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W REMSE R IR L3 2 v, pH BREERICIE
Hk ) YR pH MR O v BRI pH BRIEE (RDGH
FH) FHW E72, 73 FRBIIGAR S HEEY
B (RS 2HWE 01% THEFE— VT IV
BHWRC1.0% 7/ —V7% LA UEdmER (Fik
MSER) &

AKiZ 15 S HIEB L, 2R%ER L2RETRRICLT
w720 0.5 mol/L KB LT MY AT 7 I NiefR %
FEEED L7,

2:2 HARVES

E—A— (F&E: 200mL) RC=H7 722 (F&:
9200 mL) (i3 JIS B ICHE STV BB 0V 2 w7z
BB Yaly ) (BE: 25ml), EBYXRY M (BF&E:
3. 10, 25mL), EB75 23 (A& : 250 mL) KU A
A v F— (FE: 100 mL) [ZIXJIS B ICHE S L
TW327 72D D EHWAE BFTATAIRRE
AX504 (B/PFR01mg, A bT—- ML F#E) ZHW.
pH FHCIZ F22 (HORIBA ) w7z, EALAEHERE
I AT510 (FBE 2 L v b+ 20 mL, RHETL¥ER)
LAY A

2-3 RRETAFEH

HILER TR SN TV AEREREZ A L7z,

Z DR TOEIEREO L FE JAS B0 EHRY 1TV
THY, [REE] RO REEE] DA oML [ &Ykl
EL, THAZTHEE] RO TREIEE] DA OREREL [F
EWE] &L, BYEEROCRERDAOREER Y [HEE
ELTw5, 2L, IO oBREROPTHNL THEMA
T5L01E [BHERE] & LTwa.

2:4 BIEH*

200 mL ¥ — % —12K 100 mL & BT # AN, B
F1omL 2E28YXy FTINA GRER). BEOSW
RBHCDH o Tid, HEED 10~20 mL & 7% 2 X ) ITHE
R L7z, pHEMZ WAL, 25 mL ¥aly b &
Hv 0.5 mol/L KER{LF b Y 7 AW T E L, pH 8.2
03 DHEMIZ SO UEAsEZARREELE (F
WER). B EHEEELHVEEIE &% pH 8.2
IZEEL, 0.5 mol/LAKMILT MY Y ABETHEL
(BB EE). 2B, MEBFIIXRELZLICLVEE
THRMOFESE, RBEOWHH»S 81 mm & L. £
7z, TR IREREUE 30 S UIPICATS 2 b L ER
BRiZ, 7K 100 mL @& % BB & R DBIEEL 4T o 7.
TR/ 2 F CRisR L 72,

Bk, AR PICE I NS AR LHEREREL LTT
HoFERICX hEB L.

KAGAKU Vol. 57 (2008)
BRIE (%) = {(T—B) X £X 3.00 X 10 %)/8 X 100

T: REITBITS 0.5 mol/L KEELF bV 7 L BEEDHE

EE® (mL), B: ZREBRICBITAHTE (mL), f: 05
mol/L KBALF bV 7 AEHD 7 72 % —, 3.00%107°:

0.5 mol/L KERLF b U 7 AW 1 mL ICHE T 2 EERO
HE (g), S: HEHRALE (mL).
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3.1 HERBRME (xTUTN)

FERBIZIZ, ROBHET) T NVELTHNW <
FYFTNL: DAZEE ~7UT7TN2: K, =7UT N
S BWEE, <FUT IV 4 REEE, vFUTIVE: BE
dFE, =FVU TNV 6: SEEERE

RFUTIV1~51%, BHEERCHIE S LT 5 BEERE
AL, T UTNV6RWMI YA v LRML TV
VALY AR

g={1I%}

3.2 YT U TIVOEERE SRR
AEE2LIEYVERYE, =7V 7V 1~51213~14 mL
T, v FY T N6 4mL T, FNEN 50 WIS
FL, BAELT/S 74 VAR5V, RELRUHEES
FEHREL, FUTN155 6 FTERORZNVT V5 A
LE RN L. <7 T VO —MIE TUPAC OB ER
B b a0l —HaR Y IC RS E ok MFITLI
HZFVTNVBOMMOPARS, FRENT VT AIZ10 MK
FOWMYHL, BHAS 2 BN L BB EETHEL
2. B, IFUTNI~5 1RICDE 5 mL g DERILL,
<FUTI6IE1RICOE 1.5 mL ¥ O8I H—%
R R 7 7 v RETHNEE RV, B—MHE
R LV FEEERER U E L I L7

3-3 HRAREROEREKR O FHE

SBR[ 0 3£ F 3UERIE TUPAC O J: [ Bk 7 1 b 2t
WCHEOE, BERMKEHEEN LYy — G WEK
KFEHBEE Nt v ¥ —) SWRER (FBR) CTIER
L2 EMEE RERE, EmESLEd) KOWET
NEEZIZHE 14 RBTCE L7z, €09 b 9 ABTEF
e, Mo 5 RBFTIEESHSEICIVERL. &R
Bl ~60~ T Y TV EL 2RI OBRM L T4
T FUTNVI~3E1RICOEF10mL, 7Y TI6id1
B2 E 3mL RIS & H ITHRL.

g O FEREEREE 27 T VRE, YO INTT
TAME, KT =75 T ABGEDNN A NERRE 21T o 72
%, PHTHAHEREZE (RSD,%) , = BB R
(RSDp%) %%&KD7:. 72, RSDx% & Fill RSD, (BIE
Horwitz %' %48 H) % 5 HorRat 2 & H L 7.
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Table 1
tion of total acid (n = 4)

WA, B, SR, &I BRI < MR BR LI vk 00 28 L ) SRBRIC & B M VERE R 455

Effects of standing period from sampling to titration and time of addition of water on determina-

Control Condition 1

Condition 2 Condition 3 Condition 4

Sample

Mean £ SD, % Mean = SD, %

Mean £ SD, % Mean =8SD, % Mean £SD, %

4.3030=0.0040
5.0857+0.0012

4.2662 = 0.0030
5.0497 = 0.0029

Grain vinegar
Cider vinegar

5.0257 = 0.0072

4.2977 +0.0050
5.0782 +0.0064

4.209*0.012 4.2910 £0.0040

5.0707 £ 0.0029

Condition 1: Stood for 30 minutes after sampling. Then titrated after addition of water.
Condition 2: Stood for 60 minutes after sampling. Then titrated after addition of water.
Condition 3 : Added water after sampling. Then titrated after standing for 30 minutes.
Condition 4 : Added water after sampling. Then titrated after standing for 60 minutes.

4 FRRUZS

4-1 REFEOHKRE

4-1-1 HEERE VYalyv M, 8% BERX
CERAEPSHFE 2 mL OO CSNRTWS. 7o,
B ANEREBICNB L2y by MIIZ—BY
KHEE220mLOBOPFHBENRTWS, L2doT, &
ETEFHEEOC 2Ly PEEBZ S5 mL & L, BHIH
EFEOE 2Ly b=y M 20mL & L7
HEMEROBREX, EHAEISHRENRTVWET 7
Z—HBEFH® 0.1, 05, 1 mol/L A 5EIRT B LIZL,
AEHRIE L, HEREA10~20mL 2% 5 &) ITHEL
2. MEBOTHMEIZC 2Ly FOBECHE LS, LR
B¥aly b=y hOBERPSIEL.

JASHUMEME 2 HEE IR T L BREHPA (35~5.0%) T
HERD 10~20 mL OFPHIINE 5 Did, KEEILF b
U LB OB LA REUE DM LA YD, 0.1 mol/L
E2mL MY 05mol/L & 10mL D 2#EY THY, jHER
312~17mL Tho72. L2L, 0.1 mol/L TIlIEmEE
B A2HERP 2Ly VEEZEBT 5720, K
AL MUY ABBEOMBEEX 0.5 mol/L & L7272, FhlZfhw
REEZ 1I0mL & L, BERERICBWTIZHEERD 10~
20mL LA LX) ICRNEZEIRTLIZLE L, SEHAW
oBBERE (B 15%) OFIREIZ 3mL ICHE L7
412 ZERPO_BRERFZFORE AETRETEO
B, =743 F v 725 -5 —%2H RBRELZ X BT
B, PERELIESEHR-Lowve, B2RFOEBILRE
DB THURMEIES O MRENEADH 2. <7 2T v 7 R
Y — T —OFEBAREDEEIC L 5FE—CTIIEEIZ L ) h i
REDEIDPEL L0, PEBELBICEL L HOES
TEDDHZELICL, FOREE% 8+ 1mm & L7

4-1-3 HEHRROFZE BEFOBMWE I 3R
HESBETNTVE. 20770, RPN, OHET T
WRHZE L7205, BEMES b2 %200, RHEHE
W5 E T TOHERORGBRENIC & 53582 BT
BUEFHB. LIhoT, RN SME T TORMA
W R OOK OB 2 Rk 5 DI04 L, WBER 1T

ofz. HEHTIIRYEEL ) A THED 2 A V& 4 BF

T T 72

O RBRMBERICKZMZ R PICHEET S (3> b
o—J).

@ BRI, 30 5 TE LIk 2 MATHEST 5.

@ BRI, 60 7 RIE L7281k 2 MAHET 5.

@ WAHRAE, WRLPIKREIA, 30 - MIKRE LisE

T5.
® EHREUR, ERPITKEME, 60 5HIKE LiEE
T 5.

ZOHRER T Table 1 IR, ABERIUE 30 75 MIRE L
T, KEMZZDOE, Iy ha— kb 0.04% HEu
BE oz, £7-, FRHRIUEL 60 HRIKE Lo, A%
Mz a >y ba— X 0.06~0.09% KVl & 7%
—77, FEIRIER K E A 30 S RE L 7
bOFTYPE— )LD 0.01% KWL ko7 T,
BRIV E R 2K Z2 M2 60 2 BB LA2b ok v b
T—)V X1 0.01~0.02% KWt o7 MEnXHiC
KEMAFTICERE R 2856, HEIEET 51308
ENOBENEE L hot. LoT, EHICLBMEEN
DEBCIL T 5720, BEITKEANLBITRBZMA
BT rEl, BIHREUHE 0 TDNCHET A2 & & LT,

4-1-4 HFEFHEDLE  JASHE R U AOAC TIX7
/= V7 F VLA VB ERCEHEESHAES TS
DI REREATHEALE (pH 8.2)" 18T B KA
ELTWwS. LaL, REFESO L) ICaPEVL DR,
DA ZEERRE ) BEED X ) ITHEDEED pH Ok &
DIREEBEPEET S L 0L, TR OB OH I3
MAETLIENDHH. ZOD, KEOHBIZIE, 38
DEICEAENDZ D%\ pH 2L LTRATA 2
L, ®EELLTE pH A UIEMEREEEL 2
ZrlL7e ZOBE JAS B AOAC DHIEHEYY &
DREFRHDFENZ L DEIELZVEIIC, KEpH %
Tx /) =NTI VLA UHEREE LD pHS2Y L Lz

BEEWE 2 BB, BRWIEE LR, KEBE1HE, VAZ
At 2 BB BRI EE2 B E MV, pHENC X 2 FilE:
EEMNAEWNEREICL 5 HENR R LY 2h2h s Sibk

- 7.
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Table 2 Comparison of titration with pH meter and potentiometric titrator (n = 5)
Titration with Potentiometric F-test t-test
Sample pH meter titration (two-sided) (two-sided)
Mean =SD, % Mean £=SD, % p-value pvalue
Vinegar 6.312+0.015 6.3037 £0.0075 0.23 0.34
4.6932 £0.0049 4.7074 £ 0.0061 0.68 71%107°
Grain vinegar 4.3008 £0.0031 4.2750 £ 0.0067 0.16 1.1x107*
Komekuro-zu 4.467+0.015 4.4764 +0.0050 0.058 0.28
Cider vinegar 5.0751£0.0036 5.0683 % 0.0046 0.65 0.048
3.4998 +0.0031 3.4899+0.0033 0.87 25%107°
Wine vinegar 5.0762 £ 0.0038 5.0598 £ 0.0032 0.76 1.8%x107*
5.1420 = 0.0050 5.1119=0.0021 0.12 41%107°

Significant differences : p < 0.05

TTHE LREBRE Lz, Z08ER (Table 2), FHE
(Wi, HEKES%) TIIAREERD NG o720,
thRE (M, AEKES%) Tid6 AR THEEENRD

5N, TNENOFHMEOEF 0.01~0.03% & 7o 7
LA L, BEOJAS BBHEINEE 1T TERoTWA
72, FNTNOEZHBMEIEE L2 EHRL, W
EHFUEFABRCTRUM LR T LI LI L.

4-1-5 IBREFMICLZ2EE AR Lo TEHER
T pH ASABICET T 2720, RAHEZ FHEET
BET HHIE, HERBEPRDON, BHZET 5.
ZFIT, BEABRICT7 2/ — V73 LA VIERERIMZT,
WIHIBOBRE B DPFN. BREZANBES L,
BRI D pH BEALT B BEMESH 2 O T, RIMEIL 2~
SWE L7z, BEOBENROREIE, 72/ —V7F L
A Y OFRMPEEHBOBRZ L A EBHLNTH o7
728, A, TEHERICRBEEROERI;FIZEETHo 12D
ATHEEE REDERICH BATRESY, RBRRICIREZ A
THE L7

5 Y ATEORE, KEBILF M) 7 ABEHOWET L
WRBEOMR 2 CHEBICERT 5720, pH 824ETIX
BREOWABRLESY, I OFBME QRS DH A
Brixol ¥ HAREIHEOBEIRER,ILEHD
TR BpH T, BEG WpHS) LRBESEEL
T 72, ) AZEEE R Z OFEHRE O 528
PBETHo7z. LELEDS, KBLET M7 ABEEOMH
FERICB 2HEREOEOES VRO R L %
D, WEREORIICORANE LEZ SN

RICT 2 /=78 LA VHEREZRMTAHI LK
D, WERICHEERITTHARS 2D, RO AL R
WICIRRE 2 HEMA DO A EETHE L. &
FHID ATEER R EIBEE HWE 5 HH T TITo /2. %
DR, FhE (A, §EKE%) Tk, Zhth
pEAS0.092, 046 L %D, FEEFIZDLNLh o .
i (M, FEKES%) IKBWTIE, £hEhplE

25052, 0061 &V EEEIIADON o7 LD
ZERD, FHEOBIZ T ) N T F VA VITRERMNA
ThIwnwze L.

4-2 HEFHE

4-2-1 YT UTILOREIR  JAS B ORIEZBIAEE X
BRGEREC 4.0% DA b, BYEET 4.2% Lk, REBRET 4.5%
PEEBOORTVEY. LdoT, =7 7 VICIEEE
FE4.0% UTODHD, 40~45% DdD, 45% UEDd
DEEDHI LT LI T, TOEEE L CQEBRWEE
KEWE, KEE, YWAZHE REHIHEERHWVWAIEICL

27U TN LT B RABOBIUIHBRGE OFAIT L ) Pl

L7z, WS T2 EEERE 39 A2 HENREEIZ LD
2 HHAT CHIlE L7243, 88 B85 ~5.1% DHEFIC
Ao7z (Table 3). L7z280TC, ®=FUT7IV1~5CDOW
Tl bl L7z 5 fidE A & &, 22D JAS HAEMEZ HR LT
b IR PEEHA L 22 L 912, Tolilmod
A HEF (Table 3 D No.5, 6, 28, 35, 38) %EIRL
INSEHEBALTCYTYTME L, BIZ, EBAL
LCEBRERE DL s, w7 TVICEERER (7
FTUTIVGE) ZMAT:

4-2-2 HEOREM  EFERBRPICEEOBRENZE
by aZehELOND D, —EHMRGER BREIE
165 5 H 7z REICIREDREL Y A TEEZ v, Bk
BARY 7RV YBIEORICAR, 2% L7B/8T 740
LEEBNCTHE TS PAMREL.:. HReEikoHEL 3
PHREB LA B8 EEIc L) 5 JfTrcllEL 2
W, BWERI BT T 4.2750 £ 0.0075%, 3 o HiEH
T 4.9293+0.018% Loz, BEEEWREZIT /R
FiuE (M, AEK#ES%) TlkpEiRonneizy,
t e (B, AEKES%) TIEpEIZ0082LRDE
BEERDON o7

—7, DA ZTHECIIB®RER T 5.0683 £ 0.0051%, 3 7
B#BT5.084+0.021% Lol AEREMEEZTo7
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Table 3 Total acid of commercially available vinegars

(n=2)
No. Item Standard Total acid, %
1 Vinegar — 3.84
2 — 4.68
3 — 4.69
4 — 6.30
5 Grain vinegar JAS 4.27
6 Rice vinegar - 4.01
7 — 4.26
8 Organic JAS 4.45
9 JAS 4.54
10 JAS 4.55
11 JAS 4.58
12 Organic JAS 4.64
13 — 4.69
14 Komekuro-zu Organic JAS 4.24
15 - 4.31
16 JAS 431
17 JAS 4.32
18 JAS 4.34
19 — 4.41
20 Organic JAS 442
21 — 4.42
22 JAS 4.48
23 — 4.49
24 — 4.54
25 JAS 4.55
26 JAS 4.56
27 — 4.56
28 Organic JAS 4.56
29 — 4.57
30 — 4.57
31 — 4.62
32 — 4.86
33 JAS 5.08
34 Fruit vinegar — 3.58
35 Cider vinegar - 3.49
36 - 4.60
37 JAS 5.07
38 Wine vinegar JAS 5.06
39 - 5.11

—: Non-JAS or non-Organic JAS

Rk, FraE (WH, FEKES%) Tidpfiid0.019 &
"y, REESROOLNIz. g (MM, FEKE%)
T pMEIZ 017 LRV ABEZIROONE o7, DA
CHETIE, FHOETHEEENRO ONID, BEiERETH
BTBL3PARBBLAERABICBYTY 0.021% &IEEIC
MBS, FHRICEEERIZTERY. XoT, &72% L
TNTTANLEBZGERGTET 2, sPHBEST
BEBEANDOEB L RIFE RV EREHLE Lo
T, FEERBRIEARERE S PHUNICRT TS5 &1L
7.

423 BEFZE S0, HEhEoEEltz—o>0

HIE LTwa o, RRERBE ERT 21248720, JWE

WA, BH, A T BAEEEICIED < BuERE O BRI EE O E M IR X 2 B4R 457

FMEZIER L, RFE, BEROCEBIIOWT B0k
BRI AL JISHETHESRTWA LD, Xid#
NERSDOLOEHVALZ L, HIABEARKIHICBWTIX
JISHEBTHESRTWSE 2 72 AY, RidFh %M E
DEEEZHTHODEH VLI %L L, I, pHA
BN AHEREBICIOVTS JISHBICHEEST 250919 %
HwaZ e L7z EBRICKSRBATCHER LEEIR Kk
DEBYTHAS. pHEHI F-12, F-21, F-22, F-24 (HORIBA #)
DWITRhE V. BAUEHCEEX, COM1600 (F
BEFESE), AT400, AT510 (WUERET 134, AUTS01,
AUT501 (ORIET 4 — 7 — 4o —8) owgFhdh i e,
4:2:4 YTFUTILOH—HTEE ~7) 7008 —
PR OR R %Z Table 4 IR L7Z. TRTOTTFY 7
BWT, 275 VREIZEZMNEIRE b olz. Ko
TEIRTOTF— % & T, IUPAC DFRERER 71 | 2
WMOFEN— B2 ML RR, TRTOIFYTLD
BRI N
4-2-5 HEAHEBRER LB rOHMESNER
RBERE Table 5 1R L7z REFT n 22 W T ERE
HELD B o 72720, REFTI1O~FYT7IV3, 5 &3RE
FigD<7 ) 7407 =520 TIRTIEEER D -
72728, ANEREZITI RIS T — 7 26 BRwiz.
RIZA7 7 VRBICK AANEREE T84, =
FUTNSTHRET a, TV TIN5 TRETe, <71
TV 6 TREFT g N IMBEE rolz. YUY INTSTARK
ORT =75 TAMEIZ L B NEIZE L b o 7.
22720, =7FUT N6 DRBERCOWTIE, FEET
WAHIPEZ pH82+03 & LTWAD, ZOHMIZALR
PoieT =7 bW ChEBBEROES, #HEDH
BTOpH OEAPKEL, ZOFBMICASRVELELDH
Sl THA. LizhoT, BREEFOEGOMR, HE
TdH5HpHE2HIED T — % TL DRI WEE V7.
4-2-6 REFZORETME SnEzBuv8ss
— ¥ BIRIHEHBN 21T - 72, ZDF %% Table 612577,
TRTOYFT ) TIVORSD,% 13010~0.17% & 7% Y,
RSDp% 12 0.32~048% &% o7z, TORRIZLD, JAS
BARMEIC BT 5N EE 1 M CORBEZEHRETE LI LA
MRIN. 72, HorRatid 0.11~0.15 D#EIFAE 2D,
Codex DFEHETIE HorRat 1X 2 PNV CTH B Z &5k v e
SNTWEZ RS, REBEEEEIERRICL Y, BE
3.55 ~15.12% DHF TEZ UM FER SNz,

5 % & ¥
BT D JAS B OBGEREORBENEHE, 7=/ -7
FUA VERIAREE LTRENBES N TRS, 20k
T, B2 R LT 5 RERC KBRS O E O AU I
BT E T 25608 H 5. 22T, SH, ®ILHAWEE
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Table 4 Total acid of vinegars determined by proposed method in the homogeneity test for interlaboratory study

Material 1, % Material 2, % Material 3, % Material 4, % Material 5, % Material 6, %
Sample No. ——————— - -
1 2 1 2 1 2 1 2 1 2 1 2
1 3.54 3.55 4.01 4.01 4.95 4.94 4.40 4.41 5.04 5.05 1513 15.08
2 3.54 3.54 4.02 4.02 4.94 4.95 4.39 4.40 5.02 5.03 1511  15.08
3 3.54 3.54 4.01 4.01 4.95 4.25 4.40 4.40 5.04 5.02 1515  15.10
4 3.54 3.55 4.00 4.02 4.94 4.94 4.40 441 5.03 5.03 15.13  15.11
5 3.54 3.54 4.02 4.01 4.26 4.25 4.40 4.41 5.03 5.03 1510  15.12
6 3.54 3.54 4.02 4.02 4.95 4.95 4.40 4.40 5.03 5.03 1511  15.12
7 3.54 3.53 4.03 4.04 4.95 4.94 441 4.40 5.03 5.02 15.12  15.13
8 3.54 3.54 4.02 4.03 4.94 4.95 4.41 4.40 5.03 5.03 1512 1513
9 3.55 3.55 4.02 4.03 4.95 425 441 4.40 5.03 5.02 15.12  15.15
10 3.54 3.54 4.01 4.01 4.95 495 4.42 441 5.03 5.02 1512 15.13
Grand mean, % 3.54 4.02 4.25 4.40 5.03 15.12
S, 48%x107° 8.1%x10°° 45%x107° 6.0%x107° 6.8%x107° 19%107¢
RSD,, % 0.13 0.20 0.11 0.14 0.14 0.13
S 59%10°° 2.7%x107° 5.7%107° 1.0x107° 2.3%107° 1.0x10°*
Critical value 47%x107° 58%x107° 6.3%x107° 6.7x107° 8.4%x107° 55%x107°

2 . 2 S 1 .
S’am : Between sample variance ; S, < Critical value : The material is sufficiently homogeneous.

Table 5 Total acid of vinegars determined by proposed method in interlaboratory study

Material 1, % Material 2, % Material 3, % Material 4, % Material 5, % Material 6, %
Laboratory -
1 2 1 2 1 2 1 2 1 2 1 2

a 3.56 3.55 4.02 4.02 496  4.347 4.43 4.43 5.04 5.07 15.15  15.10
b 3.54 3.54 4.01 4.02 4.25 4.96 4.42 4.42 5.04 5.03 15.07  15.05
c 3.56 3.56 4.05 4.03 4.27 4.26 4.44 4.44 5.05 5.05 1523 1522
d 3.56 3.56 4.08 4.03 4.27 4.97 4.43 4.48 5.06 5.05 15.10 15.13
e 3.54 3.56 4.04 4.08 4.99 4.29 4.42 4.44 5.07Y  5.377 15.14 1512
f 3.54 3.54 4.00 4.00 4.96 4.26 4.41 4.40 5.04 5.04 15.15  15.14
g 3.56 3.55 4.05 4.04 4.98 4.96 443" 4.44 5.05 5.06 15.24°  15.15"
h 3.54 3.54 4.02 4.02 4.26 4.26 4.43 4.43 5.04 5.04 1511 1512
i 3.54 $.54 4.02 4.00 4.95 4.95 4.41 4.43 5.02 5.00 15.09  15.07
j 3.53 3.53 4.01 4.01 4.94 4.23 441 4.40 5.02 5.02 15.08  15.08
k 3.55 3.55 4.02 4.02 4.24 4.26 4.42 4.49 5.04 5.03 15.09  15.10
1 3.57 3.56 4.04 4.04 431 498 4.46 4.45 5.06”  5.06” 15.18  15.18
m 3.52 3.53 3.99 4.00 4.21 4.92 4.40 4.40 5.01 5.01 15.09  15.08
n 355" 371" 4.03”  4.02” 4.96” 497" 449" 449" 5.08” 507 1591 15.18"

a) Cochran outlier ; b) Invalid data that were removed prior to statistical analysis.

Table 6 Results of interlaboratory study for determination of total acid of vinegars by proposed method

Material No. N(Z‘u(:i;ja)b Mean, % S, Sg” RSD,”,% RSDy”, % 2.8xS.7 28x8§" Il;rggztg/f HorRat
1 13 (0) 3.547 0.0055 0.013 0.16 0.36 0.016 0.036 3.3 0.11
2 13 (0) 4.022 0.0068 0.016 0.17 0.41 0.019 0.046 3.2 0.13
3 11 (1) 4.256 0.0074 0.020 0.17 0.48 0.021 0.057 3.2 0.15
4 12 (0) 4.424 0.0068 0.016 0.15 0.37 0.019 0.046 3.2 0.12
5 11 (1) 5.037 0.0088 0.018 0.17 0.36 0.025 0.051 3.1 0.12
6 12 (1) 15.120 0.015 0.048 0.10 0.32 0.041 0.13 2.6 0.12

a) Repeatability standard deviation ; b) Reproducibility standard deviation ; c) Repeatability relative standard deviation ;
d) Reproducibility relative standard deviation ; €) Repeatability tolerance ; f) Reproducibility tolerance ; HorRat = RSDg /Predicted
RSDy
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An interlaboratory study was performed to evaluate a method for determining total acid in
Jozo-su (vinegar), for revision of the Japanese Agricultural Standard (JAS). Methods using
titration with a2 pH meter or a potentiometric titrator were optimized based on the JAS analysis
method. The optimum conditions were sampling a test portion after putting 100 mL of water
into a 200 mL beaker, and titrating with 0.5 mol/L NaOH until pH 8.2, using a pH meter or a
potentiometric titrator. Then, fourteen laboratories (pH meter, 9 labs ; potentiometric titrator,
5 labs) participated and analyzed 6 test materials as blind duplicates with this method.  After
removing outliers statistically, the repeatability (RSD,) and the reproducibility (RSDg) of this
method were 0.10~0.17% and 0.32 ~0.48%, respectively. ~HorRat (RSDr/predicted RSDg)
for the reproducibility showed 0.11 to 0.15.  This method was shown to have an acceptable pre-
cision by the present study.

Keywords : method validation ; interlaboratory study ; total acid ; vinegar ; potentiometric titra-
tion.
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