JAS

0002

HA RIS
JAPANESE AGRICULTURAL
STANDARD

RIZCAIEREPOAFILEDTHFUODEE
— BEBRAKIOT RIS T
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Determination of the O-methylated Catechin in ‘Benifuuki’ Green Tea
(Camellia sinensis L.) — High-performance liquid chromatographic method

133

& CORBICESOTHERZTSER, BEOERETOFEICHEEL TSI LZINRET D, O
DREIFE, TOERICEELTEC S22 THORELOMBEZRYRE I ETHLDTIEHEL, D
REOFMAEDT FSEOFEREICEVTERERVMBEICHT 2BEULGVEZ LY, ZFEEETT S,

1 EFA#E

ZOHKIE, RS E KB4 5) RITORKEOEERDPEDORRFDAF AL TR DS 5
O-mEHa BT F 3-3"0-AF /I L—F (LLF, EGCG3"Me &9, ) DORITEDTZ 8D O @ik 2
n~ k77 7IEICOWTHIET 5,

2 5|IRAMEK
WITHBIT 2 BUEIL, TONEO—EHUIRTH, ZOBKICIIMShL Z LIk~ T, ZOHRKOBE
D—EBEMERT D, ZhbOGIHHkKIE, Bl CBMizEate, ) @M T 2,
ISO 565 Test sieves — Metal wire cloth, perforated metal plate and electroformed sheet — Nominal sizes of
openings
ISO 648 Laboratory glassware — Single-volume pipettes
ERE KPS AART MM - JISR3505 417 A BUAFEEH (MOD)
ISO 1042  Laboratory glassware — One-mark volumetric flasks
FERR AHG HART B - JISR3505  #7 A AFHFH (MOD)
ISO 3310-1  Test sieves — Technical requirements and testing — Part 1: Test sieves of metal wire cloth
ER S HA TN 0 31SZ8801-1 REAMNS2 V-5 18« &EIES25 (MOD)
ISO 8655-2 Piston-operated volumetric apparatus — Part 2: Piston pipettes
ERE xPSHATIEHM  JISK 0970 B2 b~y b (MOD)
JISK 0124 &HiRIk7 v~ ~ 27 7 4 —idfl
JISK 0557 FHZK « #EKDFBRIZ A %7K
JISK 8101 =% /—/b (99.5) (il3E)
JISK8107 =F L7 I UFREE KK =7 b U o Aok GAEK)
JISK 9005 U i (RAHE)
JISK 9502 L(+)-7 2=zt fig (FREK)
JISP3801 Aifft (boHTH)
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3 AlERE

Byt U= R BEOIERE NS, 30 CTY Uig/— % ) — VIS TIHEEIC X - TEGCG3"Me ZHiH 74 %,
WL, AT T 7 4 NE—TART D, LI AHERIOEER S & Rk a~ 7 Z 7 (L
T, HPLC &\9, ) ZRAWETZ vy MNEBET, Mo F o EGCG3"Me %= HIET 5,

4 HE
MIZHREDIRNRY , ST 3RO b =I5,
2L HEOFEAICELT, EAELOBAHEZESTTILE CORBOEAEVEETHD,

41 K
JISK 0557 BHET 5 A3 LLEOKREDH D,
42 EGCG3"Me
FEE 99 %LL | (HPLC) D% D,
43 YABR
JISK 9005 2NHET DRk IXRELL EOSE D D,
44 TH/—IL
JIS K 8101 AHET 2 Kk IZAELL EOMED b D,
45 AH/—)L
ks~ N7 7HO LD,
46 FEE=ZLYL
iR o~ N7 7HOL O,
47 F7RAJEEE
JIS K 9502 A3HIE T 5 Fpfk XILRIZELL EOME D b D,
48 IFLUOTIVMEFBZKRZF MU DLZKIY (LLF, EDTA2Na &9, )
JIS K 8107 A EUET 2 Ktk XILRIZELL EOME D H D,
49 OARE-HEE
RSET CREH6 5) FAADKRIE IR,
410 YABEBR K2 %ITHY T 5 KA,
K (41) Lo AalE (43) %2491 ((KFESHR) TRAT D,
411 HHBEE AR/ 2 ) —VIRGIR
X )= (44) LV AR (410) & 1:1 ((KED®E) CTRET D,
412 FIRABE 1.00 gL EDTA &4 1.76 g/L 7 A )L ¥ U FERKIAK
K (4.1) 1000mL 4720 7 A=z /LE B (47) 1.76g & EDTA2Na (4.8) 1.00g & Z¥EfRT 5,
413 T UUHHKR 5 TR
BE6 KON TLIIHES T, RS RAE 49) MoMBRESSD, 7.3 106> T, 77 7R EtohhH
WO a~ 7T L% T, EGCG3"Me OB — 7 NIRRT CTH D Z & 2RI D,
7T v 7 R E T L SRR EARTEEEE N A TV (B.8) ~ARL, WERTT S, RN AE
FENHED L, |IBICRET D, 77 7 R ORE D 38T, B L,
SFE1 ST (S) /AKX (N) Db (SN ) DN 3 ThDEEDHMRS BE2 B HRA
ETHIENTED, MBI IOFENEEZBRCTHSZ ETHOND /A X EeEERNY
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n~ h77HIBTDH, X—=AT A 05 EGCG3"Me D E—7 OTHAETOE—7 & X
BT FN(S) ETD QISK 0124 /) . 77 v 7R EOMMMKRDO 7 v~ 7T AT
® EGCG3"Me D E'—7 Ot (B — 7 HEIED 20 (FOHPH) OX—A T A BT HHH
JTMETORKIE L B/MEOZEDIRNIED 12 % /74 X (N) 75 (JISK0124 &) |
FEE2 25 CULF TR SN 7 v 7 itiklE, D7e &b 3 AMEE LICRIEE RO
ZEDNHER STV D,
414 HPLC #8185
4141 FBEHEA 0.2 %ITHNT D AFEKIEK
K (41) L0 AfE (43) L% 420:1 ((KBIHE) TRED,
SRR WUNIHR T D Z &I Ko T, HPLC IE~DOBEHNOBEFREOEEN/ NS D,
4142 TBEIEB A% —/TE b=k UIRAR
AR )= (45) L7 bh=FrVU/L (46) L% 18:5 (KFESER) TRES,
FEE UK T 5 Z &Ik - T, HPLC BIE~OBEFHN OEFERUKDEN /NS 8D,
4.15 EGCG3"Me Z#[R& 100 pg/mL FH4
EGCG3"Me #7238 100 pg/mL & 725 X 912, EGCG3"Me (4.2) 2mg LL % 0.0l mg OHfETERETF
Z = (53) ([ZiEnv &5,
ARG (4.12) 2Nz, +OCEfSE2 (BII3EFRAE)  fRARKEZERE TNz <E
KT D, EREFKE 7~ ST @EANEELBFE 1 7L (5.8) ~AN, BEHRGFT 5,
SR 1 AR O EGCG3"Me 1370 Lo U2, HEYERUE~ EDTA Z ¥R L, 8@ RTE ML
BFEAATVTCHRETDHZEITEETH D,
SERE 2 25 CULF CHRTF SNTARMERURIL, D7e &b 2 DAMRE LIREZ RS Z &8
BENTND,
FERRTNCREE HERY L, EIRICHET 5, R L7 R o 3220 EGCG3"Me ¥ (ug/mL)
R 5,
416 1ZER
4161 —HREIE
EGCG3"Me DIFEHEHR 2 5 BePELL LR EICTRE T 5, EGCG3"Me i B D i b @ W AR BRI,
EGCG3"Me OB —Z IO —7 NERLRWVRE LS TS5 (732 M) . —#HOEHERIL, EGCG3"Me
FEHERUR (4.15) DAL T D 1O bl 2, R 2 BICHZICEKZ TS 5, EERIROEZ Y
3T, R LR,
S EGCG3'"Me M7 nu~ b7 77 DERBEHI~NRAETDHEEXALNLDT, —HOIEERIZT
F v iR (413) ZWRINT 252 SIFEETH D,
4162 —EDERER
LEE~Ny b (656) XiFEA MRy N (57) ZHWT, EGCG3"Me K (4.15) & #AHUH
W (4.12) &7 7 o7 iR (4.13) &%, BONEHQHEE LT (68) IZBL, RAET D, &IF
Y R D FEFED EGCG3"Me #EE (ng/mL) ZH 45,
R MEE A TR TRBRERIEFEER I, RLIT TR A, B, C, D XOE &2l L7z,
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F1— E#£KA B C, DRUEDRAR

IEHERR | EGCG3"Me B2 | BRI O | 7 7 v 7 fi IR | BRI DR EE,
RO, uL I, ul DOEHUE, pL ng/mL FH34
A 500 400 100 50.0
B 250 650 100 25.0
C 100 800 100 10.0
D 50 850 100 5.00
E 10 890 100 1.00
FE OGRONEE, —BITHD,

Az

5 BERUEH
e
51 BFRUA

1 mg ODHTOFEECELEIEEZHTHHDOKTN0.01 mg DN OREE TCELIMIEEZET DD D,
52 A%

I1SO 565 X% 1SO 3310-1 ZNHET HAMHEB Z 355 um O H D,
53 2277 RX3

ISO 1042 NBUET D27 T A A Db DT, FEAEEIR & UGB O 7 BUIE DN filiH 0 72 8 D 25 B
AN—=F2DHD,
5.4 1(8RKE

(30+3) CITIRERENTTHER b D,
55 ATV T4ILEA—

BUKVEPTFE C, L£&2%045um OO,
56 £EERY

ISO 648 BHIET D7 7 A A DL DT, WK & FHEHh M ORIRO T DR EFIPHZ 1 N—FT D5 b
D,
57 EXFURERY b

ISO 8655-2 NHET HREF A TLHELEMK (type A) OEA R~y bC, FEAERK & REHHEH
WMOFIRO 7= DR B E D SN—T 5 H D,
58 H@EBETNFEEHLEF/ANATIL

a5 AMORIEMEERE CAEN 2 mL Db D, HED+® 7% A%, PTFE #X X PTFE Ta—7 4
Y7 ENTEL D, HFIEERE (4162 2H) .
59 HPLC (&
591 SERZEHKIOTRITTT

JISKO0124 NHUET 2 2 RIRG 7 7 V= NI AIRET, MAEE, V7 oA —7 v, A= 77—
UV fHigs 272 nm) ROV — X WEE 2 2 7= b O, PDA gz H L TH Lu,
592 HPLCAASLA

WOFeEZFF> C18 (ODS) WitHT 7 A,

— £ & 150 mm

m W

5
=
ik

LR OEEEDIZD, FRZIRO D ET 5,

\

[

%
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— N 4.6mm

— HWIFEE : Sum

— 12 43 LANIZ EGCG3"Me DML D Rl sy D52 52 1T 72 WIRBE TIN5 b D, 7.3 129> T EGCG3"Me
DORFHRI 2 MR 5.

H— KB T 2&FHT 5L, WECHND T T LHIET 5 H0E2HHT 5,

6 SHERAFAHOHRER
W7t U CREZ T 2, e L2 O3 RIS R 2 550 (5.2) 1ICld, EHIC
7.1 OEEZAT O . TR 2 (R 2,
EERD 25 CLUF TR FSNICmalENT, Da< &b 1 HFRE LI0RE
INTND,
AT LR BRI R 2 i (7.0) BNCmaiE2 HHY L, =I5,

iy

2 PR T & DNHERR

E

7 FIB
7.1 HhH

AR (B56) 240 mg~260mg % 1 mg DOHTE T25mL ADORET T A2 (6.3) ITIETND & 5.
hHHEEE (4.11) 20 mL 2%, <EET D, ABOA-T2ET T A% 30 CITHRE LI HIRKE
(5.4) IZ A, 60 3 FIERE T 2, [HIRAMEN DO RET 7 A2l L, BRI 5 E THET S, K (4.1)
FEMETMATERL, BED,

RAEWME AR THIBT D RYIOABLIZIRITIETS) . ABLIEEA T T 7 44— (55) T
Al (BERIOARITETD) L, AR 1.5 mL ZET 5, BB 2 M fr L7256, AR
BRI B HL H L, SEIRICRET 5,

SRR 25 CLAT CHBRIF SN -slEHh I, Ve L b 2 0 AMRE LIREZ RO Z &8
R INTND,
72 FR

eRE7I2a (63) , REEy b (56) It R ey b (57) ZHWT, REHHY (7.1)
K (41) THRT D, REHIH LK EZ 1:9 (BRRESFE) TRED Z ENEE L, B AR
TR AR OARTEVEEE N1 7L (5.8) IZBT, EHIZ 7.3 OEEETT D,

7.3 HIE

731 HPLC &#0n&E
A—I1 —DOEHEAFEICIE-> T, HPLC @& (5.9) 2ty N7 v 795, REFTKRIZE D,

a) BEfH (4.14) O : 1.0 mL/min

b) W72 (592) OFREIRE : 40 C

¢ MH¥EE :2720m

d) 7FEA&E:10pL

e) TEHSME 2 2MITBEHE A (4141) % 77 %R OBEIMEB (4.142) %23 %L 35, Z0O%, B
B OFELEL L, BRI OSERET 5, RIZ, BEIH A % 77 %X OB EIE B % 23 %I
FRRELT, ROEADRION 10 43, FHbd 5,

FERE MEE AR TRBRERIEFER CIE, R2IRT 2R 7V FEEE2ER LT,
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] (57) BEtE A BEH B
(EREEEHE%) (EREEEE%)
0~12 77 23
12~20 30 70
20~30 77 23
FERE G AL, —fITHD.

7.3.2 HPLC fIE
HESE DD, BEOTAT AEB@ ST T, & L7z HPLC & (7.3.1) TIEBE) S E 725,
NR—R T A OIEEN EGCG3"Me DHIEIC KN 2 & 2+ 5, —HOERER (4.162) O H b,
ROBEOROVERER (Fl2IER 1 IORTHEER A) 207 ACEAL, Hohiz/e~ /T AT,
EGCG3"Me DHEZE T HE— 7 N2 2 L 2R T D, £D%, —HOBEEREZNENAT T LMTHE
AL, SWCHEBHIEYAIRE (72) 2#1EAT 2, —EOME (@, 5 SOMEHERO®%) ZENT,
—ODOWREOIEAER (B 2 1XFR VIR TR C) DIEAZY KT ENEE LU,
FRE EOMB THEASNIAREROR E— 7 HfEO “RKAE/R/IME” O 2R L7 fHi%, @
WO LT TH D,
T A WEMET AT LEMEH LT, FEEREOHIEHRESRETOE =2 DT =2 28D 5,
74 [EE
AEHARIZ ST, [A U HPLC & (7.3.1) FTCTOEREERD 7 a~ 7T L6455tz EGCG3"Me
ORI & —E L7 —72 %, EGCG3"Me & RET 5,
FER S EILRELORIZES S EREO M7 HPLC 7 v~ 877 AxMBE B 12T,

8 FE
8.1 —HREIA

EGCG3"Me D&%, ©— 7 mfED DR ERIC K o THOHTEs O &% K 2 e EfiiE 2 VTR
%o JISK 0124 |29t~ T, IEHERK OREICRILR—A T A v OF| X HxT 5,
82 E=E

BAEHE D T2 DT — F ALFRIEE 1C L > TR LN B — 7 JFEIH 5 EGCG3"Me D EBLDOREE N,
ECRRAY 7R MR AR A VERC T D  TERK L7 AR OFRBIREIZ 0995 L ETH D b D LT 2,

FREHE I P O EGCG3"Me DIEE (pg/mL) ZHHT D, RUT5 5 & ARFERE UK KB o
EGCG3"Me D& H & we (gkg) 1%, ROXIZE->THZILND,

_ CxVxdx1000
e = T 1000

ZZig,
C: #EHhHPA IR D EGCG3"Me OYEEE (ug/mL)
V: s (mL) , W 25
d: FUBHhM ARG (7.2) OMREE, @F 10
m: JHEAREOEE (mg)
83 #WROKRR
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AT 2 M (BT RS 3R 16 ghkg) THERZETT %,

9 KRE
9.1 HEREMHRIEER

ZORBRFEOREE Z AW T 5 720 OB =M LR EROFFMIIMEE AlCE O 6N D, ZORER=E
LRI B OE O NTEIE, £ 2 THEXONTRERP (11 gkg~19 gkg) KO~ bV v 7 ALUSMTE
Tz s dh s,
9.2 HHTHRE

[A]— & F /a2 308 TRl URRBRFE 23[R U2E[E 2 fF > TRHEZe PR v W I REIRR TR L T bz 2 o
DOREFEROZENR, R ALIRTOMTIAE (N 282 201%, BEOEMEEMEWVR AT T
KL T20ENC 1 ELLFCTH D EHFEES D
9.3 EHBRAE

[fl— & e g HRBHZ DWW TR U AEEZ AV, BasEBrE T, BAaRBEN, RipsEEE VT
BONTREBROER, R AL IR THETAZ R 2z 2001%, BEOEREAMENRIT-T
WAUETEE LT 20BN TEILFTH D L i s pl,

10 BEEE
RERFTE, RBROZOONTEEEFIREZEFF>LD LT 5,

11 HEBHmES
AR EEIZITD 2R L b ROFHEZ TR T D,
a) Z OB DT IIHIEE 5
b) FBRGEL A2 #kR 3 5 A
c) RERFH A
d) FRERAER
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Z OFRBREMILFERRIL, PR 27 421 TUPAC RER Y A K7 A LPIoft - TENTIThh, & Al
(R TREEHRE RO, TRONTES ) EREROMARD» D, HERYRBEE AR S iz,
D FRBR =R R SL R F28R O TR T & 2 MNIATBUE NRMOKE B it o 2 —13, FIEE K OB
BHZT T <, BEARE O BEGCG3"Me IR MEFHE M OV 7 o 7 fliHE & ZANRRERE TR L7z, &SR
HIE, FIEFIHE-T, GFF 10 BEUE (5 IREOIEIIRFE 245 2 1) 23R L7,

® Al — HBREMARRROKER

-
—

vyl Ak 1 Ak 2 ek 3 EF4 LS
(F %) BRZ) | (R | (BRA) | (RF)
ZINERBRE LK 10 10 10 10 10
2SNy AW Ty T JOF 10 8 10 8 10
EGCG3"Me &4 &0 ¥, g/kg 10.85 10.77 13.65 15.59 18.89
TR R s, glkg 0.22 0.15 0.20 0.21 0.30
DHTHEHE R 22, % 2.0 1.4 1.5 1.4 1.6
PHTRFEZE r (r=28s) , gkg 0.61 0.42 0.57 0.59 0.25
SE ) R BUEEIR 72 sp, g/kg 0.62 0.17 0.54 0.25 0.76
[ BUE R R 72, % 5.7 1.6 4.0 1.6 4.0
EFHHAFAZER (R=2.8s) ,gkg 1.7 0.47 1.5 0.71 0.21
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MiEZE B
(%)
HMAGE HPLC Y B M S A
Y
125
100
75
50 - ‘
‘ 1
254 | ‘
0 - ' )
0 5 10 15 20 25 30
X
A

X PRFFRERE] (min)
Y LARUA (mAU)

1 EGCG3"Me
B.1 — EGCG3"Me A&

HPLC &4

HPLC 4113 7.3.1 12 X 5170y, WICk B,

a) %7 24 : Wakopak® Navi C18-5"

b) 2T MM R 2

1) Wakopak®i%, PAEANCAFAREZEY RGO —FITHS, ZOWERIT, ZOMRKORMAEDFEEDOTZDITRL
TEBY, BHMAKEED, ZOMBEHRT 5L O TIER,
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| i " | \
Al \ /A
0 .’\L‘Juvv v L B L V. —— A\ 4
T T T T T

R
X PREFRERE] (min)
Y LARUCZ (mAU)
B.2 — ®ARELBZIHME R
HPLC &%
HPLC £&fH1%7.3.1 12 K 51F0y, KICK D,
a) %9 24 : Wakopak® Navi C18-5%
b) 2Mr TV M AR 2

2) Wakopak®l%, PAEMIC AT RREREYI BB —FITH D, ZDOERIL, ZOHKORMEDEELD-DITRL
TEY, BHAKEENR, ZoRGEHETZLOTIE RN,
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Y
125
100 — |
n? ‘ %
50 - |

25

0 5 10 15 20 25 30

FL51
X PRFFHERE] (min)
Y LAKRUCA (mAU)

1 EGCG3"Me
B B3 — PAE-HERMERZEEL EGCG3"Me 1RHER

HPLC &4

HPLC 413 7.3.1 12 & 5137, RICk 5,

a) BT A Wakopak® Navi C18-5Y

b) 2TV MM R 2

3) Wakopak®i%, PEMIC AT RIREREYIRBBO—FITH D, ZOERIT, ZOHKORMEDEELD-DITRL
TEY, BHWKEER, ZoREEHETZ O TR,
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Rl
X PRFFHERE] (min)
Y LAKRUCA (mAU)

1 EGCG3"Me
B.4 — N[5 THREMEMHERK

HPLC &%

HPLC 413 7.3.1 12 K 51F0y, KiIC K B,

a) BT A Wakopak® Navi C18-5%

b) 2y TV M AR 2

30

4) Wakopak™1, PEEMICATHEARBEYIRELO—FITHL, ZOFRIE, ZOBKBOFIAEDFEEOZHITRL

TEY, BHAKEENR, ZoRGEHETZLOTIE RN,
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(1]

ZE Xk

ISO 5725 (Hi#sHE)  Accuracy (trueness and precision) of measurement methods and results

FERE NS HARTZEHR - JIS 28402 (HiksHE)  HEGIEMOMIEMROKEH S (HE M URE)
(IDT)

Horwitz, W., Protocol for the design, conduct and interpretation of method-performance studies, Pure & Appl.

Chem., 1995, 67(2), p. 331-343

EEMER], MBI, RERS, BREE, BILHH, SARRE, ZHBH%, N5 EAEATOATF

M T % L RIEE O BRI FERIC X 2 2SR, HARMGFIF L7255, 2016, 63(7), p. 312-

318.

WEEREL, R, 7 — % ORI >, 24, 2008, 46, p. 27-62.
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