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General Requirements for Quantitative Methods Using Relative Molar Sensitivity in Food
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Man ©  INTRIGE DOEVE R (gmol)

Vens :© RMS FEHEWE 0T 5 00TRIS4/E O RMS
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We: RMSFEWEE L THWEEOO X D EfE (g)
my : RMS BEEVEOE/VERE (g/mol)
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P : RMSAEMEOME (gg)

FHUNZ RMS Vs OIS LT B AH 2R D 5,

7 FE

RMS DORER O RMS JEIZIT, 2EEE, BT, iSO fksnbs s e~ NI 7205, 7~ b
7T 71, RENARP OWE & B, BRSO TN S QO DR CE A RIS 3 R A
ETHOMENHEE T, BmlEhs a~ N7, WA~ N 750805,

a) EEREERIOTRTST EEOMIT, JISK0124 OFSESs L) (285,
b) ARYOT KIS HEEOHKT JISKO0114 OEE6 (CHE) 12k 5,

RN T, EE L7V IRERIFAN T, S & RMS SEWE OME OF/VIRE LIGE (C—2 k) Lo
N HLBIRBERD SN LS D BN 8 B,

BHECIE, BIZIRRO OB D 5,
Bl SRINTREO R HHRRS]

B2 74 NEAA— T LA HHEES8]
B3 IR R 24]

B4 IKFRA A ABHE13][14]

BVREE LIV (B —71hifE) & ORZHBIBIHRDEALT HHIFHIE, WEOFER WO L > T2 5

ZLITHET D,

R BUVRE LIRS (B—2mfE) & ORITUR ZRRIT W EIESROEYFEMR AR L2 s & &, YRR
T RUFERROME X & R LT & & & CEEDERICRR D541, RS UIERERIZRBO T, RMS
TR LD ERICOT=E O VEL D Z 2B 5,

HEBIBAERSNL L, 7o, BABFEEE CTHOMTTE 2581208, Hl1~Bl4 ISAORHHZ VT RMS OIRFEKRTRMS
EEAT O ZENARETH D,

B VIR U IWE R 2 QNMR THET H34120E, NMR &4 V5, NMR EEORRIE, JISK 0138 OEE
5 (EE) 12kb.
8 T—HDEMFRI
81 EEDEEEOHER
HEEOWIEOMETNE, WRIZEL D,
2) THRBRXIAESE EEICH L THONUORE SN R (D) 1ICEA LT\ D 2 & &2 E- U
WHNHERT D,
b) GRIEIRMEICRT B@EEME (T2 EOMREREZ IET 5, BT DIRERFANICE T, TS e
X% RMS FAEWE DS ARSI 27 FEIE TR FIEE T 5 2 & & HE T %,
82 PIHHEDZ LR

TS DB ERGET D720IZ, BB LT2HEIC OV TU,  otmiED 2 MERER A I8 L7221 U7 B 7w,
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PRIBRBEOSA T, FREEGIEDHUE ST CO BRI 25T 256 Th, COMBRETERSNHHAIZOWT
DINHEDZAVEERZAT 9 T ENEE LY,

SINTRIGIE O RMS SEEME AT TE H55613, WEEIA B RMS IRASEREE I Z N oE Vi
FEDH 772 RMS FFHER AT L, sRed7- RMS DNEIEEENTH 5 2 L 2 s T 5,

IINTRIBIE N AT TEROGATY, IROWT DD HIEE WS,
— REDORERREETIL, B U BEERPHNIC RO BRI LT OBRE ORGA RMS {ECTER L
L&, BoN-ENENOEREN BIEREENTH D Z & 2HERT 5,
— TSI O D ITIERIE Z VY, RMS OWREEAToT2 8 &, WS E & O RMS FEEWE) HRd
7-RMS L [REEDRE TH D Z L ZMEET 5,

83 HEFL—YEUT 1 DHER
831 —fig
83 MU TlE, #tEL—H YU T 1 BT 5 72O DOEERIEIE N OV S DUl W THIET D,
RMS KON A& FV - RMS TEIC K B 00TRISE OE B, FHE N L—V ) 7 1 2R T 285581, RO
(BRI % B 2 5 COEBIIMRIERE RO T 52 5T oE R S 3 il S HVRT AU 720,
SEER BRI A SR BT DI EI IS ST 19][20][21][22] X TN JIS K 0138 [ /R SFU TV D,

832 LZEDKIE

EEEOFHE N L—T BV T ¢ ZHeRT 57201208, FEROGHEM AL 5.2 59 COMEBEIIRIE ST
ECAYEYAAN

RMS DIRTERETE RMS B K D 5TREMEOE R L - C, SRR ROEEM A 5.2 D4EEI1TR2 2
2, BRI 2 KO, (KRG, AN & B L OB VBB SN G END, e, BlzE, Zew
~7'T 7 ORI OB OME 27 Ml 2288 & £ 5.

BAEIZRED 5 EAAEHE~DRHE F L—D B ) 7 ¢ KON & DR, 3 2B ORIEREE O H
RILE 25 Z EMEFE LY,

BOEIZ K% IAFEEASDR R  L—T B 7 4 DR TERWES, FFRRGENMI G S EEZ VWD Z L3 T
&5, ZOHR, FTERRRENVRSNE A O TEEDIMEO R S 27 Il L, BRI L2 hudre
SYAAN

833 NTREYERV RMS EEYE

RERZFHN DTS KON RMS FEEELE, ATFAMRETH D8A1Y, HEL T 2RHEATRESh, FHE b
L—HE U T DR SIS EE  (CRM) VWi iue H7auy,
JEED CRMUE, JIS Q 1703423\ i A3 DAEHEW B APES b IE SIv TV 5,

FHEL T DRHEDFERES N, FHE N L—YEU T 4 RS CRM WAFTERWGEIE, gNMR, 72805
MBS N OV DN S % 80 &7 T B TR L7 & et SEE e O RMS FEWE & L THW TS &
VY 208G, Bl LIRSS O B L U T AR ST U B,
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9  TEEMS DN
91 —f%

RMS OV A% = RMS HEIZ X D00 S OE BAEIZ DN T, EORMENS i Hllid 5 72O DR FIE A
HATET 5, PERERICKHT 25 R b L— U T ¢ ZFERT 72012013, BIEICED %5251 CORIEA M
NEOBER AT LR UL S0,

PERERI S 2 S ORHfNE, ERIEDEEMEORILE 220155, FTe, HIERRIT LT SFHE
1792 LT, FENRIWVEIOOTHINZRIEL, S O LT 72 FHass 2 LR TE D, LIehi-T, &t
i b L= B T DRERDETRNGEIZBO TOAERIOR T Mg SFHli AT 9 Z LI ATH D,

92 RMS RTE

RTE L7 RMS OARHESFHICIE, ZA(6) DA EIRNZ ST 2 A0 S 2 ZVEHEHE L7221 U7 By, 61

NS THEIIEL, RMS OfFHEMI 8% 52 DIROERIZ OV TR S O 5251 L7 iudie Hauy,

—  RMS OWREIHT 2 EEOKRIEIZED 5 RS (83.2 2H)

—  RMS OUEZHN D HTRGE KO RMS EEEICBb 2 & 833 2R)

— WELT- RMS OfFfEMEICEEEZ 5.2 53T COEEOBER NIEIC D S RS BlzE, RO RE
ORI UM, BEO I

— B DPRECOT/VEEREOEMIECEID S NS BIIE, R UM O 2 IR 57 RMS OlE
HOX, RIS

93 RMSEIZLDEE
931 —fi%

RMS VEIZ XD ERIEDO A SFHMZIE, 27O RN R T D AME) S 2 2V Lgi T iuTe 720,
F£72, RMS IEIC X B ERICEID AHIEAMN S OFHtE, R Bl CIRE L= RMS ZRIFd 254, BirD5E
TYE LTZ RMS ZFIT D84 & OOMEBRENIEIR D720, SMEREN It U R i) & O%5-2% ik U CRMl L 72
FAUTAe 5720 9],

932 R—IEETRELI-RMS ZFAL-RMS EICLDEE

[Al—BREE CIRE L7z RMS ZAIH L72 RMS HEIZ K D EREDOAHE SFHUI 1L, (7)) DOSZIRNZBIT D A ST

Nz, WOEHOHEZNE L CRHE L2 U b,

— RMS ([ZBIDA S (9.2 THHM)

—  RMS EOEMMERZEE OB RO 5 M S 832 )

—  RMS{EOEANTHD RMS EHEWEI B 2 RS (833 )

—  RMS EOMNC L D ERMEOEHIH R L 5.2 5, T_XTOMEROSEEIZ DL A R S BzE, JIE
R0 I M)

— HOMUDIELZ RMS ZHWDIEEIE, FEROGEME L 5.2 5T COEEN LA LN RMEDZ
NS B0, BIEHEWES)

RMS OBERK N RMS JEIC L D ERIC R —O%EE 2 WG, ZOEED R IF T M ST, RMS BYE
(B D% E-&, RMS IEOBERICBID %5 & BNENTTMNATET 2 = LB ET D,

933 ELIBETRELI-RMS ZFIFHL=RMS EIZLAEE
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RMS ED & & LI3H e 085 BIZIE, HEEEY) (28T, HHUDRESIC RMS ZHWT RMS £
P55, BE 8§ OBEAOMEREY D LITKE L SNA NS ZFHE L2 ud7e 70y, BARRIZIE, 93.2
@%%l RNz, TREoZRZ L CRHliE Th7aiiudza brauy,

RMS 2MRIE Z7z ik & [R5 T COREREROBE NI 5 R X
— B DR COT/VEERROERE BIIE, FUWE, B2 5RIRE TR VBRI DOIE o %, 1
FEARAES)
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a) WA HEE
1) MEHLHE
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2) fEHL7ZRMS
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3) AR OFEELE
4) FHREEAR
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o HEICETHHHE
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3) EHLHIE
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I
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MBI A IE
TR

IINTRGIE D

HUEREA TR
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FDSYEELLOPTE \Z L BB VBEDRE
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MiEE B
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dNMR AW =B ELIZE D < RMS ORTEE E FEER TS

B1 —f%

IIMNTRIZE & RMS HEUEWE & OMYE R % QNMR 12X > TR, RMS 2RET 551, KORMS L5 &
LC, 7=/ VEEAIEERF O 7 = ) —VOEESHEZ T, 7= /—/VY, GC-FID X (NHPLC-UV T5
HrAaleCTh 503, ZOMEETIXHPLC-UV W fl2rnd, Fiz, HEN— U T 1 2T 572D ORGE
I OFRIFIEOHZ T, qNMR (‘H-gNMR) OJRIESIHE, JISK 0138 1285,

B2 [RIE

7'm by (H) Z8%fEE L7z HqQNMR Tld, EREMEZfER LTSRN T, B 2WE O 7)) ViifEi 3ok
FHOL & BIBHRDE D o, $72 5 2WE WE X KOYY) MMFET D L&, 7 VmfETznenomeg
IR OREEIUURIEL, (B TRIND, WIEAEET H-qQNMR ZHIE L7256, NMR JIEIZBI 2 EH kx
T ky EFE LW, WEEHITA(B2) TR SND,

B, WEEE VT RMS #IET 285813, RMS {BEEAERE AW S 7290, AB.HEU(B)OWE X 1%
RMS HHEWE, WE Y 1IOMWSE T 5,
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I, Z'x, Z'v 1 WEXKOY ENENDT 0~ b7 7 4 —ZRITDIE
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(B/VEELRED)
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L Zh mgy Wy
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W RERRROER (2)
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HEEROBIT, WL D,
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b) SRR R EEERAY O FJ 5T (HPLC-UV)

0 TEFRKUVA

d) FILZIZOLEDVD&SEMN

YA RIS T4—FRIA(TIL

T2 LfFINATIL

T/ (GHEMEE LT
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B4 EF
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W1 &9, &, WEEHTHIG LSS (B— 2 HfE) 76 RMS Z2IET 572007 a~ v 757 4—T
D RMS IRGEEER (LT “RMS IRAEEER 27 Lv9,) ZHWD, RMS IRATEER 2 1X, RMS IEGHRER 1
EHRRLU G2, ZobE, WEEHLE 'HQNMRIZE > TRET D720, OHSE KO RMS EUEE O
JFE R QW e e IEMEL SR & 2 B T80,

1L4-BTMSB-ds | k35 7 = 7 —/VORMS ZRET 5728, 14BTMSB-di kN7 =/ — )V T & h-ds TIRfEL,
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5, RMS IRAEEMER 1 IZINMR BEVES, RMSIRGIEHER 2 137 v~ b7 T 74— A TIUTET,
B4.2 TEEREMEROFH

FERFTRRERARY, 7= —/VEIRGTEERIC 1.4-BTMSB-ds Z IEME IR LIRS 2, 0073 fiRieddE - KOt
AT, JEESIZT LR = AOD 1 H B2 VT 14-BIMSB-d; Z1IEREZITN0 &0, BT % DA TIUTKET,
WIZT = ) —)VRIRGEEER 2 BRI L0, 72 DA T UL, EEHRERRRE T2, Eailate
Wiy v~ w757 0 —H A4 7 MIBET,

B43 'H-qNMR [Z& SYEELLDRIERNRE
B.4.1 Gl L7z RMS IRAHFHERR | % 'H-QNMR CHIET 5,

'H-QNMR A7 MnBRDZ 14BTMSB-dy (26957 = /) — VD27 F)Vififd b, S OWEER VKA
BaERBOIRAL, 14BTMSB-d; (1255 7 = /) —/VOWEEHARET 5, ABOE R A E N L~ B4k
Bila~T,

Nan ln Ny 25253855 18
Z7ZXE718,393 390><?,4'9427 .................. (B.6)
ZZT, Han © 7=/ —VOWEE (mol)
nee o 14-BTMSB-ds O¥YE R (mol)
Nan/fee o LABIMSB-dy |l 6% 7 = ) — VO R
Lan 1 7= /=D F Vi
I:r :  14BTMSB-d; D7) /Vififk
Nan : 7/ —IVOKEH
Nir 1 4BTMSB-d; (/KL

728, 'HQNMR A7 MLOBIEZR BA IR T,
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7 x /) —)V
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[Tk BIELE (E—VmEiEL) DRIFERU RMS DRE

ryua~< N7 74— L AVEN (B —2ifbkh) ORIEIZIE RMS IRGHEHER 2 2 V5, RMS IRATEHER 2 1%
RMS EATEHER 1 AR LT b D ThHH720, B4A3 THIE LIz RMS EATEER | OWE &Y, RMS IRAEAER
2 IZBWTHIRFESIL TS, RMS IBATERER 2 7 0~ N7 4 —TCHHTL, 7= ) — O 1| 4ABTMSB-d; D
I (=2 i) ZRET %,

B43 CHRELIZMEENKE O a< NTF 7 4 —ZBIT A0S (BE—7mfE) 2 (BAHIIUALTRMS ZET
%, ABCRMS & L7z BAGiIE7~ T,

Vrms:

v-»-./c‘
—— >

Zin Ny Zw 1 4286 1
7' g Zw ng/n, 1959 4.9427
Zw: Tx/—NOru~v b NIT70—IBTFAIE (B EH)
Z'w: 14BTMSB-d, D7 i~ N 7T 7 4 —ZBIT B (B —7 Hifd)
Ran @ 7=/ —)VOWEE (mol)
nee o 1, 4BTMSB-dy OYEE: (mol)

=044264 <+ ¢ ¢ ¢ o o o o o o (B7)

Na/nie [, B43 TRDOTZ 1LABIMSB-dy l T2 7 =/ —/VOWERLL 4.9427) ThD,

723, EIB2ITIZHPLC-UV 2 =2 v~ 275 7 Ofilzrd,

80

70 7Zx /) —)

60
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_ 1,4-BTMSB-d,
4 (NEEHEME)
30
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0 l \
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-10
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Feii - PREFRFE (min)
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%= B.1— St
EEval #7x/—VE (1000mgL) +14BTMSB-d:s (500mg/L) /7t b itk
FEHhE A 0.1% Y AR
ElE B TER=FUL
7ITx MR (A B) 15 %—1 %/min—75 %
HERFE 60 min
RA N A I 15 min
YT N —RE 20°C
AR 1L
BT Inertsil Ph-3 250 mmx4.6 mmid., 5pm)
i 1 mL/min
Tt WO B
IR R 260 nm

B45 RMSAIC&kBT7x/—UEREBIZEERTID I =/ —ILDES

B44 THELIZ RMS & B42 TREL7EEHRERAKO Y v~ 7T 7 4 —ZBIT H5WEDINE (BE—2
) MOVE/VER, RMS SEWE L OSRENAROER, KORMS EEWEOMEZXBSIMMA LT, AERATRT
DIHTRIGE L ERS D, 70~ N T 7 4 —DHaRIHE, B4d TRELIRLFE 61 ) L35, K
BI)NZT =/ —/VERATEAE G O 7 = ) — /N OEREAFH U= B 277,

_ 1 Z'an My Wrr

qan_ Vrms X Z'" Xm_n XW ><PIT

__ 1 4664 94113 0.0019866
0.442 64 234.1 226502 2.9496

=0.001259 7 (kg kg ™)

x1.000

=1259.7 (mg kg'l) .......................... (B.8)

I, Gan : 7= /) —/VOERE
Vins : B44 TIRELTZRMS (0442 64)
Z'w: Zx/—NOra~ b NIT7 4B DIE (B —7 HifE)
Z'w: 1ABTMSB-ds DV 0~ NJT 7 4 —ZBTHvE (B —7 i)
Man © 7= /) —)VOENVEE: (94.113 g/mol)
me 1 ABTMSB-dy DFE/VEE (226.502 g/mol)
W T7x /) —/VRERAIEEROERE (9
We:  14BTMSB-dy OO X ) &l (g)
P @ 14BTMSB-d; OHE (kgkg")

B3 |Z1% HPLC-UV Z AWV EBRENRIKD 7 v~ - 7T 2OFZ7RT, HHEIR Bl IR LIZH D LA
DVC‘% %)o
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4-7anTx/) =)V 26 runTx)—N

2-7131:7::/-/1/\’

60 \ M |- 24-Y7mB T2 /=)L

A/

50 7 x /) —)b
246-FV) /a7 ) —)b

40 \ /

o 1,4-BTMSB-d,
. o (NEEHEME)
10
0 1|t
0 10 20 30 40 50 60 70
-10

{5 15 ] (min)

el - RO (B —7 i)
Fiftih - CREFRF (min)
B3—EEAGEEARD HPLC-UV ¥ O k'S5 LD

B5 AHEASEH

FHE R L—YE U T ¢ DR ST E B Z 45D T2 DI I S ORIV ETH D, (B4 KL UHB.S)DHH
BIZOW TN S Z ML, AT 52 LT, EEREISHT AN 155 2 ENFRETH D,

KBAITRT L I RMS OPEICIE, RMS JRAHEHERD RMS FEEWEI 6 5 0T S E O B K OV
B (B—Z7fgEl) BETH D, D OMEN SERITGHTHERD DR LNLHT20, #0 IR URIEIZBIT 58
BIMED AN S 2 HAED 5 2 ERAMRETH D, RMS OGNS Ml 5720121, RMS HEAEWE ORE %2 —iE
2L, ORISR S, EE LT RERFAN AL S B -50 RMS IRATEER 242, FH L%
RMS {EAEMERIC OV T B LS (B —2 b)) 2HE L, FhEho RMS 25k 5, Kbz RMS D
L5 DX N5 RMS OAENS Z5HIET 2 Z L3 RJRETH D,

LA-BTMSB-ds (=%~ 5 7 = / —/L 0D RMS OAEIN S 3 il LT-BROD/ Y =~ hROBIE R B2 1R T,
R B2—14-BTMSB-& [Zx13 57 = / —ILO RMS DAFENSEHED/ NP = v FROFI

RS
i FEUE RN S B o {Gan)
AW S FEK BT
() u(xi) (=oflox) = ¢ | ulx)
(mgkg™")
Vi RMS 0.442 64 0.000 20 mol mol”! 1 0.000 20
/1 | RMS 1RSI WY Rt 49427 0.0007 molmol! | —Vims/ (1yy/ 1117 0.000 06
RMS REEAERF O v~ N7
z../7" ) 2.1879 0.001 1 - Vins! (Z'n] Z'; 0.00023
/2| oyt (B D) Gl
Bl S 0.00031
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TEREDO NN SFHITIE, ABITNE, EwH, RMS EEWEITRT 20T GWE D RMS, EmHlRERE
#RIZI51T % RMS HEWEI 6 2 0 SIWE OIS (B — 2 fEEL), i SE O RMS B OFE /L
HE, WEHRENL O RMS AEE OB R, KO RMS FEMBE OB d4 2 M S 2 7D 7220 udre b7
Uy,

7z ) —/VEESERERTO T = ) — NV OTEEFEIZ DOV TCARENS 3 Ml LB/ = v FEOHIZER B3 1R
ﬁ—o
RB3— T 1/ —IUBRAIEERTD T =/ —ILOEEEIZEITATHENSTHED/ AP 1y FROFI

TEEAE) &
RS 3] il TEHEARRED X o TR 1 gan)
() u(xi) (=0floxi) =l | u)
(mgkg™)
7 = ) —)VRRSEER 07 = /| 12597 03 mgkg! 1 03
—/VOTE A
o ELidihs 1259.7 00 mgke!
HEES S 1259.7 03 mgkg!
Vims RMS 0442 64 0.00031 mol mol! —qan/Vims 0.8
EEARBFRICBIT S 14
Z'w/Z' | BIMSB-ds \ZX9 57 =/ —/LDIG| 1.992 g\ TEEND Gan! L'/ Z')
EE (B — 2 iR
Plan 7= ) —NVDENEE 94.113 0.005 gmol?! Gan/Man 0.1
e 14-BTMSB-ds OE/VE & 226.502 0013 gmol? —Gan/Mix 0.1
Wi 14BTMSB-dk DU k- 9 HfE 1.986 6 0.003 mg Gan! Wi 02
w 7 = ) — VIR ER O 29496 00155 mg —Gaul W 0.0
Px 14-BTMSB-ds DA 1.000 0.0025 kgkg! Gon/Prx 32
BIUTHENEN S 33
JERAENS (=) 6.6

Z ORI HZD L 512 RMS O R CV T2 B &S BER 2 SIS CRHIT L, #E & A
LRI 2 RS 2595 2 LT, #HE N L—H B U 71 SRS RMS B0 & 2 E A8 =
LINFTHE Tl B,
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fftEZE C
(&%)
YAZS2—Xdbmo o045 UBOES

FX

ZOMIBETIE, WAZYVa—AMIZEENS 7 na U ik%E, RMS B K- TERT A HEE, —filé LUR
T, B, ZOFITIE, RMS EEWE L LTH 7 =f4A8IR L, RMS SMEUEEA FV V-,

C.1 &R

0 AT (Malus domestica Borkh. X% Malus asiatica Nakai) B UFTHET 5 Z & TEESNH Y 2—A (A FL—

FDIEA, B, IR R R B SN b D& ETe, £, BYEPHIERIE LTT AL B RN

BENTWDLHDOLET, LT “DATYa—R" L)) HICEENLS Y nu U g%, RMS EICL > TERT
BB THET B,

C2 SIFEE

ISO 648, Laboratory glassware —Single-volume pipettes

ISO 1042, Laboratory glassware —One-mark volumetric flasks
ISO 8655-2, Piston-operated volumetric apparatus —Part 2: Pipettes
JISK 0138 FEBHZRAHAR @i (QNMR sg@EHl)

JISK 0557 K « PKRORBRIZH 7K

JISK0970 B°A ho A~y b

JISK 8223 jatfFANE (GAEE)

JISK8264 T )

JISK8891 A% /— GRHK)

JISR3505 7 A{KFH

C3 &

fUTBUED7ERY , 23T &38R a7 5,

a) JK JISK0557 SEUET 2 A3 LU EDOSED & D

b) V0OR5VEE -HI7TAAINKFEYD (CASFHES327979)

0 AA/—JL JISK8891 HHET DRHEUTRIFELL Lo

d HI7zE G4t FOFIIFLOEE) (CASES331-39-5)  JIS K 0138 2SHE 5 B UTEN & R EDIE
fifehE % & ORI L > THED RO Hi- 60, CRM XIERM 3EFE Ly,

e BIEREE JISK 8223 HHIUET HRRFSULIFREELL EDH D

f) F7EL=FUJL HPLC HDOHLO

g) TFER JISK 8264 HHET HRFFSUIFELL DD

h) 0.1 molL BEREY A % / —)VEER EEF 70 YattEREOSA1Y 2125 mL %, B35 60 YiitEsRiEo
BEx 275 mL &, BA ey REHWTEDY £V, 250 mL O£ 7 T A IBT, ZIUTKTER
L, RIS, BAELIEERE A X ) — %, 91 (K TRAT 2,
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i)
)]

k)

D

C4

AR —IVIKRER AX /) —LEKEE, 19 (Kb TRAT 5,

HPLC #8#8 K7t b= R JUEEERR 900:100:1)] KETER=FU/LEEERE %, 900 : 100 : 1
((AfE) CIRET 5, EHRNCHERT 50y XdHEEEEZ WS, K752 8128- T, KaD N 77
NWEFRIRISGE, LELTRER Wy 7 7700 RMELLD, )

SO0 UBMZEER 7 ou /UK 50 mg ZIEMEZIINY £V, 25 mL ORRET T AaTBL, AX /) —/ILT
ERT D, ZOW 1 mL Z2EEy MEHWTIND £D, 20mL O2E7 7 A IBL, KImL ZNZ TR
AL, 10 HH=R FICHET 5, ZhaE A Y ) —WKBEIR CERT D, ZOWKRS mL 242~y MM HnT
3220 L0, 10mL ORET T AT, ZiVEAY ) —)WKIRAIRCERT %, MREEK) 50 pg/mL)

FEL1 7 e U TREEER)S RMS AEHER O gnE) (34) (TN T 5,

NI BIEER U7 =l 50 mg ZIEMEZITND &V, 25 mL OEET T AL, AZ ) —LVTERT D,
ZOME ImL 2Ry hEANTINY £V, 20mL DEET T AIEL, AK9mL ZMMZTREAL, 104
M= TICERE T D, ZHVE A Y ) —VIKREEIR CERT D, ZOWK 5 mL ZR&EE~Ny NMEHWTIEND &b,
10mL DEET T AT, Za AL ) —WKIBGTECERT %, (EEEK 50 ng/mL)

FERC2 7 TR RMS R RYEME)  (3.5) IS5,

EE

T ORBELEDOIE), KIZE D,

b)
©)

d)

2

h)

i)

C5

b)

BFRUA 001 mg DHTOFEE TEOMREZ H OB DT, Dk I&EN40g LV REWVEHD

BEREME 25mL O2ET7 7 AP ALKE ST, D ORIREREDYI 40 kHz DH D

287520 ISO102 WHET D7 TAADHDT, AHRIAMEOTERL, FEHER I OSRERAROAIROEE 2

LI-BEDLD

2EERY L ISOM8 BEUET ST T A A DHLDOT, FEHEROATROBEE LT-FEDO LD

EXUKERY b IS0 86552 DMHET HREAIATELKEN (typeA) OE R M~y MG, HRR

BEOFHRLOEYE i LR EO H O

ATSUTANE— T 4 NVNH—DNCRARRERIROUSIRD il 2 LT BUKIHERR U 7 7 7 v AT

LY (BUKMEPTFE) BOH 0T, SRR 045umELFDOHD, Fiz, TANE—KUONT T TR—KTHY,

INT D T DB ERAARNZ T & 2 H D

NATIV T2 HPLC ZEEITHEAG L, NEMEREAO GO, ANEELBRELDA o — 53 TV E Af

7o b DOSUTEZBEN /2N L MR LT= 2O 7 ZARD 60, FD' 7% A%, PTFERLUIPTFE Ca—7 1>

TENTEHD

HPLC £& JIS K 0124 THUET 28R~ Q WRRG 7 7 Y MAAIRER b O XL TFEI CEiR 7 A > DY)

VREZNTEDL D), V—FRAL >y M0 T 248, FrR & LT 325 nm 253%E TE D8O EE

g UL T 4 M EA F— N7 LA fRigs, RO — 2 WUBEE A {2 7= b D

HPLC h5 L

WOREZEFFO CI8 (A7 XTI )V) WikAh T A

—  FEEHNE, BEAE LTRSS um DY) B M IA T XTIV (C18) HEAEERFLT-b D, T NEE, A
T L AT 46 mm, £ 150mm DHO

—  COITEH LIZIESR Ty ua P U BO E— 7 I3 15 It S, 7o, & x HMie—2 LBEcx
HHD

— H—FRBTLEERTLEAE, WEICHWD ST NMRIGT 2 bOEHAT 5,

EERARAE RN
DWAZVa—ATHERObOZH, LARVIEE TR, REPEENLHEITL, H O Tkt

T5, 728, VATV 2— AR HIC b)LEOBEET ),
EREANY FEANWTYATY2—A 50mL 213750 &0, 25 mL OERT 7 A28, 2, 0.1 moll
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WA/ A & ) — VRAHRE K 15 mL N2 TR AT 5,

b)D 25 mL DAIET 7 A%, MERIEEHRIC T, 5 o2,

0D 25 mL DAET T A ADFERE T 0.1 mol/L HEsRIEAK/ A % /) —/VRAHRAE A T 25 mLIZERL, LR
BT 5D, HBONRRKE, AT T T4 NE—HHNTABL, Az A T MIENL, EERHRERAIR
ET B, 7221, METHIULS5000Xg TS5/ (X HITHEREGATE8000X g T 10 /) v, HE
BAUT T T 4B —TAIET D,

728, BHE (€72 2M) CEMATLH T T S au S UEO RMS 1, 7 ma S U RO 1 pg/mL
~50 pg/mL OFIFATIER Lz —RIENFEFIC L > TR LIZ b O Th 5, EREARERRRT D7 v a7 U fREN Z 0
HPFHE RN 2551E, 7 an S UEROREEN Z OFIFAN L 725 X O T 5, ERARENAR AT LB
HPLC IEZAT 9,

C.6

AlE

C.61 HPLC &HDEE

HEE DEHHIHEI - T, HPLC 2EEDSM AR D L5 1 Z3ET 5,

a)
b)

d)
€)

HPLC #E#EDIRE 1.0 mL/min
HPLC H 5 LDFERE 40°C
YU IINY—5—BE 10°C
BRHER 325nm

FEAE 10pL

AR 20 53

H 7 = BEERER ORISR UIE  GER, 6mILIE) 1B\, IWE (B —J 1) OFHEEFZED 1.0 %Ll T A7
TIENREFELY, ZDEE, JISKO0124 THET SV A MU —RH13090~1.10 L35,
ERR EEHRERAROGITEIE, T2 F=1FUL 100 % TS Ol 7 2528055, 0%, 5850 HPLC

BEHHCR LT 15 LT 5, ROEBMREIRRT D7 v v 7 A BSEIN o c&E s, 717 4
Ve S ONHIH LR TR 2 2850975 Z LS ATRETH D,

C62 E

a) RO AT LB LET D,

b) FREL7-HPLC SE TR SBT-BE, _—RA T A L OIS 7 e O v 7 ARORIEIC KRS 720 2 &
T 5,

0 7/ nuug U URENERAET D,

d) 7 cBEERERET D,

e EEARBRAKZRIET 5,

C63 [EE

TEREARENARKIZOWT, 7aa U BBERERO 7 a~ 87T LhbE5N=7 aa /7 U BRI & —E L=
V—r %, sunSFUiERET S, b7 oEERER, 7 ua S U EEER RO AT o — A8 v
7T ERCLITTRT,
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Y
uV
] 1
150000 -
125000 |
100000 1
75000
50000
25000
A
o 25 so 75 w0 s 150 Yi7s 200 25 250 s min
X
6L
a) 77 TEHEER
Y uV
90000
80000 2
70000
60000
50000
40000
300004
20000
10000
0 )
- — — T T T T T T T g min
0 25 5.0 7.5 10.0 12,5 15.0 17.5 20.0 225 250 275 X
> FHE
b) V005 UEARER
Y u\,-'
150000 |
2
125000
100000
75000
50000
25000
N ______,NJ\Aﬂ\AJ\A
! ' R H R T o oo min
0 25 5.0 75 10.0 12.5 15.0 17.5 20.0 225 250 275
X
0 YATYa—R (RhL—Fk, FRALEVEESR)
Eml=1Y
aC=anHA

X : PREFRFH] (min)

Y : BRHEROINE (B —2 i) (V)

1: b7 <

2. 7maul U g

JEEE HPLC &L C6.1 IS L DTN, BT AE BF) HY AT 7 WA =2 X LaChrom C18 ZH\ e, F7-, 7
nu KON 7 2l LT, BLETAVARDGHEE () R ou 7 mE 05 KWL D 342 R
FUTVERE RM) ZHW, ZHUL, PEEICATRRERE e/ o—pfch s, ZOFERE, Zo
HEHBIORHE EBEDT-DITR L TEY, BMKEEN Z O ZHEET 5 L O TR0,

(oh BBl adydm el YA N
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C7 &
Cc71 —fg

DAY a—RZE&END 7 vu oL, TEARERRGDZ vaF U B O 7 < BREEER O 7 < RO
I (C— i), BT cfBCT A7 na S U EEO RMS L OBHEABEHT A, Xk HMEe— 7k LT,
JIS K 0124 7)NE$ 2 i XU A e > ORI HLS 5,

C72 &

HPLC JEDFERND, VATV a—Ahor va 7 AROFEEEE, N10)ZER LI-ACHIZE > TGGHET 5,
Qan=é—*: X CppX Mgy X DX v
I, Ow: VAZYa—2H0r oo  AEOESE (igml)
Zan ©  EEFRENAGD 7 0o 7 AR (B— 7 Hfb)
Zer © N7 BREUERD S 7 OIS (B —7 Hif)
Coe : W7 cPRIEAEROD T 7 cEEE  (ug/mL)
My © 7 BT UBROE/VESR (35431 g/imol)
D EEHAERSETREOARYEER (5)
Vims 1 B 7 =FRICKT 57 na 7 RO RMS . (1.099)

SERR U cFREMER O T o BREEEY, WS T FRORME AL E LA D,
FEER2  Vin=1.099 [ IHEE D IZHE SROTAETH B,

C73 #EROFKRE

AT 3 HT CRERZ 2RI 20

C8 ¥BE
Z ORERIEOREE 2 5 1= O O=RRIELFRBR M T, ZORREEZMEED (R,

Z OEMHFERB DEONEL, T2 Chxbha~ MY v 7 ALSNZH TUTH D Z ENEII TRt b dh

B

a) BHTRE [FE0RECIR Ui )3 Uk 2 - CRTAEZ IR 0 A EFHIIRE TRl L CTiE Bz 2 SORIlE
FEROZEN, T DA ITTRTIHTRIRZ ) ITNEBZH01E, BUEOEEE R Ve </ To TV iU, LT
20ENZ 1 [ELATFCTH B Z ENRIAEIND[16],

b) EREEHEE [FEOREBHIOWTHRIUAEZ AV, #2205 8hEEC, W05, e aE@Es Vv Tig
DITHIEREROZED, RDIITRTHETARE R) (1712825001, HEOBIEEZRLIE 2 T> TS,
L T2 BN 1 FLLFChD Z ENFRIAEILD[16],
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fiEE D
(B%)
ERIHFEAERDIER
D.1 HE

EFHFERABRIY, RMS Hffi B 2R R EE R TR CEHE SN, B4R EN TSN, ERFER
BRIIRD D2 KO'D3 ITRT 2 SORBR O ST Y, & DA KUK D2 ITRTHGEHESEDM GO, EH60
AR TYH, FEE, H7oliEdla), 7 oo/ mEEib), HPLC FD 7 A o) KOSRES SRR i &
Nz, HHNTZT—X OfEITIL AOAC A KT A 251 AW CTOMUBRREZ T 7284, —JtlidEm it L, T
PR, M EBIEEREA RO, 7ok, TR AORIITLISO5725-6[171%4 5% L LT,

FFRE lE 34Uk R Af ViR B ET A LV LFEHEE (R 04220981, b)idr me s U 0.5 KFW) B LT
A VAT (BR)  039-14243, ¢)iE LaChrom C18 (4.6 mm X 150 mm, 5 pm) (KR) B ZNA T 7 A A
891-5050 Zfv e, Ziud, PEEMICATFRIREREY)IZGO—FICH 5D, ZOERT, ZOmEmAIORHE
DEEDTZOITRLTEY, BEMKEEN Z O EAHEEET 2 5 O TlEeu,

D2 H7zEITxT 50 004 D RMS OFREE

ZFBREIIFIEE O, MEECITORTZ neF U EEO RMS EICAWD, B 7 i (RMS HHEWE) (Zxd 5
raa R GHTSSRWE) O RMS ZHRE LT, SROiin 2RISR,

H BT HNMR (2 K > THIBERGE LTo b 7 = 3N OV v u 7 U liEtdia VG, RMS BEHER (Tstse
WrE) M ONRMS HEvE GEEWED) % 1 ng/mL~50 pg/mL ORI T 6 JEFSfl L=, UV TE
D BV THPLC IS L, Bl C e/ VI (umol/mL), #MEMISE (B— 7m0l % & - 7-[EIFERR ARk
L7z 41 OR@), RGE)KLOX(6)75, RMS 1E, RMS FAEWE OIRRHERROM & (25 Do S8 E Olalmiesii
DEZ D TH D, LIedi> T, FEIER LTe—KIEREMROME O D, 7 2[RI 27 v a7 U go
RMS ZIE LT (D),

= D1—H 7 IR 5HY 00 UEED RMS DFEE

SANHTHEBER 10

T — SR RN 2R 10

RMS DAEDFEHE 10992
DT s 0.0094
PHTRARZE r(r=28s) 0.0264
GHTHRHRAERZE, % 0.8579
EHFPHUITERA s 0.0165
SEHIETAZE RR=2.8 sr) 0.0462
SEHIEBHEHTERZS, % 1.5024

D3 RMSEIZEBYATO1—RHDY O0O45 LEEDESEDEE

SMFEEREER L, ERE4 845, 7 AU pE 1 BULOF S B G L Qo Zeunmiilidh, IBESIETRO H0E K
2 1) PMEATESNTZ, ZNHORENIFN TR 2y hOYV ATV 2—ATHY, g ThHhr L RS
DTH 5B,
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BB T TFIEEIZOE ), MBE CITRTHIET, 7 ua X U BiEnER, 77 — R OvE B ERAIR A7
L7z, D2 TELNZ RMS #V, b7 xfigd RMS FEWE S LT 5 &Aoo 7 oo AR0EEEZ RO
(FED2),
ED2-—RMS EIZEBYATT 1—RPNY OOF UEBEOTESEDEE

v B v S v 5 S I v 7 v S
BAHEREREEL 10 10 10 10 10
T —Z T R 7 e G R D8 9 8 9 9 9
7 aa ARG EDVHIE, ng/mL 26.7 893 977 1155 1532
DF THRE( 22 s, ug/mL 04 05 15 26 25
OH TR r(r=28s), pg/mL 12 15 41 74 69
GHTHIRHTAERZS, % 1.6 0.6 1.5 23 1.6
SRR ZS sk, pg/mL 0.7 09 20 37 34
EMIFBFFAZE R(R=2.8sp), pg/mL 1.9 24 55 102 95
ERHEEBHEHTERAS % 25 1.0 20 32 22

SRR RMS IR DA ICTELIVEE (1.099) AV,
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