HIETE R
T O A REE /2B,
SBEEE (R) X, B —ZIEZ VT, (1a) RiZE-oTROLND, 728, ©— 7N EBS A ThiLE, B —
7 AEEZ W T, (1b) Rk TROOND, 70~ T77 0T — 2 UL E CIE, /B (R) 12 (1b)
XAHODRTODGENRZ N,

o t, —t
WHEER) = ———— (1)
> X (W +Wp)

iRy = 28X 20 g

(W%'1 + W%Z)

ty: BE=27 10T riard A t,: BE=2720D)Trvar A AN
W,: ©—2710v—7iF W,: B'—27 2 D' — i
Wi B—7 10O N-fEE Wi, =72 ON-HiE

,2
2

=1
(3.2.2) 4OTNISTEUN O DIBS
7“*7‘/7§iﬁ*ﬁriiob\f?§'&1’ﬁ%ﬁb\ MRS AN SR LTS T D EEE O EDFR AN
DDA O RN L a R

FE (D) WOREEE, ROtk ETES TRIES IZRB W THB 1T DV T5ik,
(8) WILHE, EMAEZ ),

BE

1) AOAC Official Methods of Analysis Appendix K: Guidelines for Dietary Supplements and Botanicals,
AOAC INTERNATIONAL (2012)

2) JISKO0114: HAZa~<hr 77 r—i@Hl (2012)

3) JISKO0124: @idjRikru~hr77 c—imhl] (2011)

4) JEATIEE ER R R FEEEEIRR WA . TR BT T DR AU P SRR AT A DN T
— AT ATARTAL JIZHOWT, ERk254FE7 A 11 H, %ﬁ%ﬁ%ﬁ 0711 %5 1 5 (2013)
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(33) RER
6~8 KUED PR T8 & O B R Z 2~3 BIAIE O L, S5z 7 T W 255t Gk
ST DOYRIE XX E BEOEBEL T ry U= KA W TR IR Z 735,
BERRBERIERO LG AL, e/ ZRIEIZED RO AR E OFEHFTFEZ AW T, MERO
& (b) . I F (@) R OZ OIS HE K R OV ERE () 2B T 5, BICHKEICBITDEZE D 2T ny b
Do

) MEHHZERBRIAIRE 5D Thiu,
(10) EEOESIZLDIFRIHNRELZRET 270 B IR EZ Lo T & BB CIT,
(11) WOLEE . #OE v —rmE, B — g,
(12) MEICL->TELNIZL 7T LEIRREVHEE LIS 7T L d3E

EE 3. UIH (a) D 95 %IEFE KNI (0) B3 E ENTNDIEEHELET S,

EE 4. TUERE () 23 0.99 LUETHAUTEFHFTRE T D03, K2 HTITI%0.999 LLETHHZ LAHELE
T5, PEREL () A3 0.99 Kl THHEH AL, Bk RE WD XU EE O E a5,

#5 5. FHEOYHEIL 0 THY, FRETTH DI G — kT,

SE
1) AOAC Official Methods of Analysis Appendix K, Guidelines for Dietary Supplements and Botanicals,

AOAC INTERNATIONAL (2012)

2) Thompson, M., Ellison, S.L.R, Wood, R., Harmonized guidelines for single-laboratoryvalidation of methods
of analysis, Pure & Appl. Chem. 74 (5), 835-855 (2002)

3) CLSI EP9 A2 Ed. 2, Method Comparison and Bias Estimation Using Patient Samples, Clinical and
Laboratory Standards Institute (2002)

(34) EE
BT 32 5L LT, OFRFHEEYE ORI H (3.4.1) . @ YV EMERINT- FIEICLDHEEEDLE

1% (3.4.2) . QAR (3.4.3) DIETHELE S5,
2k, as = WA A I ZORIIGENRBEE 40 %Ll ETHHZLEHELET 5,

(3.4.1) BIHREMEZNRATIES

BRI RONEBHI Ll 72~ N w7 2% FFD | JITE L~V O FE O JI TE X R 0 % TR A= YEY) ' 2 R
TEDHITZRW T, ZORRGHEEM B 2 BRIE e T3 L E (n) OO TRBRZZEML . HIER D1
E2SFRREAE CREMEAE) (69 2B AN THH 2 & UTME B oD -3 i LFEREAE (RFPEAR) &0 ZE D iE
A3, JBIE D FHIE ETRREE D% 2 OEEMERT S AR UTARER T SO 2GRNz E™),

5% 6. Lol RRFHEEM B OE T 07D O LRIV GO (2) XX TROHID,

BRI (p) (2552 B
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5.2 52
=uiZX\/(sR2—STZ)+%=uiZX ’5L2+% =+ (2)

p: RSREE sp: FEEEABRIZ 1T 2 E R A HIE R A
sy FERBBRICBIA0MTEER A n: OMTRBROMBR KL
sy FFEREBRIC I 1T D2 S IR HE (R 22

EA3) HIEORE R LFRGHME (FFEE) LOZORHMETIEZISE 1 AIEEEREELDOLEBDFIFEIRL
77
(14) FBEWNEEERZE (sy) EELSNTODEE LB D,

(3.4.2) BUMEDRINE-HEENANICHZIEE
PRRHEEY) E R CET, o, ﬁélTi@ﬁﬁmuéﬂtﬁ?ﬁ{i(U\Trﬁﬁuﬁ?ﬁ{ﬁ<‘:b\90 ) BN DR
INTEBNTIL, a) T b) ORMFE R THI AT

a) FEEA 12 RUEHBIBEES 12 S LTI, ARG U@ R B 7 e BRiE K OY
TEAERBRIE > CEN TN RBRZ FML . K30 2 FIEOREMOMBEXKZERL ., [BlF EAROME
() UR (o) R OFHBEMREL () 2R HL . WIC TR AR5

7272, PEME O f IME L S KAEDIEA/NSOIGE I, SHEDHD ¢ REZFEML CTHERZ1ROD
IR L E R T D,

BE 7. X () D 95 %IEHEXENT 1 NE Fi. Ul (a) D 95 %EHE XK BITE L (0) 3 & £, FHEIFREK
(P 7250.99 L ETHHZLAHELES 5,

b) BHEADLLGIMGE 2025 3 REDL EOSHTHEEHI DT, Bz eilBis f ORRERBRIE -
TENZN 4 SPHTTHINEERZ F2MEL | 2 FED RGE O3 A MERR L | IRBEMRC ¢« e 2 32k L Cill
A B KHE 5 % THERZEDPHOBNIRNZ L2 T D,

(343) BEHBEMEAIC BEERBSAIBSREN LGS
R2% 3 PHEDLEOBEHI VT, ZREN 3 AT O SRS E D V4% 1 Clo)
AR BT %, BUED H B ARELLI=SH SRED BBRURED BRI AL,

BE
1) AOAC Official Methods of Analysis Appendix K: Guidelines for Dietary Supplements and Botanicals,
AOAC INTERNATIONAL (2012)
2) Thompson, M., Ellison, S.L.R, Wood, R.,: Harmonized guidelines for single-laboratoryvalidation of methods
of analysis, Pure & Appl. Chem. 74 (5), 835-855 (2002)
3) Linsinger, T.,: Comparison of a measurement result with the certified value, European Reference Materials'

application note 1, European Commission - Joint Research Centre Institute for Reference Materials and
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Measurements (IRMM) (2010)

4) Joint FAO/WHO Food Standards Programme: Procedural manual Twenty-second edition, Codex
Almentarius Comission (2013)

5) ICH Harmonised Tripartite Guideline: Validation of Analytical Procedures: Text and Methodology Q2(R1),
International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for

Human Use (ICH) (2005)

(3.5) HE
SRR (3.5.0) 1 KO E MBI R OOH TR 2T T 5, XUd, H—RBREICB O TR A X TOR
R (3.5.2) [T L0 h DRSS & OB TS BE A 2T 32,

(3.5.1) HRFHRICLIZEMBRBER UG TRE
HNT =2 &5 BRE L 8 UL EPI LU IBED FrD 5 FALL EOREHZ DWW T, FEFRD 2 ST
\Z XL ERBR A T 5, SO IEME) S E R RS E K OBHTR AR 19 345,
ZNOONEEE TN T 27200 HLRITHME FERELARNIVICET2EEOHERVBENDERICRLE,

E15) EEdiE AR PTA L TODRBRE N RESHL TOWDEEE 5 L,
(16) HHFEISE 2 EMBRBEX IEFRBEERUHTREOEH I RLE,

(3.5.2) B—EBEICBLWTHEZEATORERRICKDIPHBEERUHHTHERE
HETHHHA S T B2 2 I E O R EZ VT, 1 :BR A ICHoX 2 ST T 5~7 AR#RR %
Ehid 5", LI IE S R TR E R O TR 2Rk 1| 3Hili+ 5,
NGOG AT 57200 H IR FBRELNIVICET2EEOBERUBEEDBRITRLT,

FEA7) WESAEEHROT =22 VDB IENTED,
(18) [l —ORBRE A 5~7 FMLEL CRBA FHET 20 BT/,
(19) SIS %E 2 ERIETEE X LB REE R UGHTEOHE TR,

SE XM

1) AOAC Official Methods of Analysis Appendix K: Guidelines for Dietary Supplements and Botanicals,
AOAC INTERNATIONAL (2012)

2) Thompson, M., Ellison, S.L.R, Wood, R.,: Harmonized guidelines for single-laboratoryvalidation of methods
of analysis, Pure & Appl. Chem. 74 (5), 835-855 (2002)

3) AOAC Official Methods of Analysis Appendix D: Guidelines for Collaborative Study Procedures To
Validate Characteristics of a Method of Analysis, AOAC INTERNATIONAL (2005)

4) Horwitz, W.: Protocol for the Design, Conduct and Interpretation of Method-Performance Studies, Pure &
Appl. Chem., 67 (2), 331~343 (1995)

(3.6) EETFER(LOQ)
(3.6.1) ~ (3.6.3) IZHE~ CTEE FIR(LOQ) ZHEE T 5, MEIILU T, HEESIN-E & FIRMHTOREEAE S
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Lo AT EE 2 By RIS | 22 3 s T CRlBRa 2L | 150 72 EE OB HEE O H AR
I AT DREAE R TIRETD,

E& 8. AFAS. FIRMSEDER TR (LOQ) I, & AHFFARK OEIUIHET HKHED 1.0 mg/kg PL I
DEGHETIEZED 1/5 L FTHY ., 1.0 mg/kg KimiD5 TIXED 2/5 LN THDHZE, Fio, TRk EE R
53 B OB D RSy D7 & TR (LOQ) 1, A T &N &K OBEE R O & F i/ &D 1/5 LT
ThHOLIEEHLET S, 728, E& FIR(LOQ) BNENLDF/NED 1/5 #8585 1%, Eilo TR
ZHENEL CE B FIRAfERRL . SRBRIE O AR Z 0 B2 T2,

BE 9. TETIREHT T DXL OO TFIENRHY JIE HIEDEIR T THLED, AT HHE
AR \CE o CTHIED B2 %, (3.6.1) ~ (3.6.3) |Z/” T HIELIZERR L HEEZ AW T ZEL LRV, £D
FEKRONEDFIEIZBITAHERE FROEREZHTLT 5,

(3.6.1) BHTHERICKYHEETDHE
BB T IRAEDORED T HFEHZSWT, £t 7~10 KOMTTRERZERL . fHMTIRER AR
D, (3) MUZIo TR OE & TR (LOQ) ZHEE ¥ 2,

%ﬁ*+¢@E%TBE(LOQ)@$EE{E =10 X s, «ee(3)

st PHTHRME(R £

(3.6.2) BRERZAVTHESTSAHZE
R EAROG G T, RERROFEGESUIHEE LT IRE Bl 1T 53 7 VO HER & L B O E
2T, @) ML TREHh O E & TR (LOQ) ZHEE T 5,

10X s

5 -+ (4)

B O & TR (LOQ) DHEEE =

s: RO SUTEYR EARDOHEE LTZRE Bl 53 7 T LV O R 74
b: RERROBEE

(3.6.3) SN lEICKYHETETZHE
I NG IEEEDR— AT ) AR RERIEIZ BV TIEL SN BB 10:1 O — 27 OREHA R
EIoEHLT, R o EE TR (LOQ) ZHEE 15,

BEH
1) ICH Harmonised Tripartite Guideline, Validation of Analytical Procedures: Text and Methodology Q2(R1),
International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for
Human Use (ICH) (2005)
2) EARERLZERFEEEHERREM: OE T —2al AT 57 %A (R T1E) IOV T,
A9 4F 10 A 28 H, EHEFEH 338 5 (1997)
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(3.7) B®HTFRE(LOD)
(3.7.1) ~ (3.7.3) (20t~ TH H T IR (LOD) 2 HEE 3%,

& 10. B FREHEE TD121IWO0DITERGY | T I7IEIERR N THHE D AE 35|
TENREEH LS THIENR2S, (3.71) ~ (33T HIELIFI R HEEAWTH AL L2V, £
DFEROZEDFTIEIZBT D FIROEFREZAT 5,

(3.7.1) BHTHERICKYHEEETHHE
E ' T RRASIT DR EE D 4T FIFE U3 7 T 73BT DWW T 2L T~10 s T CTRlBia F2 L | OF
TR AR | (5) UL B O T IR (LOD) ZHEE 2,

B OR TR (LOD) OHEEE =2 X t(n — 1,0.05) X s, -+ (5)

sy PHTEEME R 7=
t(n—1,0.05): fEBREH M5 %DAF 2—F o ME Y
n: FHTRERO T ALK

FE(0) PHTERER 7 SOHMTOHEAIX 1.94 THY, 10 S0HTOHE1X 1.83 ThHD,

(3.72) BRERZAVTHEESTSAZE
R EAROG G T, RERROFEGESUIHEE LT IRE Bl 1T 53 7 VO HER & L B O E
(b) ZHWT, (6) U I > TRHUEHH OB T IR (LOD) ZHEE %,

- .05
SR TR LOD) o = 20O )

St FRAEOEENER ZE UL RN EARD DHEE LR E BB 53 7 IV ORE e R 7
b: FREFROMEE

t(n—2,0.05): fEBREHM 5 UDATF 2—7 L MH

n: FREMROWMERA ML

(3.7.3) SN HICKY¥ETETZHE
I~ ST IVEEHEDR—=AT AL ) A R RERIERBUVTIE, SN LN 301 OB — 7O EHAIR O ¥ L
DEHL T, sk o TR (LOD) &9 2,

BE
1) ICH Harmonised Tripartite Guideline: Validation of Analytical Procedures: Text and Methodology Q2(R1),

International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for
Human Use (ICH) (2005)
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2) EARERLZEHFEGHEE®RM: OENVT — a3 57 AN (S 715) 1220V T,
B9 410 H 28 H, EEIEFEE 338 5 (1997)

(3.8) mARRE

FEAEMEIT, S HT % B3 52 BRI jbb\ffﬁﬂbfio@\%f&b@ ZOFHI A IEITBRFE L LD & D0k
DEATVNAFT Do PRI, TR A S EICEB ST LEDOITEDEFEMEEL R T, L., HIEMED
IR DEEB DL T 5\ L5 Thi, ﬁ*ﬁﬂﬂf@_@ CHIE 2 EE BT D0, HHNE,
DZEEIHEORITEBEFHEL TEVIATL LEN DD, B ZFHl T2 L2k o T AT Al A1 B
TH—EHONTA=Z (B ZIX, 3BEE) 2L T AZEN TEINIINGD RTA—FEfERTHZLIE- T,
A O HTIZB W TONTIED Z LG EDHERF SILTOD I EZRFETED,

RFEHREBK 71X, IROEBVTHA,

(3.8.1) HXBEIIEHMAF 4 OplBiEIC BT 2REANLRETRE X, ROLDODBHD,
a) iR, fh R

b) 45 BFEOTBRIA IR D E M

¢) REDIL—FK

(3.8.2) VAR S7EFICBITREEREF /o~ T7 R K DME T E M I LR R oY
IREFAF1E IROBDHDHD,

a) H7LXIH—R P OEE (R dmy b TR HEHN)

b) VB TP D pH K OSERR D ZE B0 #2858

c) RS

d) ik

e) VR IADEER OAROZNE

BE

1) ICH Harmonised Tripartite Guideline, Validation of Analytical Procedures: Text and Methodology Q2(R1),
International Conference on Harmonisation of Technical Requirements for Registration of Pharmaceuticals for
Human Use (ICH) (2005)

2) EARERZERFEEEERREM: OE T —val AT 57 %A (R TTE) IOV T,
A9 4FE 10 A 28 A, EHEFH 338 5 (1997)

3) Thompson, M., Ellison, S.L.R, Wood, R.: Harmonized guidelines for single-laboratoryvalidation of methods
of analysis, Pure & Appl. Chem. 74 (5), 835-855 (2002)
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&1 MNEMBELREELOLBEDFIR

(R1.1) U7 KO BT IRBR AR DI T (m) T OFRAEN () L2 VD DIEDHERHE (4,) %KD B, WU
(R1.2) 350 BB AL B DR AN O ME RN (tgny) B O (R1.3) S DFR T OO AT Y AR S (um>
ERDB. BNty B Uy 2T (R14) 5KED Ay DA FIEERHNS (ug ) FHML, HICAE
3 (k = 2) 2T (RLS) AR ARHENS (U, ) 25T 5,

AUy, 2R CHIFER (R16) 30 IS A LTS, T B A, 75U, BLF Chb T LA HERT S

BT SRR B O 8 T M SR D SE DM RHE(A,.) = [m — e+ (R1.1)
SO S (Ugyy) = Z%% ce+(R12)

CRM
ASTIE DB TE D EERE AR S () = j—ﬁ .-+ (R1.3)
Am@é\ﬁkﬁgﬁﬁxﬁﬁﬁlé(ucmm)) = umz + uCRMZ e (R14—)
Am @?fﬁgﬁﬂiﬁﬁfﬁé(UAm) == kC(Am) X uC(Am) =2X uC(Am) e (R15)
HENX Ay S Uy, .-+ (R1.6)

m: JAEMEOR-EIE

U PREE

Ugso,: mRREMEOYLIRARENS

kcrm: POREREHER)E OYLIRAFEN S D & FREL
syt PHTIERERZE

n: P TRUER R

keay): Am DILEAHENS O ERE ke, = 2)
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2% ZERBRBENRPRBERUHITREEORH

(1) RIEEDEE

# 1 OREE () 13, (R2.1) D&Y BAE (), ERNZ L DL H) (B) M OFHTERM FOMMERE (LT,
MBSRRRZE | LV ICLDZEE) () DORVSL>TND, p BRENTNE I n fOHT TRIE § 2 IR A
faLizL x| B DA ITHiR 2B ZENIC LD N(0, 0,2) . e DOATIIBIRFRZEITLD N(0, 0,%) LIET DL,
(R2.2) A3 &%, £, [A—BRERL VT p AT n ROMTTHE T HAERBRZ I ML 12L&
B D53ATE A FAS) (EE 1)128% N, oiy?) . e DB AREICLD N0, 0,%) LRET DL, (R2.3)
A3 EIND,

{EUE'ﬂE(Xu) =u+ﬁl+el] °cc (RZ].)
BEW(x;;) =utN(0,0,*)+N(0,6,°)  -++ (R22)
BEM (x;;) =utN(,00°)+N(0,0,%) - (R23)

e EAE

Bi: BRI I HZEH) e . THARRAE

N(0,0,%): 4 0, FEUE(R 7 0, DB; DIEM 3 HT N(0,0,%): ¥4 0, HEUENR 72 0, Dey; D IEHL 53 A
oy % MR Sy o2 PHT 0K

N(O, O'(T)Z)3 Ilziéj 0. *%@{E% G(T)O> ﬁl@IE%EﬁU\%ﬁ
o R

F 1 SLERER ST A 22 AT AR RBR O R ER Rl

kiR =8 S -
o STl 5
I3k B
(E) 1 2 3 e Jj . n

1 X11 X12 X13 e Xy e Xin
2 X21 X X23 oo Xy ces Yoy
3 X31 X3 X33 oo X3 ces X3
l Xil AII'Z Xi3 Xij Xin
p “pl Xpo Xp3 Xpj Xpn

2) HARBHELIEFBERFEEVHTREORELFIE
2.1) HERUSBDOHEE

EEROBFHARHT T, FBAE () . BOFMBRER 738 (0,%) L OEDIAT /3 H (0,2) 1FIARIITHY | AR
BRAKGEDDAFDNOHEEIC E SR T, TN IVTIIME (m) | SRR B 51 (s,2) K OMBHT 401 (s,2) &
E LM AN

(22) —nEEESESH
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HFEFRBRIZ ST R ENDDOREEDOE , T abmL b, R DA & KB 222 238
ENTHLAZNTRWRIEM ARSI, BT Cochran i 7E & UF Grubbs # £ 2 3 L THMUVIEZ BR<, Sz
BROZRRRIZ DWW T Bl B BTz i L, % 2 DR LB LR DO 2 18 (V) 23K 5,

#2  —mBLESHOITR

) B[R] 5 H MR 53 (V) S HL D WIFRHE E(V)
HEER (L) SS,, p—1 v, 0,2 +nxa,?
HRFRE (o) SS, px(n—1) /4 0,

5 1. Bl EDBOITIE, RO 7 MR 7Oy — V2 W TR ST A D, ZO%E
RFENRRDIENRHLHOTHETHZL, GRERERM (L) -7 /v —7 ., BARRE (e) 7V —T' W, F
TR—%H) %)

&5 2. NMmoBITFELR/ ARECL>TRIIEhS,

23) ERBERBEVHTREORH
# 2 DBREFHER Oy BOWRHE E(V) OBMRAEVILHZ LG (R2.4) L ON(R2.5) UL~ THH T4
1 (s,) B OWIR 2= [ 531 (s,7) 2B HIL L BIC (R2.6) RUC K > THEB B (s) ZH 350,

P71 (s, 2) =V, -« (R2.4)
V=V
n

MR M (s, ?) = - (R2.5)

E B (sg?) =52 +5s,2 <+ (R2.6)

V.o —IoRCE S AT R (3R 2) DB K] (R IRRRE (e)) DN 77 1L
Vo — o E S AT (3R 2) OB K GRBR =] (L)) DA 73 HL

BONTOHT 8L ORI FEBR S H 5. (R2.7) R ONR2.8) R Lo THATIE (R 7 (s,) & OV
B HE(R 25 (sp) 2L, 1T (R2.9) 2 K& OV (R2.10) FlZ Lo THMTHA RHE HE(R 25 (RSD,) K OVEE i PR3 AR
S HE (R 22 (RSDy) 2 H 952

DHTIENER () =+/s,2 -+ (R2.7)
= PP BUE ER 2 (sp) =+/sk? --+ (R2.8)

BT FE S HE (R 22 (RSD, , %) = :nl %100  +-- (R2.9)

= ] P BUAE R Y 3 (RS D, %) = %R x100  ++» (R2.10)

m: EFERBRAAR DA 2T — 2 Ofe I fE
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ED) V<V OBELV, =V (Fabb, (R2.5) ROMARERIH (s,2) =0) ERZL, (R2.6) KT
Idsg?=s,2 £3<,
(2) FHEBHFICBO TR b 2 FE LA,
(3) P S OV YE(R 251 TE I ORI LD THRAET B, FIRTHE HE(R 213/ — AT AL TR
+ 5,

(3) BEEATORERBREMBILVFIRBERVHITREORLFIR
(3.1) HERUSBDOHEE

FEBROFFATCIE, EE () . Z A (0q)) B OEOIHT/3H (0,2 IR THY, AZEZTD
PR DAFONDHEE IS B & A T 2RI (m) . BRI (sy) B OB T 201 (s5,7) L&
EEAS

(3.2) —ERES RS
H 2282 CTORERBROMBRAT OV T —Ie i B BT 2 AL | 2 3 O LB EN O (V) %
Kb,

#3  —mBLESHOITR

2B SR NS H i A 7 # (V) SO HIFHE E(V)
HIE (T) SSt p—1 Vr a,? +nXG(T)2
HRFRE (o) SS, px(n—1) /4 0,

&% 3. — el ESBOTIE, TTIROFEHY 7 MORFTEY 7ROV — Ve IO TES T A%, ZO%HE,
MFEDNERRLZENHLOTRHETLHZL, (HE (D) =7 V=71, 8RR (e) > 7 N —7 W, 5 fn—
ZH) &)

&5 4. NMmoBITFELR/ ARECL> TR,

(33) HHBEEVGHTREEOCEH
% 3 OFEEEK O3 OYIHE E (V) OBMRAB O ZEN D, (R2.11) K OV (R2.12) iz L~ THHT
S (s,2) K OVA RIGM (s ) Z2BLH L L LS (R2.13) sUC Eo THI L (5yry2) ZRHT 5P @,

PHT8(s,2) =V, -+« (R2.11)
AR (s ?) = 27 . (R212)
EPFE?%%&(SI(T)Z) :S(T)2+S7~2 ce (R213)

Voo — RS H T 2 (3R 3) DB LK (RARTAE (e)) DM 57 X
Vr: —IeBLE ST 3R (3% 3) L EK (H FI(T)) DA 77 K

BFONTOHT 0 B OHEEE M OO HEEME D, (R2.14) AKX TN (R2.15) i K- THATIR HE(R &
(s) B O I EEVE(R 72 (570y) 2B HIL . BEIT (R2.16) M OV (R2.17) SAZ Lo THATH MR (R 72 (RSD,) M
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OV A 6 Y (R 7 (RSDyr) 2 Fi 2P0,

DHTIENER () =52 -+ (R2.14)
EPF%&%@fH;E(SI(T)): SI(T)Z e (R215)

BT e 35 (RSD, , % :fn—rxmo .o+ (R2.16)

o B R BEHE(R (RS Dy ry, %) = =X 100 =++ (R2.17)

m: HZZ 2 TOREABRAMAE O - AE

FE@ V<V BEE Ve =1 (Tbb, (R2.12) X B (s¢ny?) =0) £l (R2.13) ATl
Sim 2 =s,2 &<
I(T) r o

(4) BZEATOREHBEECKIYPEBERUVGHITREDHE LA

M0 AR 2 G Tealbh 1| R OGUEE 2 2V, IRPEV AR H %78 2 CORERERE Fhi L 7= il & % 4
T, BB ORBRAHE OV TENE N — T E S BT 2 F2hiL | 25 2B E R O A4y B (V) 23Kk
% (F£5),

(R2.11) o~ (R2.17) AT LD, #UEF 1 K OGUE 2 O IR I NSO TR EE A R L7262 3 6-1 L VR
6-2 (\RT, 72, FAEUERRZEORE BITIEMOHTE TR, S AEERZEORE RIT/NEEE N ETE
75,

Fa4  HEEZERERO RG] (CEEHE (%))
RBR H (EKA) WRIEYy
0B} No 1 2 3 4 5 6 7 il (m)"
- 51.20 52.15 51.00 51.35 51.35 51.38 51.28
e 1.38
51.45 51.85 51.09 51.28 51.10 51.38 51.43
- 5.18 4.90 5.01 5.15 5.14 5.13 5.21
kR 2 5.10
5.00 5.12 5.06 5.14 5.07 5.11 5.18

1) SEEEIEREEOHIZ D TR T D,
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#*5 —IulElES BT
#EF No AN Rl HHE  RESEHE V) S8EOBEE EW)
. AR (7) 1.0570 6 0.17616 0.2 + 2 X o>
" mREE (o) 0.1253 7 0.01789 7,2
Stit 2 AR (7 0.0478 6 0.00797 0.2 + 2 X oy
' BAREE (o) 0.0448 7 0.00640 7,2
#6-1  AZEZIRKERBROBE 1 Opn OO RS E K OO TREEOR H D
ZE B B[R] HifZ A A (SRS
DT 31 (s,2) =V = 0.01789 0.01789
DFFTREYEAR 7 (s,)” HEYE %) =52 =10.01789 0.13
DT FRRIAR HE (R 72 Sy 0.1338
% =Ix100 = .
(RSD,)? 8 8 5138 <100 03
A (5em?) W ; v, _ 017616 ; 0.01789 007914
538 (s1¢ry2) =sqy2+s.2 =0.0791440.01789 0.09703
R (s )? HESE%) = [sim? =1/0.09703 0.31
KA YEAR
EPF'H%Exﬂ;mEfﬁ% o, SID 100 = 03115 100 06
(RSDyry)” 51.38
1) FHRIEPIZBWTUIHUED H O Z T2,

2) FRHERZAETREMEOMTI D TRILT D,

3)  FHGHRE e 223 NG —

PEAZHAD THEFLT Do

%62  AEREZIRAEHRBROREL 2 OFHEDHO R E &K OO TR EO R Y
ZE B LR XA A Gl i R
7501 (s,2) =V, = 0.00640 0.00640
P TEE R 75 (s,)” BEIE %) =.s2 =/0.00640 0.08
AT FR o R ,
BHTA BﬂTE{ﬁ% o _r <100 - 00800 100 16
(RSD,)” 5.10
Ve =V, : - 0.
B 58 (s ?) =1 - u _ 0.00797 > 0.00640 0.00078
(5101 2) =sq?+s,2  =0.00078+0.00640 0.00718
HREEER A (s ) BEESE %) = Isicry? =+0.00718 0.08
H ool A YE (R A2 :
SR T;Efﬁ# o, 1M 190 - 00848 100 17
(RSDy(ry)” 5.10

LR 6-1 S
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<570 N a5 7L OFRBRIE D FHE 0D 725D DA PEFEL ~ L
OAEROKEED B33 1 LOE 2 1R, BEEL, R 1| ORINRLNTHLZEE BELTD,
FEI, % 2 ORFAREARZELLN Th A EEHESE T 28, ZH0D 1.5 (EF CHET 5,
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BUIDHEE (RIXE)

FQ) TR~ TTE AT N7 EEASITE, MR~ NI 7k, sk v~ s
T (BT D) BRI, A4 7a~ N T 7SN,
F1 BEEL-UVIBITHEED HE
ra~<h o7k o< NI 7 ELANORERE
IREL~L [ (%) B (%)
=25 % (E &) 90~108 98~102
=10 % (H &%) 90~108 97~103
=1%(EH&5HR) 85~110 96~104
=0.1 % (&%) 85~110 94~106
=100 mg/kg 80~115 92~108
=10 mg/kg 70~120 90~110
=1 mg/kg 70~120 85~115
=100 pg/kg 70~120 85~115
=10 pg/kg 70~120 80~120
<10 pg/kg 60~125 75~125
#2 BRELVUCBITDREE Vo A%
ra~< 777k ra~ N7 EDSORERE
ERIFBERT R DM TR ERI DR HEERE O TRERE
MEREEL A~ L A {72 EERAE R TEE(R = EERAE A
(%) (%) (%) (%) (%) (%)
=25 % (H &%) 8 6.5 4 2.5 2 1
=10 % (H &5 %) 8 6.5 4 3 2.5 1.5
=1 %(E&EN5H) 8 6.5 4 4 3.5 2
=0.1 % (E &%) 8 6.5 4 6 4.5 3
=100 mg/kg 8 6.5 4 8 6.5 4
=10 mg/kg 11 9 6 11 9 6
=1 mg/kg 16 13 8 16 13 8
=100 pg/kg 22 18 11 22 18 11
=10 pg/kg 22 18 11 22 18 11
<10 pg/kg 22 18 11 22 18 11

1) FET SRR ZEUN THL L2503, 21 b 1.5 fFETHA T2,
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